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B 0030pe cucremaTu3mpoBaHBI CBENCHUS O HAHOCTPYKTYPUPOBAHHBIX MaTepHuajaxX, IMPUMEHSIEMBIX
B TBepaodasHoii skcrpakiuu (T®D) u ee coBpeMeHHbIX BapuaHTax. OCHOBHOE BHUMAaHME YIEIEHO
PacCMOTPEHMIO HAHOCTPYKTYpHMpOBaHHBIX aHasoroB MCM-41 u SBA-15 kak B kiaccnueckoit TPD,
TaK U B COBPEMEHHBIX BapHaHTax TBepHO(ha3HOil MUKPOIKCTPAKIIMU, MUKPOIKCTPAKIINY MATPUIHBIM
TBepnoda3HbIM AUCIIEPrUPOBaHEM, TUCIIEPCUOHHOM TBepaoGha3HO S3KCTpaKLIUKU U MarHUTHO#I TMD.
HMcnonb3oBaHne KpeMHE3eMOB C TeKCArOHAILHOM 1 KyOn4YecKoi Me30(ha30BOii CTPYKTYPOI TTO3BOJISIET
3HAYUTEILHO TTOBBICUTH TTOJTHOTY M3BJICUYCHUS aHAIUTOB, YIYYIIUTh METPOJIOTMIECKIE XapaKTePUCTH-
KU OIpenesieHrs KaK MOHOB METaJIJIOB, TaK M OMOJOTUYECKHN aKTHBHBIX BEIIECTB B CIIOXHBIX MHOTO-
KOMITOHEHTHBIX MaTPUILIaX peaIbHbIX 00BEKTOB aHaI3a. AHOMAJIBHO BBICOKAS TUIOIIAAb ITOBEPXHOCTH
(mo 1000 M?/T 1 Gonee), peryIMpyeMblii pa3Mep Me30I10p, MPOCTOTa MOAMMUKALIMU IPUBUBKOM (DYHK-
LIMOHAJIbHBIX TPYIII MO3BOJISTIIOT CYIIIECTBEHHO MOBBICUTH CEJIEKTUBHOCTD TBEPHO(a3HBIX MaTepHaIOB
10 CPAaBHEHMIO C TPATUIIMOHHO MCITOIb3YeMbIMU CHJIMKATEISIMA U TIOJIMMEPHBIMU MOHOOOMEHHUKAMU.
[IpenmMyIecTBa ymopsimo4eHHBIX KpeMHE3eMOB IIPH X UCIIOIb30BAaHUY HA CTaaIUM M3BJICUYCHUS U KOH-
LICHTPUPOBAaHUS aHAJIIMTOB B BapMaHTax TBepHo(a3sHOM 3KCTpaKIMK, a TaKXKe XpoMmaTorpaduyeckoro
pasmeneHusT OJIM3KHUX T10 MPUPOAE BEIIESCTB HAIOT BO3MOXHOCTHh PACIIMPUTL ITHAIAa30H JTUHEHHOCTHU
OTKJIMKA aHAJIMTUYECKOTO CUTHAIA UCIIONb3yEMbIX METOIOB aHAM3a, a MPeAebl 0OHAPYKEHUS] NOHOB
1 MOJICKYJI YIAeTCSI CHU3UTh IO YPOBHS HI/MJI, HT/T.

KmoueBsie ciioBa: yropsimoueHHbIE Me30ITOPUCThIE KpeMHe3eMbl, MCM-41, SBA-15, npo6oroaroroska,
TBepaodazHas 9KCTpaKIIus, IUCTIEPCUOHHAs TBepaoda3Hasi SKCTpaKIIus.

DOI: 10.31857/50044450225010011, EDN: soktac

B nocnenHee Bpems HaGmMogaeTcs TEHACHLIMS
K MUHHATIOPU3AIMM MPOOOIOATOTOBKM M COKpa-
IIEHUIO IIPOAOJLKUTEIbHOCTH aHanu3a. Hapsmoy
C TPAIMIIMOHHO UCITOJIb3YEMBIMU XUIKOCTHO-KI -
KOCTHO#I M TBepaodasHoil skcrpakuuein (TDD)
MIpY OMpPEneIeHU NOHOB 1 MOJIEKYI B MHOTOKOM-
MOHEHTHBIX MaTPHUIIAX IIMPOKOE PACIIPOCTPaHEHUE
MOJIy4aloT HOBBIE BapHaHTHI IIPOOONOATOTOBKH.
Cpenu Hux TBepnodazHasi MUKPOIKCTPAKIISI, THC-
nepcuonHast TOD, maTpuuyHoe TBEpAOda3HOE qUC-
MepTupoOBaHUE U AP., OOCYKICHUIO KOTOPBIX ITOCBSI-
1LIEHO HECKOJILKO 0030poB [1—35].

CoBpeMeHHBIe BapMaHTHI TBepHo(a3HONM 3KC-
TPaKIUHU C IIPUMEHEHNEM KJIACCUIECKIX COPOSHTOB
NOJy4YuIU HauboJbliee pacinpoctpaHeHue [1]. Tpa-
OUIIMOHHO MCIIONB3YIOTCSI HOpPMalIbHO-(a30BbIe

KpeMHe3eMbl (cunukareau) [6], a Takxe Moou-
(pumpoBaHHBIE OOpamIeHHO-(a30BbIE COPOCH-
TBI ¢ TpuBUTEIMU TpynmamMu C8 u C18 [7] u monu-
MepHBIe MaTtepuansl [8]. B pabote [2] oTMeuaeTcs,
YTO pa3BUTHE METOHOB IIPOOOIIOATOTOBKM CBSI3aHO
C pacIIMpeHHeM Kpyra COpOEHTOB, B TOM 4HCJIE
HOBBIX MaTepHajioB Ha OCHOBE OKCHUIA KPEeMHMUS,
MO3BOJISIIOIIMX IIOBBICUTh CTENEHb M3BJICUCHUS
aHaAJINTa WUIM YBEIMYUTH d(P(PEKTUBHOCTh UX KOH-
neHTpupoBaHus. IlosBreHMe HOBBIX KIJIACCOB
KPEMHE3E€MOB C YINOPSIOYCHHON HAHOCTPYKTYPOI
MO3BOJISIET TOBOPUTH O IOBBIIIEHUNU AOCTYITHOCTHU
COPOILIMOHHBIX LICHTPOB ISl aHAJWUTOB, OOJIU HC-
MOJIb30BAaHHOM eMKOCTH COPOILIMOHHOTO CJIOS B MO-
MEHT IIpeKpalieHus notoka [9]. OcobeHHO 3To He-
00xonumMo Iipu peanu3anuu TAPD B TMHAMUYECKUX
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YCIIOBUSIX IIJIsS JOCTVDKEHUSI MAKCHMAJIbHBIX 3HaYe-
HU#T 3POEKTUBHOCTU COPOLIMOHHOTO KOHIIEHTPU-
posanusa CE[10, 11].

C yyeroMm ¢usmueckoro cMmbicia CFE TOBBIIIE-
HUEe 3(PPEKTUBHOCTU COPOIIMOHHOTO KOHIIEHTPU-
pOBaHMS BaXXKHO 11 YBEJIMYECHUSI aHAJTIUTUIECKO-
ro CHTHajla 3a CYeT KOHILIEHTPUPOBAHMS aHAIMTa
B equHMily BpeMmenu [10]. 3HaYNTENTLHO MEHBIINE
OrpaHUYCHUS B KWHETUKE COPOLIMM MOHOB 1 MOJIe-
KyJI, OTMEUYEHHEIEe B paboTax [9, 12—14], 11o3BoJISIOT
TOBOPUTH O ITOBBIIICHUH OJTHOTHI HCIIOIb30BaHUS
€MKOCTH COPOIIMOHHOTO CJI0SI YIIOPSIIOYCHHBIX Me-
30IIOPUCTBIX KpeMHe3eMoB. B 3ToM ciydae poct
3¢ HEKTUBHOCTH COPOIIMOHHOTO KOHIIEHTPHUPOBA-
HUSI CONPSDKEH C ITOBBIIIEHUEM OTHOIICHUS KOJIH-
YyecTBa COPOMPOBAHHOTO BElIecTBa “IMO IMTPOCKoKa”
K KOJMYECTBY MOCTYIUBIIErO B CJI0M KOMIIOHEHTA
[9]. B pabote [9] moka3zaHo, YTO IpU AMHAMMYIE-
CKOM COPOLIMOHHOM KOHLIEHTpUpPOBaHUU (poc-
darugunxonnmHa 3¢ dekTnBHOCTL (BermunHa CE)
BBIIIE B HECKOJIPKO pa3 IIPW HCIIOJIb30BAaHUM Ha-
HOCTPYKTYPHPOBAaHHBIX KPEMHE3eMOB II0 CpaBHE-
HUIO ¢ cuukareneM. HeyropsmoueHHas CTpyKTypa
¥ HEpaBHOMEpPHOE pacIIpeleieHNe COpPOLIMOHHBIX
LICHTPOB Ha ITOBEPXHOCTHU IIOP KJIACCUYECKHUX COp-
OCHTOB IIPUBONAT K 3HAYUTEILHOMY Pa3MbIBAHUIO
BBIXOOHBIX KPUBBIX, YTO HE MO3BOJISIET JOCTUTATh
BBICOKOI 3(p(PeKTUBHOCTHA KOHIIEHTpUPOBaHU [9].

OCo0eHHOCTH CUHTE3a COPOSHTOB ONPEIEISTIOT
MIEPBOCTETICHHYIO POJIb B (DOPMUPOBAHUU UX CTPYK-
TYpBl U CTENEHM yIopsAmoueHHOocTH. Kpome Toro,
cBoiicTBa TBepao(a3HBIX MaTepHaioB, IIPUMEHSIE-
MBIX Ha CTAOWSIX U3BJICUYEHUsI, KOHIICHTPUPOBAHUS
W pasaesieHus BeIIeCTB, MOTYT 3HAYUTEIbHO U3Me-
HSTBCS B 3aBUCHMOCTH OT Pa3BUTOCTH (yIeIbHOI
IUIOIIAAN ) TIOBEPXHOCTH, IIOPUCTOCTU M pacIipene-
JIeHUsI TIop IIo pasMmepy. B mmrepatype mompoOHO
PacCMOTPEHO BIMSIHHE YCIOBUI CUHTE3a Ha CTPYK-
Typy KpeMHe3eMoB [ 15—20]. Ycrronp30BaHMIO YITO-
PSAIOYEHHBIX KPpEeMHE3eMOB B TBepmoda3HOM 2KC-
TPaKIINHU yaeJIeHO 0ocoboe BHMMaHMe B padore [21].
OmnHako HETOCTAaTOYHO PacCMaTPUBAIOTCS BOIIPOCH
BBIOOpa copOeHTOB 1711 TAD, B TOM UHCIIe C yIeTOM
PO YIOPSIHOYCHHOCTH KPEeMHE3eMOB, a TaKXkKe
MIPEUMYIIEeCTBa, KOTOpHIE OOECIIeYMBAIOT HAHO-
CTPYKTYpHPOBaHHBIE MaTePUAJIbI.

HoBu3Ha ynopsimouyeHHBIX KpEeMHE3eMOM OC-
JIOXKHSIET BBIOOP KPUTEPUSI CpaBHEHMSI COPOCHTOB,
HCIIONB3YEMBIX Ha CTagiuy KOHIICHTPHPOBAHUS
KOMIIOHEHTOB. B 001mieM cirygae KOHIIEHTpHpPOBa-
HUE XapakTepu3yeTcss Ko3((UIIMEHTOM KOHIICH-
TPUPOBAHUSI, KOTOPBIIA OIpemesaeTcs KaK OTHO-
IIeHWe KOHIICHTpalUWii KOMIIOHEHTAa B MCXOTHOM
pacTBope M B KoHIeHTpaTe. OmHako B paboTax
10 HCIIOIB30BAHUIO YIIOPSIIOYCHHBIX MAaTepuajoB
3Ta BeJIMYMHA IIPAKTUICCKN He TpUBOaUTCsS. OOBIU-
HO YKa3bIBAIOTCS METPOJIOIMIYECKIE XapaKTePUCTH -
KM oTlpeie/ieHUsI KAKOT0-IM00 KOMIIOHEHTA B OIIpe-
JeneHHoi Marpule [22—26]. B HekoTopsix padorax
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[22, 23, 27] paccuuTaH KO3(PPUIIMEHT 000TaIICHIS
(Enrichment Factor, EF). B aToM ci1y4ae cJIOXHOCTh
CpaBHEHUSI COPOEHTOB COXPaHSIETCsI, TIOCKONbKY EF
MNPUBOASAT TOJbKO IS Haubosiee “3¢pheKTUBHOrO”
copbenta [22, 23, 27]. Ilon “Haubonee 3ddek-
TUBHBIM” MOHMMAETCS MaTepuaj, UCIIOJb30BaHUE
KOTOPOTo MO3BOJISIET JOCTUIaTh HAMOOJbILEH 10~
1aau XxpomMarorpapuyeckoro nuKa ornpeaeasseMoro
KOMITOHeHTa [22, 23] uid MakKCUMaJIbHOM CTENeHU
u3BIeuYeHus [24—26].

Yaie Bcero B JuTepaType He NPUBOAUTCS Xa-
pakTep M3MEHEHMsS aHaJIMTUYECKHUX MapaMeTpoB
NpY HCIIOJb30BAHUN YHOPSIOYEHHBIX ME30MOpHU-
CTHIX KpeMHe3eMoB B TMH, a nuirs Ha Ka4eCTBEeH-
HOM YPOBHE paccMaTpMBaeTCs U3MEHEHNE CBOMCTB
COpOEHTOB KakK pe3yabTaT BapbUPOBAHUS MIPUPOALI
MaTpUlbl, MOAUMUKATOPOB U (PYHKLUMOHATbHBIX
MNPUBUTLIX TPYIII.

Ilenp Hacrogiero o63opa COCTOMT B OOCYX-
JEeHUU OCOOEHHOCTE M3MEHEHMUSI COPOLMOHHBIX
CBOIMCTB HAHOCTPYKTYPUPOBAHHBIX KPEMHE3EMOB,
a TaK>Ke BbISIBJIEHUE UX TPEUMYILECTB JJIS1 peain3a-
LIMM COBPEMEHHBIX BapMaHTOB TBepAoda3HOii 3KC-
TpaKLUU.

CHUHTES3 YITIOPAJOYEHHBIX
KPEMHE3EMOB

YnopsimoueHHBIE ME30IIOPUCTBIE KPEMHE3eMBI
TOJTYYatOT 30J1b-TeJTb TEMIUIATHBIM METOIOM (pHC. 1)
[28, 29]. B xauecTBe MCTOUYHMKOB OKCUIA KPEMHUS
VCTOJIb3YIOT aJIKOKCUCUJIAHBI, KOJIJIOMAHBIE pac-
TBOpHI Si0,, a TaKKe CUJIMKAThl HaTpusi. I3BECTHBI
paboTHI MO CUHTE3Y YIIOPSIOYEHHBIX KPEMHE3EMOB
Ha ocHoBe KkBapia [30], mecka [31], 301bI prCOBOIt
Jy3ru [32] 1 ApyTruX OTXOMOB CEIbCKOIO XO3SMCTBA
[33]. TlpumeHeHMEe TaKMX WCTOYHMKOB OKCHAA
KPEeMHMSI 3HAYUTEIbHO ITOBBIIIAET 3KOJIOTUYHOCTD
CHHTE3a, a B psae CIydaeB MO3BOJISIET OPraHU30-
BaTh 0e30TXOMHBIE TTpou3BoAcTBa [34]. B xauecTBe
mabjioHa TPUMEHSIOT IIOBEPXHOCTHO-aKTHUBHEIE
BelllecTBa pas3nuuHoit nmpupoabl. Haubosnee yacto
WCIOJIb3YIOT OpOMUI LETUATPUMETIAMMOHMS [15]
1 OJIOKCOITOJIMMEPHI MOJIUATIICHOKCHI -TIOIUIIPO-
muneHokena-nonuasTiieHokenn  (Pluronic  P123,
Pluronic F127) [17, 35]. Bapeupys ycJIOBUSI CHHTE34,
yIaeTcsi KOHTPOJIMPOBATh CTPYKTYPY KPEMHE3EMOB
(kyObuueckasi, TeKcaroHajbHasi, CIIONCTas), pa3Mep
IOp U YaCTHUII, IUIOIIAAb IIOBEPXHOCTHU, IUIOTHOCTD
MOBEPXHOCTHBIX CHJIAHOJBHBIX I'pymIl 1 ap. B ka-
YECTBE aJIBTEPHATUBHBIX I1a0JI0OHOB IMPUMEHSIOT
MOHHBIE XUAKOCTH [36, 37], KupHbIe KUCIOTHI [38],
dochomununsr [39, 40] u op. B psanme cirydaeB cuH-
Te3 BeIyT Ha CMEIIaHHBIX MUlIeax [41—43].

OpgHa W3 MEPBBIX PadOT, IMOCBSIIEHHBIX CHH-
Te3y KpeMHe3eMa C KOHTPOJUPYEMBIM pa3MepoM
nop, 6nuta npencrasieHa B 1990 r. Kypona ¢ coasr.
[44]. Marepuai 1ojrygaiqm MOHOOOMEHHBIM METO-
IOM 13 MOJMCUJINKAaTa KaHEeMHUTa B IIPUCYTCTBUU
Ne 1
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YIIOPAAOYEHHDLIE ME3OITOPUCTBLIE KPEMHE3EMBI

MCM-41

MCM-50

Puc. 1. CTpyKTypa HEKOTOPBIX YITOPSAOYEHHBIX ME3OTIOPUCTHIX KDEMHE3EMOB.

AIKWITPUMETIAMMOHMMUHBIX COJIEM C pa3jIMYHON
JJIMHOM YIJIEeBOAOPOAHOM Lienu. B nanbHeiiieM aB-
TOpaM yOaJloch MOJYYUTb 0ojiee YHOpsoOoYeHHBIS
KkpeMmHe3embl FSM-16 [28].

OcoOblii HMHTEpPEC HAHOCTPYKTYPHUPOBAHHEIE
KpeMHe3eMbl BBI3BAJIM IIOCJIE MyOIMKAIWil TPYII-
bl yaeHbIX KoMmanu Mobil Oil Corporation [15].
Bapeupys yciioBusi, ObLIM ITOJYyYeHB KpeMHe3e-
MBI ¢ TekcaroHambHOit (MCM-41), KyOmueckoit
(MCM-48) u crmomucroit ctpykrypoit (MCM-50)
(puc. 2). Paamep mmop coctasui 1.5—10 HM B 3aBUCH-
MOCTH OT JUIMHBI HEIM CTPYKTYPOHAIIPABIISIONIETO
KoMMnoHeHTa. [lepBrie ymopsimoueHHbIE ME30IIOpH-
CThIE KpEeMHE3eMBbI ITOIYYaIi B IIPUCYTCTBUM NOHO-
reHHeix [IAB (111a0710HOB), B3aMMOIEHCTBYIOIINX
C CWIMKATOM 3a CYeT 3JICKTPOCTATUYECKMX CHII.
CornacHo TIpeIOKCHHOMY MeXaHU3My (hOPMUPO-
BaHUs KpeMHe3eMa, CHUJIMKAT-MOHbI KOHIEHCHPO-
BaJIMCh Ha YK€ OpraHU30BaHHBIX MuLeuiax [29].
OmnHako B MOCIEACTBUU OBLIO ITOKAa3aHO, YTO TaKKe
MaTtepuanabl 00pa3yloTcs B pe3ybraTe 0ojiee CIoX-
HEBIX TIpo1ieccoB [45].

YueHbie npyrux rpynn MOAYYUIA HOBBIE YTMO-
psSIIOYEHHBIE ME30IIOPHUCThIE KPEMHE3eMBI ¢ KyOu-
yeckoil cTpykrypoii me3zodaz (MCM-48, KIT-6)
[15, 20]. B cepenmne 1990-x rT. OBUI IpemIoOXeH
HEUOHHBIN nyThb cuHTe3a [17]. Ha ocHoBe moniu-
3TUIECHOKCUIHBbIX TTAB mosiydeHbl Me30MOpUCThIE
kpemuesembl MSU-1, MSU-2, MSU-3 [46]. B ipu-
CYTCTBUHU HENTpaJIbHBIX TUAMUHOB C JIJIMHOM yIJIe-
BOIOPOIHOI 1enu OT 8 1o 12 aTOMOB yIiiepona CUH-
TEe3NPOBaHBI yIOPSIOYeHHBIE KpeMHe3eMbl MSU-V
[47]. Npmest cmionb30BaHUS B KadeCTBe IIA0JI0HOB

Hunuaapuueckas
MHUIIEIIa

T'ekcaronanpHas

Murnenna I[TAB
YIaKOBKa MHIIEILT

HEHMOHOTEHHBIX OJIOKCOIIOJIMMEPOB IIpUBEIa K I0-
apieHnto MarepuaiioB cepn SBA (Santa Barbara
Amorphous) ¢ 6MMOIaIbHOI CUCTEMOT 13 MUKPO-
n Me3orop [17, 35], pa3mep KOTOPBIX TMPEBBITIAT
pa3smep me3ontop MCM-41 1 MCM-48.

JanpHelilnee pa3BUTAE METOHOB CHUHTE3a YIIO-
PSAIOYCHHBIX MAaTepuajoB CBSI3aHO C BBEICHU-
€M B PEaKIMOHHYIO Cpemy pa3IndHbIX IT00aBOK
[48—50]. IpucyrcTBre B peaKIIMOHHOI cMecH aJi-
KaHOJIOB (Hampumep, OyraHoma-1) IIpm CHHTe3e
VIIOPSITOYCHHBIX KPEMHE3eMOB MOXET IPUBOIUTH
K IIepexomy TeKCarOHAJIbHOM CTPYKTYPHI KpeMHe-
3eMa B KYOMUYECKYIO C CYIIeCTBEHHBIM M3MEHEHHUEM
pacmpeneneHus] W YACIbHON IUIOTHOCTU COPOIIM-
OHHEBIX IICHTPOB Ha ITOBEPXHOCTH, MX COJIbBATAIllN
M, KaK CJIeICTBHE, COPOIIMOHHBIX CBOMCTB KpeMHE-
3eMa B 1esioM. CUHTe3MpOBaHHEIE TAKIM 00pa3oM
COpPOEHTHI OTHOCHT K aHaJIoraM KpeMHEe3eMOB THUTIIa
KIT-6 [48].

BaxHoit 3apaueii n1s1 obecrieueHuss OOJIBIION
COpPOLIMOHHOI CIOCOOHOCTH, BBICOKOII CKOPOCTH
copOLMM U IecOpOLMK aHAJIUTOB SIBIICTCS Bapbu-
poBaHHME pa3Mepa Me30II0Op IIPY COXpPaHEHUH YIIO-
PAIOYEHHOM CTPYKTYpHI [51]. DakTop pasMepHOCTH
ME30II0p PEryJIupyeTcsl MPUPOIOI TeMILIaTa, yCcio-
BUSIMH CHMHTE3a KpeMHe3eMa, a TaKKe T00aBKaMM,
BIMSTIOIIMMHU KaK Ha CTPYKTypooOpa3oBaHHUE IIa-
0JI0HA, TaK ¥ HAa (DOPMUPOBAHNE MATPULILI KpeMHe-
3eMa ¢ ydyacTvieM MpekypcoposB [52]. B yacTtHocTH,
o aHanoroB MCM-41 pa3mep Me30IOp MOXET
BapbupoBaThCs OT 2 10 10 HM Mpy UCNOAb30BaHUU
MOHOTeHHBIX akuaaMuHoB R-N(CH;)-X ¢ unciom
aTOMOB ymiepoma B ammdaTudeckoit gactu ot 12

Vnanenue madiioHa [

Puc. 2. CxeMa cuHTe3a ynopsimoueHHBIX ME30IIOPUCTHIX KpeMHe3eMoB (Ha ipuMepe MCM-41).
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1o 22 [13] (R =C,H,s, C,Hy, C¢Hy;, v T.0.; X —
AHMOH TaJIOTeHMIAa WX Tuapokcuaa). s cuaTesa
ananoroB SBA-15 ¢ pa3mepom mop ot 4 1o 30 HM
ncnonb3ylor HemoHoreHHele [IAB (mampumep,
onokcoronuMmepsl Pluronic P123, Pluronic F127)
[17]. U3meHeHHe pa3mepa Me30IMop KPpeMHE3eMOB
MOXET OBITh peAIM30BaHO IPY UCITOJIb30BAHUM BE-
IIECTB, BAMSIONIMX HAa pa3Mep MUIE/ IIa0JIOHOB
[49]. HobaBka 1,3,5-TpuMeTnI0€H30/Ia B Ka4eCTBE
COpPacTBOPUTEIISI ITO3BOJIMJIA TIOJIYIUTh MaTepuai
tnita MCF (Mesostructured Cellular Foam) [50],
OpeacTaBiIsiolnii cob0ii paBHOMEPHO pacIiiojio-
JKeHHBIe cepuyecKue SUeKu, oOpasyloline He-
MIPEPBLIBHYIO TPEXMEPHYIO CUCTEMY IIOP C pa3MepoOM
6onee 10 aM. KpymHBIe TTOpBI, OMHOPOIHEIE TT0 pa3-
Mepy, OOyCIIOBIMBAIOT MEPCIIEKTUBHOCTD pa3ene-
HUS KPYITHBIX MOJIeKy/1 Ha matepuainax tuna MCF.
CrnenyeT OTMETUTh, YTO pa3Mep ME30IIop, a TaKXkKe
MM pPUHA pacpeaeaeHNs IIOp 110 pa3Mepy 0COOEHHO
BaxXXHBI [IJI1 KWHETUKU COPOLIMY MOHOB M MOJIEKYI,
B TOM YHCJIe B IMHAMUYECKUX ycaoBMsax. CienoBa-
TeJIbHO, YKa3aHHBIE ITapaMeTpbl HEOOXOOMMO KOH-
TPOJIMPOBAaTh UISI TOBBIICHUS 3((PEeKTUBHOCTU
COpPOLIMOHHOIO KOHILIEHTPUPOBAHUSI, COPOLMOH-
HO-XpoMaTorpaMIecKOoro pasnejeHus aHaIUTOB
C UCIOJIb30BAaHUEM YKa3aHHBIX KPEMHE3EMOB.

OnpanM 13 (HPaKTOPOB, OIPESASTIOMUM 3P heK-
TUBHOCTh KOJIOHOK B Xpomarorpaduu u 3ddek-
TUBHOCTb COPOIIMOHHOTO KOHIIEHTPUPOBAHMS IPHU
TBepao¢a3HOil 3KCTPAKIUH, ABISIETCS (PpaKIIMOH-
HBIII cocTaB cOopOeHTa, OOecHeYMBAIOIIM y3KOe
pacrnpenelieHne TpaHys copbeHTa mo pasmepy [53].
IIceBmoMopdHasas TpaHchOpMallMsl  CHIIMKaresis
[54, 55] ¢ momyyeHMEM YITOPSIIOYEHHBIX aHAJIOTOB
MCM-41 gBngeTcsl pacIpoCTpaHEHHBIM METOIOM
CHHTE3a, TO3BOJISIIOIINM IOCTUTAaTh BBEICOKOU 3(-
(peKTUBHOCTU COPOLIMOHHOTO KOHILIEHTPUPOBAHUS
npu TPD, a Takke YMEHBIIICHUS BBICOTHI, 9KBUBa-
JICHTHOM TEOPETUIECKOI TapeJIKe IS CJIOSI COPOSH-
Ta IIpA COPOIIMOHHO-XpoMaTorpapuIecKOM pasie-
JIEHVHU BeLIecTB [56].

Maptunom u T'anapHio ¢ coaBT. [56] oTMeue-
HO, 9YTO KOHTPOJIb HOPUCTOCTH ¥ MOP(OJIOTUHY P
CHHTe3€ YHOPSIIOYEHHBIX MaTepHaioB (HampuMep,
MCM-41) mo3BOJSEeT YIY4YIINTL XpomaTorpadmu-
YeCcKHNe XapaKTepUCTUKUA IO CPaBHEHHUIO C KJac-
CHMYECKMMHN KOMMEpPUYEeCKMMHU KojJoHKamMu. OueHb
Oonplnasg Iiomanb noBepxHoctd (~1000 m?/T)
MPUBOIUT, C OTHOII CTOPOHBI, K 00Jieeé BBICOKMM
BpeMeHaM yaepxKuBaHUs (OOJbIIEMY YHCIY Teo-
PEeTUYECKUX TapesioK IIpU OTCYTCTBMM 0OoJjiee 3Ha-
YUTEJIbHOTO II0 CPaBHEHUIO C KJIACCHMYECKUMU
copOeHTaM1 pa3MbIBaHUS (PpOHTA COPOLIMM U IIIH-
puHbI MKa). C 1pyroit CTOPOHbI, Ha YTO 0OpaileHo
BHMMaHe aBTopaMu paboThI [56], ynopsaouyeHHas
MOPHCTOCTh TTOBBIIIAET 3(P(PEKTUBHOCTh KOJIOHKHU
IUISI BBICOKMX CKOPOCTEH IIOTOKAa II0 CpPaBHEHMIO
¢ KJIaCCUYECKMMM KOJJOHKAMU Ha OCHOBE CHUJIMKAa-
rejsi, obecrieurBasi 6oyee BbICOKYIO U OJHOPOIHYIO

XKYPHAJI AHAJTUTUYECKON XUMUU

MOJIEKYISApHYIO Tuddy3mio. DTO TaeT BO3MOXK-
HOCTb pa3ensiTb COEAMHEHUS Topa3ao ObicTpee 6e3
3HAYMTEIBHON MOTepH 3(PPEKTUBHOCTHA KOJTOHKM.

Ha ynopsimoueHHBIX KpeMHe3eMax Mpu copO-
LIMOHHOM Mpo6onoaroToske B yciaoBusx TMD npo-
SIBIISIIOTCSL  @HAJIOTUYHBIE  XpoMaTorpapuiecKuM
3aKOHOMEPHOCTH, CBSI3aHHBIC ¢ 00JIee OMHOPOIHOI
MoJIeKyIsIpHON nuddysueit. MoxXHo monaraTb, 4To
MEHBIIIAsI OHUCIIEPCUS CKOPOCTH MaccolepeHoca
aHaJIMTa B CJIoe COpOeHTa TaKXKe MIPUBOIUT K POCTY
OTHOIIIEHUST KOJIMYECTBA BellecTBa “I0 MpocKoka”
K KOJMYECTBY ITOCTYIMBIIETO B CJIOM KOMIIOHEH-
Ta, a CJIEOOBATEIbHO, ITO3BOJISIET IIPEIOIIOIOXUTD,
YTO IIPOMCXOOUT POCT BEIUYMHBI 3(P(PEKTUBHOCTHU
copOLMOHHOTO KOoHLeHTpupoBauus CE [9].

AHanormyHo xpomarorpaduu CcoOpOLMOHHOE
KOHIICHTPMPOBAaHNE MMKPOKOMIIOHEHTa MOXET
OBITh OXapaKTepM30BAaHO YHCIOM TEOPETUUSCKMX
TapeloOK B COOTBETCTBHMU C MOIEIbIO TEOPUM K-
BUBAJICHTHBIX TEOPETUYECKMX TapeloK IIPUMEHU-
TeJIbHO K TBepaodasHoii 3kcTtpakuuu [57]. Yucno
TEOPETUIECKUX TapeaoK (/N) OLleHMBAETCs C y4ETOM
OTHOCHUTEJIEHOTO 00beMa yaepKuBaHus (V) U cTaH-
JApTHOIO OTKJIOHEHMSI OTHOCHUTEJIBHOTO o0beMa
“mpockoka” BewecTBa (0y,,,) Ha BBIXOAHOM KPUBOIA,
COOTBETCTBYIOIIIETO OTHOCUTEIbHOM KOHIIEHTPAIIHN
c/c, = 0.159—0.500 u ¢/c, = 0.500—0.841:

PasmbiBaHME BBIXOOHOM KPUBOM  CBSI3aHO
C YPOBHEM IIPOCKOKA (puc. 3), ITO3TOMY HAIIPSIMYIO
BIMSIET Ha BeNWUNHY 3(P(HEKTUBHOCTH COPOIIMOH-
Horo KoHuLeHTpupoBanust CFE [9].

Bwmecte ¢ Tem Ianaphio ¢ coasr. [58] mmokasaHo,
YTO COIIPOTHUBJIEHME MACCOIIEPEHOCY TECHO CBsI3a-
HO ¢ pa3MepoMm U (opMoit Me3orop. 3HAYNUTETb-
HbIe OTKJIOHEHMSI IUaMeTpa Me30IOop OT CpemHeit

c/c,
0.841 f-mmmmmmmmmm e
0.500 femmmmmme e /
: Oy
0159 o : '
i o | V, M
Vr

Puc. 3. TunmuHbIil BUI BBIXOMHOI KpUBOit. Vy — 00beM
yAEpXKUBaHUS, O, — CTAHIAPTHOE OTKJIOHEHUE 0ObeMa
yAEpKUBaHUS BEIIECTBA MPU €ro MepeMEIIeHUN B COP-
OeHTe.
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BEIMYMHBI MOTYT IIPUBECTH K CHIDKCHUIO Xpoma-
moepaguueckoil 3¢ dexTuBHOCTU. Takoe yacTo Ha0-
JIIOIAeTCs TSI KJIAaCCUYECKUX KPEMHE3eMOB C IIH-
POKMM pacIipefelieHreM IIop mo pasMmepy. Takke
CHIDKEHHE IOCTYITHOCTH COPOIIMOHHBIX IIEHTPOB
P YMEHBIICHUM pa3Mepa Me30IOop IIPUBOIUT
K 0ojiee HM3KUM BEJIMYMHAM YHCJIa TEOPETUICCKUX
TapeaoK COpOLMOHHOro cjaos. B jaHHOM KOHTEK-
cTe chepruuecKre rpaHyiabl COPOEHTOB C OOJIBITUMU
mopamMu, y3KMM pacIipeiesieHreM IIOp II0 pa3Me-
py ¥ KyOm4yecKoi cuMMeTpueil (BHICOKOCBSI3aHHAS
ceThb nop, Kak 111t MCM-48) MoryT OBITh Hanboee
noaxoasiieil HenoaBUXKHOM (a3oit 1j1s1 ObICTPBIX
npolueccoB pasaenenus B BOXKX [58] n misa koH-
LIEHTPUPOBAHUS aHAIMTOB B TUHAMUYECKUX YCJIO-
Busx rmpu TMOD.

Monudukaius MOBEPXHOCTA OPraHUYECCKUMU
M HEOPTaHUYECKUMM pearcHTaMM SIBJISIETCS OTHUM
M3 HallpaBJIeHUA Baprualuu COPOLIMOHHBIX CBOICTB
KpeMmHe3emoB. Haunbonee M3BECTHBIM U TpaaulIv-
OHHBIM ITOIXOIOM MOIU(UKALINY CYUTMKATeJIei, I10-
JIYYUBIINM IIMPOKOE PACIIPOCTPAHEHHE, SIBJISICTCS
MPUBUBKA TPYII OKTWJI-, HONCLIMI-, TeKCAOCIIII-
WIN OKTaAelWICUIAHOB, IMO3BOJISIONINX IT0Jy4YaTh
obGpareHHO-(a3oBbie KpemHesembl C8, C12, Cl16
u C18. Illupokoe pacrmpocTpaHEeHHE, B TOM YHCIIE
B TDOD, moaydywinm U KpeMHE3eMbl C IIPUBUTHIMU
(hbyHKIIMOHAJIBHBIMU (AMUHO-, LIMAHO-, AUOJIbHBIMU
u 1p.) rpynmamu. I1o cBouM cBOMCTBaM TaKue CoOp-
OCHTHI 9aCTO paccMaTPUBAIOT IJISI BApUAHTOB HOP-
MaJIbHO-(a30BBIX IIPOLIECCOB, B KOTOPBIX COPOCHT
OoJiee MMOJISIPEH, YeM pacTBOPUTENIb. AHAJOTMIHEIE
MOOXOOBl IIPUBUBKY HETOJSIPHBIX M (DyHKIIMOHA-
JIN3MPOBAHHBIX CUJIAHOB IIPUMEHSIIOTCS 1 IS YIIO-
pSIOYeHHBIX KpeMHe3eMoB (aHamoroB MCM-41,
SBA-15 u np.) [59—63]. Momudukanus KpemMHe-
3eMOB C YY€TOM BapbMPOBAaHUSI MX COPOLIMOHHBIX
CBOIICTB M IPUMEHEHMs B pa3IMYHBIX BapHaHTaX
T®HD npoBooUTCS ITyTeM MHKATICYJIMPOBAHMUS, IIPO-
nutKu [64, 65] 1 XMMUYECKO MPUBUBKU (PYHKLIMO-
HaJIBHBIX Ty (TpadTuHr) [59, 66—73]. [TonpobdHO
Monu(UKaLIUS YIIOPSIIOYCHHBIX KPEMHE3EMOB Op-
TaHMYEeCKMMU peareHTaMy paccMOTpeHa B paboTe
[74]. B HacTosIIEe BpeMsT aKTUBHO pa3BUBaeTCd Ha-
npaBjieHue MOTU(MUKALIMN YIIOPSIOYCHHBIX KpeM-
HE3eMOB HMOHAMM METAJUIOB ISl CO3MaHUSI KOM-
TUIeKcooOpa3yrommux copoeHToB [27, 75—77]. B psne
CJIyJaeB Ha CTaAWHU IIPOOOIOATOTOBKY IPUMEHSIIOT-
cq KpeMHe3eMbl 0e3 IpeIBapUTEIbHOTO yAAJCHUS
mra6ona n3 Me3orop [78—80].

KIIACCHUYECKAA TBEPJOPA3ZHAA
BKCTPAKLI WA C UCITOJIb3OBAHUEM
HAHOCTPYKTYPUPOBAHHDbIX
KPEMHE3EMOB

Pan  ocobeHHOCTE HaHOCTPYKTYpUPOBaH-
HBIX KPEMHE3EMOB OTIMYAeT UX OT TPaOUIIMOHHO
HCIIOJIB3YEMBIX COPOEHTOB, B YAaCTHOCTU aHAJIOTU
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MCM-41 u SBA-15 B miponteccax TMD. B padore
[21] aBTOpBHI OOpamialOT BHUMaHWE Ha OOJIbIIYIO
mwromanb nopepxHoctu a0 1000 mM%/r 1 06beM 1OP
6omee 0.7—1.0 cm?/r. [ToMMMO BETMUMHBI YAETbHOMI
IUIOIIAAN ITOBEPXHOCTU, HEOOXOOMMO YYWUTHIBATH
MOJIIPHOCTh ITOBEPXHOCTH U MPUPOLY COPOIIMOH-
HbIX HeHTpoB. COpOLMOHHBIE CBOMCTBAa TBEPHO-
(hasHBIX MaTepHaJOB MOIYT TakKKe 3HAYMUTEIHbHO
MEHSITbCS TP BapbUPOBAaHUM UX CTPYKTYpHIL. B pa-
6ote [81] m3yueHBI cOpOIIMOHHBIE cBOMCTBAa SBA-
15 1 ananora co cepuueckumMu rpanynamu (SM)
10 OTHONIEHWIO K OMHOMY U3 TOpMOHOB 173-3cTpa-
Iuojy. BBIsSIBIEHO, YTO IpU MCIIOJIb30BAHMM HE-
MOIN(PUIIMPOBAaHHBIX KpeMHe3eMoB SBA-15 n SM
U3BJIeYEeHNE aHaiIuTa cocTtasisier 16 u 84 %, coor-
BETCTBEHHO. 3aMeTHOE pa3linyiie B COPOIIMOHHBIX
CBOMCTBAaxX B JAaHHOM CJIy4ae CBSI3aHO C IIPUPOION
COPOLIMOHHBIX IEHTPOB (CUJIAHOJBHBIX U CHJIOK-
caHoBbIX rpymn). Meromom Si JAMP asropamn
pa6oTsl [81] mokazaHo, 4To Ha MMOBepXHOCTH SBA-
15 mpeobiagaroT M30JUPOBAHHBIC CUIAHOILHBIC
rpyrnel (curHana Q°), B To BpeMs Kak HauboJee
WHTEHCHUBHBIN CUTHAJ IIpu aHaim3e SM cooTBeT-
CTBYeT TOBEPXHOCTHBIM CHJIOKCAHOBBIM TIpYIIIaM
(Q%). IpuBeneHHBIN MPUMEP yKa3bIBaET Ha TO, YTO
B 3aBUCHMOCTH OT YCJIOBUI CHMHTe3a U MOoaupuKa-
UM KPEMHE3EMOB COOTHOIICHHE CUJIAHOJBHBIX
M CUJIOKCAHOBBIX I'PYIII IO3BOJSIET PETyINpOBaTh
COpPOLIMOHHBIE CBOMCTBA TBepAO(a3HBIX MaTepua-
JIOB IT0 OTHOIIEHMIO K ITOJISIPHBIM M HETOJISIPHBIM
copbatam. CTOUT OTMETUTD, YTO CXeMa YIIPaBJICHUS
MPUPONO COPOLMOHHBIX IIEHTPOB YIIPOIIAETCS
B ciydae aHainoroB MCM-41 u SBA-15 BcaencTBue
VIIOPSIIOYEHHOCTH UX TeKCarOHAJIbHOM CTPYKTYPHI.

HaHocTpykTyprpoBaHHBIE KpeMHE3eMbl HaXO-
IAT IpMMeHeHUe B KayecTBe copbeHToB mist TMD
B Ipoleaypax IpoOOMOATOTOBKY U IIOCIIEAYIOIIE-
ro XpoMarorpauyeckoro OmnpeaeacHUsT BEIIeCTB
B 9KCTpaKTaX MUIIEBHIX 1 (papMalleBTUIECKUX IIPO-
IykToB [24, 81—86]. BaxHoii rpymmoii aHaJIuTOB
SIBJISIIOTCSI BEIIIECTBA C IMIPOTUBOPAKOBOI aKTMBHO-
CTBIO. ABTOpaMu paboThI [83] mpomeMOHCTpUPOBa-
Ha BO3MOXXHOCTb BBIIEICHUS X OYMCTKH IIPUPOTHO-
ro U30TUOLIMAaHATHOIO COeNMHEeHUs cylbpopadaHa
M3 BKCTpPaKTa OpOKKOJIM METOHOM TBepmoda3Hoit
3KCTPAKIUHU C UCIIOJIb30BAaHNEM KPEMHE3EMOB pa3-
JINYHOI CTeNeHU ynopsiaodeHHOCTH. CTOUT OTMe-
TUTh, 9TO KpeMHe3eMbl SBA-15 ¢ ynopsimoueHHOit
ME30IOPUCTOM MATPUIICH ITO3BOJISIOT TOCTUTATh
HauOOJbIIEH ITOJHOTHl M3BJICUCHUS aHAIUTa (IO
98 %) 1Mo CpaBHEHMIO C TPAAULIMOHHO HCIOJIb3Ye-
MbIMu cuukareiaeMm C18, neosmramu ZSM-5, Y, L
n cogamuToM (SOD) [83].

B pabore [84] ormMeueHO, YTO Ha ME30MOPH-
CTBIX KpeMHe3zeMax SBA-15 mocturaercsa Ooiee
MOJIHOE W3BJICUCHNE AaHAJWUTOB II0 CPaBHEHUIO
C CHJIMKAreJsIMU C IPUBUTHLIMU TPYIIIIaMU OKTale-
muiacwiada C18 M Me30IOpPUCTHIM YIIIEPOOOM MPHU
TBepaoa3HOil OKCTpaKUMK TPUTEPICHOMTHBIX
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CallOHMHOB U3 TPABSHUCTOIO pacTeHUs IpocTpena
kuTaiickoro. CTOUT yKa3aTh, YTO IIPH COIIOCTaBU-
MOIi ¢ HEKOTOPBIMM IPYTMMU TBEPAO(DAZHBIMU Ma-
TepuajaMu copOLMOHHON eMKocTn SBA-15 obma-
JAET 3HAYNUTETbHBIM MTPEUMYIIIECTBOM, CBSI3aHHBIM
C BO3MOXXHOCTBIO MHOTOKPaTHOTO MCIOJIb30BaHUSI.
ABTOpaMu paboThl [84] OTMEYEHO, YTO BOCIIPOM3-
BOIMMOCTD PE3YJIbTaTOB OIpPENeIeHUSI CAallOHMHOB
npu ux TBepmodasHoi sKcTpaknum Ha SBA-15
HE CHIXAeTCsI IOCJIe IISITH IMKJIOB UCIIOIb30BaHUS.

HemanoBaxeH pacxol COpOEHTOB, MpUMEHSIe-
MBIX IIPY COPOLIMOHHOM M3BJICYCHUM Y KOHIIEHTPH-
poBaHMU LieJIeBbIX BelllecTB. Hanboee pacmpocTpa-
HeHO TTpuMeHeHre KapTpumkeit mis TMD ¢ maccoit
cop6enTa 200 v 500 mr. Beicokue koaddummeH-
THI pacIipeneeHIs aHAJIUTOB IIPU COPOLIMK Ha yIIO-
psoodeHHBIX KpeMHe3demax (MCM-41, SBA-15,
UVM-7 n ap.) 6aarogapst GONBION YASTHLHON TI0-
Iaad ITOBEPXHOCTH, OCOOEHHOCTSIM pacIpenene-
HUSI COPOIIMOHHBIX ILIEHTPOB M HX COJIbBaTallMH
MO3BOJISIIOT HMCIIOJIb30BaTh MaJlble MAacChl COpOEH-
ta (10—100 mr) npu TOD ananutos. B pabote [26]
M3y4eHBl COPOLIMOHHBIE CBOMCTBA KPEMHE3EMOB
MCM-41 u UVM-7 npu BeIenieHnn hochagnuTui-
xonuHa. KpemHezem UVM-7 ¢ ynopsigoueHHOI O1-
MOIaJIbHOM MOPUCTOCThIO 001agaeT MaKCUMaJIbHOM
COPOLIMOHHOM CITOCOOHOCTHIO K (pochommmumy. bo-
Jiee BbICOKYIO0 eMKOoCcTh UVM-7 aBTOpPHI CBSI3bIBAIOT
C BBICOKOI TUIOTHOCTBIO CBOOOMHBIX CHJIAHOJBHBIX
TPYIIII ¥ BEIMYMHOM YISIBHOM IIOIIAIN ITOBEPXHO-
ctu (S, = 1275 M*/T), moYTH B 1Ba pa3a MpPeBbILIAIO-
et ananor MCM-41 (S, = 660 m?*/r). OTmeueH-
Hble 0COOEHHOCTH KpeMHe3eMa [26] 060CHOBBIBAIOT
MepCHeKTUBHOCTE BhIoopa UVM-7 nmig TBepmodas-
HOIM 3KCTpakumi (PocPonMmmmaoB U3 MHOTOKOM-
MOHEHTHBIX MAaTpull (B TOM 4YHCJIE TIPU aHaIu3e
YeJI0BEUYeCKOro MOJIOKA Ha comepxkaHue docdoam-
nupoB). IlpuMeHeHue yHOpPsSIOUYEHHBIX KpEeMHe-
3eMOB TI03BOJISIET ONpeneisITh (ochaTuTUIXOINH
npu KoHUeHTpanusix 150—600 MKr/MiI ¢ IpenenoM
0o0HapyxeHus 3.5 MKT/MJI1. BaxkHbIM 10CTOMHCTBOM
KapTpUIXKeH, 3alI0JJHEHHBIX HAHOCTPYKTYpUPOBaH-
HbiMU aHajgoraMu UVM-7, gBisieTcsi coXpaHeHUe
YIOBJIETBOPUTEIBLHOM BOCIIPOM3BOINMMOCTH PE3YiIhb-
TATOB omnpeneiaeHus GocoIunuIoB nocie 15 mm-
KJIOB MCIIOJIB30BaHMSI COpOEHTa (CTEIIeHDb M3BJIeYe-
HUSA ocTaBaiach B uHTEpBaie 94 + 4 %).

Tak ke Kak 11 TpaIUMIIMOHHBIX CHUIMKarele,
CYILIECTBEHHOE 3HAYeHUE IIPU BapbUPOBAHUU COP-
OLIMOHHBIX CBOICTB YIIOPSIIOYEHHBIX KPEMHE3EMOB
nMeeT X MOOU(UKAIINS TTPUBUBKON (PyHKIIMOHA-
JIMBUPOBAHHBIX CUJAaHOB. bojblloe yuciao pador
(Hanpumep, [24, 85, 86]) mocssieHo TBEpaOodas-
HOI 3KCTpaKLUMWU Pa3IMYHBIX BEIIECTB ME30IIOpH-
CTBIMM KpeMHE3eMaMU C IIPUBUTHIMU HEIIOJISIp-
HBIMU OKTaIeHWJIbHBIMKU Tpynmamu. OQ4eBHIHO,
Momndukams KpemMHeseMoB Tpyrmamu C18 crro-
COOCTBYeT pean3allii PacpeneInTeIbHOTO MeXa-
HU3Ma yaep:XuBaHUs copbaToB. BMecTe ¢ Tem cTout
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OTMETUTh YAYYIIEHUS B KUHETHKE IIpoIecca 3KC-
TPaKIMK BEIISCTB 3a CUeT OOJIbIIC TOCTYIHOCTHU
yriopsimodeHHBIX Me3ottop [12]. B pabore [12] ot™e-
YeHO, YTO JIJIsT HAHOCTPYKTypupoBaHHoro MCM-41
s dexTuBHBIE KO3DPUIMEHTH TP Py3nn GIaBo-
HOUOOB (Ha IIpuMepe KBepueTrhHa 1 +(+)-KaTexu-
Ha) IPUHUMAIOT B 2—5 pa3 O00JIbIINe 3HAYCHUS, IeM
IUISI CUJTAKATeIei ¢ IIMPOKUM paclipeneieHeM Iop
1o pasMepy. boiee Toro, MeHbIIasI AUCTIEPCUST CKO-
pocTeii MacconepeHoca copbata MOXET ObITh 00Y-
CJIOBJIEHA KaK OOJIbIIeH JoJjieil COPOLIMOHHBIX IICH-
TPOB Ha BBICOKOPA3BUTON (ILIOIIAAL ITOBEPXHOCTHU
S, = 1000—1250 m?/r) Me30MOPUCTOM TOBEPXHOCTH
MCM-41, yyacTBYIOIIUX B yIepKWBAHWUW aHAJIM-
TOB, TaK U Y3KUM pacIIpeaeIeHueM I10p 110 pa3Mepy
15T YIIOPSIIOYEHHBIX KPEMHE3EMOB.

CenleKTUBHOCTb COPOEHTOB MOKET OBITH TTOBBI-
IeHa ImyTeM (OpMUPOBAHMS MOJICKYJISIPHBIX OTIIE-
YaTKOB B CTPYKType copOeHTa. ABTOpaMu pPadOTHI
[25] momryaen copbeHT MCM-41 ¢ MOJIeKYISIpHEIMU
OTIIeYaTKaM1 HOHMJI(peHOJIa 715 €T0 TBepaoda3HOM
BKCTPAKIMM M3 TEKCTUIBbHBIX 00pa3noB. Mcrob-
30BaHUE MIPU CUHTE3e KpeMHe3eMa IIOTeHIINAIbHO-
ro aHajiTa (B KauecTBE MOJIEKYJISIPHOTO OTITeYyaTKa)
MO3BOJISIET JOCTUTATh CTETICHU M3BJICUCHUSI copbara
10 92—95 % 1 OTHOCUTEILHO BBICOKOTO 3HAYCHUSI
ko3 drumenTa cemektuBHocT (o0 = 2-3). Kak
OTMEUYEHO BBINIE, POCT BEeIMYMH 3(PPEKTUBHOCTH
COPOLIMOHHOTO KOHILIEHTPUPOBAHUSI IIPU UCIIOJIH30-
BaHMU HAaHOCTPYKTYPUPOBAHHOTO COpOEHTa BaXKeH
IUIST YBEIMYCHUS aHAJIUTUYECKOrO CUMTHAJjIa 3a CUYeT
KOHIICHTPMPOBAHUS aHAJINTA B €IMHUILY BpEeMEHMU.
BMmecTe ¢ TeM OTCYTCTBHE 9KCIIEPUMEHTAIBHBIX BhI-
XOOHBIX KPUBBIX U psiga ITapaMeTpOB KOHIICHTPH-
pOBaHUS HE TIO3BOJISIET IO JIMTEPAaTypPHBIM JaHHBIM
oueHuTh mapamerp CE. Mcnonp3oBaHme Ha cra-
INSTX TIPo60o1ToaroToBKN (¢ TMD) yrmopsaodeHHBIX
KPEeMHE3eMOB II03BOJISIET Ha IOCJSHYIONINX CTa-
IUSIX oIlpedesieHrsl Oojiee CYIIECTBEHHO CHIKATh
YPOBEHb IIIYMOB aHAJUTHYECKOTO CHUTHA/A 3a CUYET
yIajieHus IIPUMECHBIX BEIIeCTB, MEIIAIOIINX OIIpe-
IEeICHUIO, W PaCIIMpPATh OUANa30H OIIPEAeISIeMbIX
KOHIICHTpAllMii IIeNeBbIX KOMIIOHEeHTOB. Hampm-
Mep, aBTopaMu paboThI [25] TIpu onpeneieHu HO-
Huipenoma MeronoM BOXX ¢ YD-nmerekTnpona-
HUEM OTMeYeHa JIMHEITHOCTb OTKJIMKA B MHTEpPBaJe
koHneHTpanwuii 0.25—20 mMxr/mi1. B To ke Bpems 60-
Jiee BBICOKMIT aHATMTUYECKUIA CUTHAJ IIPX YCJIOBUU
06mbIIeit 3¢ HEKTUBHOCTU COPOITMOHHOTO KOHIICH-
TPUPOBAHUS IIPUBOIUT K YBEINMICHUIO KO3 PUIIH-
€HTa YYBCTBUTEJIbHOCTU M CHIDKCHMIO IIpenesia o0-
HapyxeHMs aHanuTa 10 0.12 MKT/MIL.

B ycioBusix TBepmoda3HOM B3KCTPAaKIUK IIPH
WCIIOJBb30BAHNM  HEYIOPSIIOYEHHBIX COpPOCHTOB
HU3KHE CKOPOCTh U ITOJHOTA IeCOpOLMK aHaJIuTa
00YCJIOBJIECHBI KMHETHYECKMMH OCOOCHHOCTSIMH
OTHOCHUTENIHLHO 0oJiee MEIJISHHOIO IIpoliecca Mac-
collepeHoca aHajiuTa B IWHAMUYECKNX YCJIOBU-
sIX, MEXaHM3MOM YIepXUBaHUs aHaiHMTa (C Oojee
Ne 1
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BBICOKOIi BHeprueil CBsI3bIBaHUS ¢ COPOLIMOHHBIMU
LIEHTpaM1), a TakKXe MEIJICHHBIM YCTaHOBJICHHUEM
COpOLIMOHHOTO (pacHpeneIMTeILHOTO) paBHOBE-
cusl. DTUX HEAOCTATKOB OTYACTHU JIMILIEHBI BapUaH-
Thl TAD Ha KpeMHe3eMaxX ¢ CUCTEMOM yHOpsiIo-
YEHHBIX Me30I110p. Takre HaHOCTPYKTYPHUPOBaHHEIE
copOeHThl 00ecreynBalOT OTHOCUTEJbHO Ooliee
OBICTpPHBII MacconepeHoc copOATOB U MEHbIIIEE Bpe-
M YCTaHOBJIEHUsI paBHOBecus (MHOTrma Oojiee 4eM
Ha mopsiaokK) [9] 3a cuer Oojiee pa3BUTOM BHEIIHE
MOBEPXHOCTH 1 TOCTYITHBIX COPOLIMOHHBIX IIEHTPOB
Ha IIOBEPXHOCTU ME30II0P.

COBPEMEHHBIE BAPUAHTBI
TBEPJOPA3ZHOU DKCTPAKLINN

TeBepmodasnas  MHMKpOIKcTpakmuda. BaxHoit
OCOOCHHOCTBIO  YIIOPSIIOYEHHBIX KPEMHE3EMOB
IUISI WCIOJb30BAaHUS B COBPEMEHHBIX BapHaH-
Tax TBepHOo(a3HON SKCTpaKUMNU SBISICTCS BO3-
MOXHOCTb MUHMATIOpU3alny KapTpumkeint TOD
3a CYET CYIIECTBEHHO 0oJjiee pa3BUTOM IMOBEPXHO-
cTd (IIPOIOPLIMOHAIFHOE YBEIMYECHUE COPOILIMOH-
HOII €MKOCTH) M CHIXEHMSI BKJIala KMHETUICCKUX
OrpaHMYCHUI copOIMM aHanMuTa (YBeIM4IeHHe d¢-
(beKTUBHOCTU COPOLMOHHOTO KOHILIEHTPHUPOBAHUS
B OMHAMMYEeCKUX yciaoBusx). Ilom TBepmodasHoit
mukpoakcrpakiuein (TOPMD) moHuMaeTcss a1u0O0
PsiT METOIOB, B KOTOPBIX MCIIOIb3yeTCsI HEOOIbIIOE
KonmyecTBo copoenTa (06614HO 10—50 Mmr) [87—89],
100 HaHeceHHne COpOeHTa Ha IIOBEPXHOCTD BOIOK-
Ha WIK Ul Mukpommnpuia [79, 90—98]. Maioe
KOJIMYECTBO COPOEHTA MO3BOJISIET PACIIMPUTh BO3-
MOXHOCTH TPaIWIIMOHHBIX KapTPUIKEH TSI TBEP-
nodasnoit akcrpakumu [99]. Ha cramusix nmpobo-
MOATOTOBKY MOTYT PEaIM30BBIBATHCSI Pa3IMIHEIC
BapuaHThl yIIaKoBKU copbeHTa. TBepmodazHas
BKCTPAKIUS C YIOPSIIOYEHHBIMU KpeMHe3eMaMM
B HaKOHEYHMKe Jo3aTopa (pipette-tip) ycreuiHo
IIpUMeHeHa U OIIpeAeIeHUN SHIOTCHHBIX IEIITH-
OB B Tuta3me destoBeka [ 100] u acTpagmnoira B MoJIo-
Ke [87].

Oco0GeHHOCTBIO APYTroro BapuaHTa TBepaodas-
HOI MUKPO3KCTPAKIINU SIBJISIETCS HEIIPEPHIBHOE ITe-
peMelIBaHue, TTO3BOJISIONIEe IIOBBICUTD IUIOIIAIb
MOBEPXHOCTH COPOEHTA, KOHTAKTUPYIOIIYIO C IIPO-
0oit. Takoii momxom IIpedIrojaraeT IIPUMEHEHUC
MeEIIaJK BMECTE C COPOSHTOM BHYTPH ITOJHUIIPO-
MUJICHOBOI MeMOpaHbl. McIionb3oBaHMe BapraHTa
TDD ¢ mepemenMBaHUEM II03BOJISICT PACIIMPUTH
MAAIa30H JIMHEITHOCTU TpagydpOBOYHBIX 3aBUCH-
MOCTEI IJIT OoIpemefieHUs] BEIIeCTB (HAIpUMeED,
(beHONBHBIX COSMMHEHWIT) Ha IIOPSIIOK II0 CpaBHe-
HUIO C TPaIUIIMOHHBIMU CIIOCO0AaMU IIPOOOIOATo-
ToBKU. B pabote [101] peanusoBaHo ompenejieHUe
comepXaHUs HUTPO3aMHHOB B KOCMETUYCCKMX
cpeactBax mMertomoM TAOMD ¢ mepeMmeniMBaHUEM
Ha SBA-15, nonyMpoBaHHBIM LIEpUEM, C MOCEAYIO-
mwumMm I'X-MC-onpenenenueM. Ilpu ontumuzanuu
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KOJIMYECTBA IOMAHTa, MACChI COpOCHTA, TUIIA M 00b-
€Ma BJII0CHTA CTeIIeHb U3BJICYEHUSI MOXET OBITh I10-
BoimreHa 1o 80—100 % [101], paciuupeH Auana3oH
muHeHocTr 1o 10—1000 Hr/mi, a mpenensl 0OHa-
PYXeHUsI TIpU IIPOOOIOATOTOBKE C TBepmoda3Hoit
MUKPOBKCTPAKIIeil MOTyT OBITh CHIDKEHEI IO He-
CKOJIbKUX HT/MJI (2.7—3.4 Hr/ma 1o naHHbM [101]).
CTouT OTMETUTD, YTO MUCIIOIB30BaHWE HAHOCTPYK-
TYpPUPOBAHHOTO KpeMHe3eMa II03BOJISICT HOCTUYb
BBICOKOI TOJIHOTHI M3BJICUCHUS B OoJiee IIMPOKOM
IUara3oHe KOHILIEHTpALU 10 CPaBHEHUIO C yIJe-
POITHBEIMY HAHOTPYOKaMM ¥ KapOOKCEH,/TIOIMINMeE -
tuncunokcaHoBbiM (CAR/PDMS) BosiokHowM [101].

Hcnonp3oBaHne KpeMHE3eMOB B BOMTHEIX pac-
TBOpaX OrpaHMICHO KOHKYPEHTHO1 copOmueil Mo-
JieKya Boabl [74]. B TO XXe BpeMs yIopsiAO4YeHHbIE
KpeMHe3eMbl MOTYT IIPMMEHSTHCS B BapUaHTaX
T®D kak B HEMOJSIPHBIX Cpelax, TaK M B BOMTHEIX
pacTBOpax BCJIEACTBUE OCOOCHHOCTE (opMHpo-
BaHUS MaTPUILI M paclpeneiacHUs COpOLMOHHBIX
IIEHTPOB Ha ITOBEPXHOCTU M, KaK pe3yJbTaT, 0ojee
BBICOKOI TuapogobHOoCTU. ABTOpHI padoTr [102,
103] mpoaeMOHCTPUPOBAJIM BO3MOXHOCTb OIpe-
neneHnsT (PeHONbHBIX COSNMHEHNI B BOAE IPU UX
TBepAo(a3HOoii MMKPOIKCTpPaKILUM C TepeMelln-
BaHueM Ha SBA-15 ¢ pa3iWyHbIMU TPUBUTHIMU
opraHuyeckumu rpymnmnamu. KoadduureHTbl KOH-
LIEHTPUpPOBaHMsI (DEHOJbHBIX COEAMHEHWI Ha YIIO-
psiAOUEeHHBIX KpeMHe3eMax coctaBwin 20—30.

B psame pa6or mom TOMD moHMMAIOT BapuaHT
npoOOMNOATrOTOBKU, OCHOBAHHBIA Ha 3aBUCHMOCTH
CcOpOLIMM BellIeCTB OT TemIepaTypbl [92—94, 104,
105]. MeTon cOCTOUT B aACOPOLIMK aHAJIUTOB Ha IO-
BEPXHOCTU COpOEHTA C MOCIEMyIOUEel qecoponueit
npu OoJjiee BBICOKMX TemIieparypax. OgHO U3 oc-
HOBHBIX IIPEUMYIIECTB TaKoTo BapuaHta TOMD —
OTCYTCTBUE HEOOXOOAMMOCTHM  KOJUYECTBEHHOIO
WU3BJIeYEHUS 1LieJIeBbIX KOMITOHEHTOB U3 MPOOkI. [o-
CTaTOYHO BBIMOJHEHUE JIMHEMHOIO COOTHOLIEHUS
MEXIy KOJIUYEeCTBOM COpOMPYyEeMOro aHajauTa U ero
KOHIIeHTpaluell B aHaIu3upyemMoM oopasiie. ABTO-
pbl paboThl [105] oTMeTUIM, YTO K TOCTOMHCTBAM
METola OTHOCATCSA UWJIMHApPUYECKasT TeOMETpus
BOJIOKOH, obecrieuyrBaroLas JerKuii A0CTyIl aHaIu-
TOB K TTOBEPXHOCTU YHOPSIAOYEHHOTO KpEMHE3EMA,
a TaKXe OTCYTCTBME HEOOXOIUMOCTHU B MOJIHOM Je-
copOuuu copbaToB.

B TBepmogazHOii MHMKPO3KCTpPaAKLMHU, KakK
M B KjJacchmdyecknx BapmaHTax TAdD, OONBIIYIO
poJib UrpaloT HAHOCTPYKTypa copOeHTa, ero
yaeabHAas IUIOLIAAb IOBEPXHOCTU U pachpene-
JIeHUE COPOLMOHHBIX LEHTPOB IO MOBEPXHOCTHU
(B TOM umcie BHyTpu Me3onop). Eciau cTpykTypa
TBepao¢a3HOro Marepuasa (B TOM YUCIIEe CTEEHb
ee YMNOpSOOYEeHHOCTH, TUIT Me30(gasbl) oOIlpe-
JelisieT KUHETUYECKHEe OCOOCHHOCTU CopOoLuun
aHaiuTa (CmocoOCTBYeT U3MEHEHMI0 3(P(PEeKTUB-
HOCTU COPOLIMOHHOI'O KOHUEHTPUPOBAHUS B IU-
HaMMYECKUX YCIOBUSIX), TO yAEAbHASI IOBEPXHOCTb
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KpeMHe3eMa BJIMSIET Ha COPOLIMOHHYI €MKOCTh,
BO3MOXHOCTh BapbuUpOBaTh pabouuii Auana3oH
KOHILICHTpAllMiA aHAJIUTA.

Brilie oTMeYeHO, YTO HE BCerga KOPPEKTHO
NpPOBOAUTH BbIOOP COpOEHTA HA OCHOBAHUM TOJIb-
KO CTEIEHU W3BJICUYEHUsS OIpPEnesseMbIX BEIIeCTB.
ABTOpamMu paboThl [92] paccmoTpeHa TBepmodas-
Hasg MMKPOS3KCTpakKuus aaudaTUIeCKUX aMUHOB
M3 BO3IyXa U IpruOOB IIpM BapbUPOBAHUM CTPYKTY-
PHL ¥ pa3Mepa Iop yIopsSIIOYeHHBIX KPEMHE3eMOB.
[lnomane IOBEPXHOCTH, II0 MHEHHMIO aBTOPOB,
He Bcerma SBIsIeTCss (haKTOPOM, OIPEneISTIOINM
COpOLIMOHHBIE CBOICTBA TBEpAO(ha3HOIO0 MaTepua-
nma. Ilpm ucronp3oBannm KpemHezeMoB MCM-41
C yAeNbHOM IUIOLIAAbIO0 IMoBepxHOCTH 1180 M?/r
CTEIeHb M3BJICUCHUSI aMHUHOB IOCTUIAET TOJIBKO
60 %. B To xe Bpemst n1st aHasoroB KIT-6 u SBA-15
(S, =970 m*°/r u S, = 760 M?/T, COOTBETCTBEHHO)
CTeIleHb M3BJIEYCHMSI aHaaUTOB Oim3ka K 100 %.
Paznuumne B ojHOTE M3BJIEYEHUS aHATUTOB aBTOPHI
paboThI [92] CBSI3BIBAIOT IIPEXKIE BCETO C pa3MeEPOM
nop, kKoropsiit st KIT-6 1 SBA-15 cocrasisieT 0Ko-
JI0 8 HM, B TO BpeMs Kak B caydyae MCM-41 — 4 aM.
H71s1 OCTVKEHUSI BBICOKMX 3HAYEHUI CTEIIEHH 9KC-
TPaKIMM aHAJIUTAa BAXKHON SABJISIETCS TOCTYITHOCTD
IJISI HEeTr0 BHYTPEHHEH IIOBEPXHOCTH COpOEHTA.
OnHako, KaK OTMEYEHO BBIIIE, KOJIMYECTBEHHOE
M3BJICUCHUE OIIpene/sseMbIX BEIIeCTB B TBepHodas-
HOII MUKPO3KCTPAKIINY HE SIBISETCS HEOOXOIMbIM
yclioBUeM. bosiee BaXXHBIM CBOWMCTBOM COpOEH-
TOB, OCOOEHHO TIpU HEOOXOOMMOCTU OIpenelie-
HUS BEIIECTB B MHOTOKOMIIOHEHTHBIX MaTpHIIaX,
SIBJISIETCST CEJIEKTUBHOCTHh copOeHTa. B padore [92]
MOKa3aHo, YTO IIPY aHaJIu3e PeaJibHbIX OOBEKTOB
TBepao¢a3Hbie MaTEPUAJIBI C OTHOCUTEIHHO IINPO-
knmu Mezoropamu (KIT-6 u SBA-15) ripu BeICOKOi
COPOLIMOHHOM €MKOCTH (3HAYMTEITBbHOM OO0BeMe
¥ IaMeTpe Me30II0p) 00Iamaii HU3KOM CeIeKTUB-
HOCTBIO K M3BJIEKaeMBIM BelllecTBaM. HampoTus,
BeIOOp MCM-41, ¢ y4eToM YCIOBUM peanm3anuu
TOMD n momndukay copoeHTa, TTO3BOISIET DKC-
TParupoBaTh U3 CIIOKHBIX CMeCeil IPEUMYIIIEeCTBEH-
HO IIeJIeBbIE BelllecTBa. B aTOoM ciydyae mposBisieTcs
CUTOBBII 3¢ HEKT YIIOpSAOYeHHBIX COPOCHTOB IIpH
BapbUPOBAHUM pa3Mepa Me30II0p.

AHAJIOTUYHO  OCOOCHHOCTSIM  MCIIOJIb30Ba-
HUSI COPOEHTOB B KJIaCCMYECKMX BapuaHTax TdD
B TOMD nomyumnm pacnpoCTpaHEeHHUE MOIU-
(pupoBaHHBIE YIIOPSATOYEHHBIE KpPEMHE3EMBI.
B xauectBe copOeHTa B TBepaoda3zHOl MUKPOIKC-
TPaKIUKU IIpU OIpeAeieHUN ITOJUIUKINICCKIX
apOMATUYECKUX YIJIEBOAOPOIOB YCIICIIHO ITpHMe-
Hsercss SBA-15-C8 [93, 94]. B pabote [93] moka3a-
HO, YTO Ha BoJOKHe SBA-15 ¢ mMpUBUTHIMU OKTUITh-
HBIMU rpyntamMu C8 n3BiekaeTcst B 2—5 pas 00JbIle
aHaJINTA 110 CPAaBHEHUIO C KOMMEPYECKUM IO -
METHJICHJIOKCAHOM.

TeepoodaszHas
HCIIONB3YeTCST  Ha

MHUKPOI3KCTPpaAKIIA qacCTo
cragrumn HpOGOHOI[I‘OTOBKI/I
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C TIOCTIEAYIOIINM Ta30XpoMaTorpapuiecKuM oIpe-
neneHneM BemiecTB. B padore [95] apoMatnmaeckue
YIJIEBONOPOALI OIPEAC/SUI C IIpedBapUTEIIBHBIM
n3pneueHrneM Ha SBA-15-C8 wmeromom B3OXKX
¢ YO-gerektupoBanueM. IlokazaHo, 9To rmociie cra-
Y IIPOOOIIOATOTOBKM (B BapraHTe TBepHnoda3zHOM
MUKPO3KCTPAKIIVHN ) UTITY C U3BJICYCHHBIM aHAIUTOM
IUISI €TO JeCOpPOILIMY ITOMEIAIOT B CTATUYECKYIO Ka-
MEpY C IIOCIEAYIOIINM OIIpeAeieHeM aHaIuTa Me-
togoM BO2KX. B aTOoM cirydae miepen BBOIOM ITPOOEI
IUIST U3BJICUCHUS aHAIMTa U3 COPOCHTA TOCTAaTOYHO
5 MUH B YCJIOBUSIX KOHTaKTa C ITOABIDKHOI (ha3oit
B uHXeKTtope. CokpallleHrue BpeMeHU IecOopOInu
00YCJIOBJICHO TOCTOMHCTBAMU YITOPSIOYCHHOM Ha-
HOCTPYKTYPHEI COPOCHTa, a UMECHHO JOCTYITHOCTBIO
IUIST aHAJIMTOB IIPOCTPAHCTBA ME30IIOP.

Pacmmipenuem Bo3moxHocTeit TOMD aBmug-
€TCS BapWaHT OHJIAMH IIPOOOIIOATOTOBKH C CO-
emMHEeHWeM TpyOKM, 3amoJIHEHHOM COpPOEHTOM,
U C BKJIIOUEHUEM B CUCTeMY Tra3oBoro [54, 96] unu
xugkoctHoro [97, 98, 106] xpomartorpada (in-tube
solid phase extraction). B TakoMm BapuaHTe mpo06o-
MOATOTOBKM BaxXHa BO3MOXHOCTh MHOTOKPATHO-
ro ucnonb3oBaHus. B padore [97] mokazaHo, 4TO
nocje 6ojee yem 120 aHanu3o0B TpydKa coxpaHseT
COpPOILIMOHHBIE CBOMCTBA C yIOBIECTBOPUTECIBHBEIMU
METPOJIOTHISCKUMHU XapaKTepUCTUKAMU OIIpeesie-
HUSI aHAJIUTOB.

TeBepmodazHoe MaTpUyHOE TUCTIEPIUPOBAHHUE.
B GonbplIMHCTBE BapuaHTOB TBepAO(a3HON 3KC-
TPaKIUHU IIPEAIIoIaracTcs IpeaBapuTeIbHOE U3BIIE-
YeHHEe OIpEeIeIsIeMbIX BEIISCTB PaCTBOPUTEISIMU
[107]. DT1a cramus He TpeOyeTcsl B METONE MaTpU4-
HOTO TBepHnoda3HOro TUCIIEPIrUPOBAHMSI, KOTOPBIi
COCTOMT B HEINOCPEACTBEHHOM H00aBJICHUU COp-
OCcHTa K XKUIKOMY WJIA TBEPAOMY aHAIM3UPYEMOMY
o6pasziy [108]. ITpoOy cMeluBaOT U AUCIIEPTUPY-
IOT C COPOCHTOM, IIPA 3TOM IIPOMCXOMUT paclipe-
JieJICHHE BEIIECTB Ha JacTUIIAX COPOSHTAa Majloro
pa3mepa. s u3BaeyeHus1 MelaoX KOMIOHEH-
TOB IIOJIyYEHHYIO CMeCh IEPEHOCAT B KapTPUIK,
3aMOJIHCHHBIN TeM e CaMbIM WJIU IPYTUM COpOCH-
TOM. AHQJIUTBI OeCOPOUPYIOT MOAXOASIIUM 3I10-
eHTOM JJis mocienyrouiero omnpeneneHuss [109].
HecoMHEHHBIM TOCTOMHCTBOM MHUKPOS3KCTPAKIIUKU
MaTpUYHBIM TBepAO(a3HbIM AUCIIEPTUPOBAHUEM
SIBJISIETCS HEOOJBIIIAs Macca UCCIEAyeEMOTro o0pasia
(okoso 20 mr), majble 00beMbl PACTBOPUTEIS IS
smoupoBaHus aHamutoB (okojo 0.5 mu 75 %-ro
aTaHoOJa 1O AaHHBIM [88]), a BpeMsl BKCTpaKLUU
coctaBjsieT 2—5 MuH. Ilo cpaBHEHUIO C APYrUMU
BapranTaMu TAD, yKa3zaHHBIA ITOIXOI ITO3BOJIS-
€T CYLIECTBEHHO COKpPaTUTb MPOdOKUTEIbHOCTh
NpoOOMNOATrOTOBKM, a TAKXKE pacxoj PeareHTOB U Cy-
ILIECTBEHHO YMEHBIINUTh KOJUYECTBO aHaIU3Upye-
moro obpasua [4, 109].

ITocnenHue gecdaTh JIeT HAHOCTPYKTYpUPOBaH-
Hble KpeMHe3eMbl HaxOmsIT LIIUPOKOE pacIpocTpa-
HEeHHE B BApHMaHTaX MUKPOIKCTPAKIIUU MATPUIHBIM
Ne 1
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TBepnodasHeIM aucrieprupoBanueM. CTOUT yKa-
3aTh, YTO pa3BHUTasl HAHOCTPYKTYpa KPEMHE3eMOB
(anamoroB MCM-41 u SBA-15) co 3HauuTeIbHOMN
IUIOIIAAbIO ITOBEPXHOCTH, Y3KHMM pacIpeaeIeH-
€M ME30IIOp MO pa3Mepy OmpenesseT JOCTOMHCTBA
YKa3aHHBIX COPOSHTOB U IIePCIEKTUBHOCTD UX IIPU-
MEHEHHUS Ha CTagusIX IPOOOIIOATOTOBKU IIpU aHA-
Jin3de peajabHbIX OOBEKTOB IMILEBLIX, (papMalieB-
TUYECKUX, XMMUIECKUX IIPOU3BOACTB U IIPOAYKTOB
cenbcKoTo X03giicTBa. B padote [110] moka3aHo, 9yTo
BapraHT MaTPUYHOTO TBepA0(a3HOro AUCIEePIUpo-
BaHusa aHaautoB HAa MCM-41 u MCM-48 moxer
OBITh MCIOJIB30BaH IJIs OIpeneaeHUs ITeCTULINIOB
B IUIOAOBBIX KYJIETypaXx.

B cepum nmy6nmkanmit Cao ¢ coaBt. [111—113]
paccMOTpeHO ompeneneHne (IaBOHOMIOB B pas-
JIMYHBIX 00BbEKTAaX C MPOOOIOATrOTOBKOM B BaprUaH-
T€ MAaTPUIHOIO TBepHO(a3HOIO AUCIEPTUPOBAHUS
Ha ME30IOPUCTBIX KpeMHe3eMax ¢ KyOmdecKoit
U reKcaroHajbHOU cTpyKTypoii. B pabote [111] nus
onpeaeaeHus (GJIaBOHOUIOB B 3yOHOI NacTe U CIIo-
HE B KadyecTBe COpPOEHTa MCIOJb30BAIN YIOPSIAO-
YEHHBIA KpeMHe3eM ¢ KyOMYeCKOi CTpYKTypoi
tuna KIT-6. CreneHp u3BiaedeHus: (paBOHOMIOB
B OTUX ciaydasx cocrtaBuiaa Gosnee 90 %. Ymops-
IOJYeHHAsI CTPYKTypa KpeMHe3eMa II03BOJISIET HO-
cTUTaTh 0Oo0Jiee BBICOKMX CTEIICHEM W3BJICUCHUS
110 CPaBHEHMIO C HOPMaJIbHO-(ha30BbIM CHJIMKAre-
JIeM 1 o0palIeHHO-(}a30BbIM COPOSHTOM C IIPUBU-
TeIMU TpyTITamu C18.

B cnygae maTpumyHOro TBepmo¢a3HOIO IHC-
MEePTUPOBAHUS OIPEHC/ISIONUM (aKTOPOM IIOBBI-
IICHWSI TIOJTHOTHI M3BJICUCHUSI aHAJWUTA SIBJISETCS
OOCTYITHAsI BHEIIHSISI M BHYTPEHHSIS ITOBEPXHOCTh
copoeHTa. CopOIIMOHHBIE CBOICTBA YIIOPSIOYCH-
HBIX KpEeMHE3eMOB C Me30II0paMHM pa3MepoM 3—4 HM
(MCM-41, MCM-48), Kak OTMEYEHO BHIIIE, OIIpE-
NEJISTIOTCS TIPEXXAEe BCEro BHEIIHEN ITOBEPXHOCTBIO
" ¢cJ1abo 3aBUCST OT TUMa CTPYKTypHI [110]. YBean-
yeHue pasMepa mop 1o 5—10 am (SBA-15 u KIT-6)
IIpU Tepexole OT IeKCaroHaJbHOM K KyOM4ecKoit
CHUMMETPHU IIPUBOAUT K 3aMETHBIM Pa3IMIHSIM COP-
OLIMOHHBIX CBOICTB YIIOPSIIOYEHHBIX KPEMHE3EMOB
[112]. B paccmatpnBaeMom BapuanTe TMD mpenrro-
JlaraeTcs afacopOIMsl BEIIeCTB IIPEHMMYIIECTBEHHO
Ha BHemmHei#t mmoBepxHoct MCM-41 1 MCM-48.
Hmsg SBA-15 n aHanoroB ¢ Me30MOpaMu OOJBIIIETO
pasMepa yaepXuBaHME aHAJIUTOB B 3HAYMUTEIbHOI
CTEIIEHW IIPOMCXOOUT HA COPOIMOHHEIX IICHTpax
BHYTPH ME30II0p, YTO CKA3bIBACTCS HAa KUHETUKE
copbuum. B 3TOM cirydae BaXXKHO yIUTHIBATh CTAIUIO
NIecopOINH, TTO3BOJISTIONIYIO OLICHUTh ITOJTHOTY W3-
BJICUCHUSI aHAJINTA, a TAKKE BO3MOXHOCTH IIOBTOP-
HOTO MCIIOJIb30BaHMs COPOCHTA.

BaxxHo yuuTHIBaTh TaKXKe MEXaHU3M YIepKHBa-
HUSI BelIeCTB (aICOpPOIIMOHHBIN, pPacIpeaeInuTeIb-
HbIli, MIOHOOOMEHHBbIN, 3KCKIIO3UOHHBIA W Ap.).
Kaxxablii 13 HUX MOXKeT ObITh peaan30BaH Mpu COpo-
UK BEIIECTB C YYETOM IIPUPONBI (IOJSIPHOCTH)
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cop0aToB, €ro paCTBOPUMOCTH B KOHTAKTUPYIOIINX
(azax, cocrtaBa pacTBOpUTEIsA. ABTOPBI paOOTHI [88]
nokaszajiu, 4yto B ciaydyae SBA-15 mocturaercs Ko-
JINYECTBEHHAsI IeCOpPOLMSI aHAIUTOB (CTEIIEHb W3-
BJIeYeHHUS IO AaHHBIM [88] cocTaBmia 96.8—104 %)
3a cYeT Claboro CBA3BIBAaHMS aHAJIUTOB C HAHO-
CTPYKTYpPHPOBAHHBIM IHUCIICPTUPYIONIMM MaTepura-
JoM. B TO e BpeMs M3BJIeYeHHE BEIIECTB KJIac-
CUYeCKUMU copOeHTaMu, Takumu Kak Florisil PR,
alumina-B, AZO u C18, ocioxXHsIeTCd HEBBICOKOM
CTEIIEHBIO IECOPOLIMHU C TIOBEPXHOCTH TPAIUIINOH-
HO MCTIOJIb3yeMbIX OKCHIOB aJTIOMUHMS Y CUJIMKAre-
JIS1 C IPUBUTBIMM OKTaACLIMJIbHBIMUY Ipyrinamu [88].

Jlucnepcuonnas  TBepaodazHad  IKCTPAKIMA
(aT®D). OgauM u3 TpeOboBaHUII B TBepAO(da3HOMI
SKCTPAKIUH IIJII COXPAaHEHUS BHICOKOM 3 HeKTUB-
HOCTU KOHIICHTPMPOBAHUS U pacIIMpeHUs] MHTEP-
Bajla paboYMX KOHIICHTpaLMil aHalWTa SBJISETCS
paBHOMEpHasl yIaKoBKa COpOEHTa B KapTpUIKE
W OMHOPOAHOE pacnpeaeieHue YacTUll ITo pa3Mepam
[114]. HecobmoneHue 3TUX TpeOOBaHUI OCIOXHSIET
I Gy3u0 KOMIIOHEHTOB MpPoOOkL. JlucrepcruoH-
HbIIi BapuaHT TBepaoda3HO 3KCTpaKLMU 3a CYET
BHECEHHUSI COpPOEHTa HEMOCPEACTBEHHO B aHAIU3U-
pyeMBIil pacTBOp YBEJIMUYMBAET IUIOLIAAL KOHTAKTa
¢ aHanutamu [3]. ITo cpaBHEeHUIO C APYTUMU Bapu-
aHTamMu TP, 3TO CIIOCOOCTBYET CHIKEHHUIO HEOO0-
XOOUMBIX KOJIWYECTB MPOObI, pacCTBOpUTENEH, Mac-
Chbl COPOEHTA U COKpPAIEHUIO MPOAOKUTEIbHOCTU
aHanu3za [114].

Meton aucrnepcuoHHO TBepaoda3HOil 3KC-
TPaKUMM M3HAYAIBbHO TPEIIOXEH TOJbKO IS
OYMCTKM MPOOBI U YCTPAHEHUS BIUSHUS MATPULIbI
[3]. B pa6ote [115] AT®D MCHOMB3YIOT IS TPO-
OOIMOArOTOBKM TPU M3BJAECYEHUU TETPALUMKINHOB
M3 MOJIOKA M MOBEPXHOCTHBIX BOJ, C MOCAEAYIOIIUM
onpeneneHrueM MetTogoM BOXKX ¢ nuonHo-MaTpuy-
HBIM JETEeKTUPOBAHUEM.

HucnepcuoHHast TBepaoda3Hass BKCTpaKLUs
C UCIOJIb30BAaHUEM YIOPSIAOYEHHBIX KPEMHE3EMOB
TakKe YCHELIHO MpUMEHSETCsS ISl OIpeaeacHuUs
MOJULIMKIMYECKUX apOMAaTUYECKUX YIJIEBOAOPONOB
B ITOI3eMHBIX Boaax [116], peHOIbHBIX COeIMHEHUIA
B TIoJAx 3eMyIstHU4YHoOro aepena [117], noaudeno-
JIOB B COKax 1 cMmy3u [114], noHOB MapraHiia B BoAg,
TUMNITYPOBOMA M METWITUIIIIYPOBOM KHCJIOT B MOYE
yeynoBeka [89] u ap. B pabGore [118] onpenensuiu
KETOKOHA30J1 M BOPUKOHA30J B OMOJOTMYECKMX
KMIKOCTSIX TIPY IIPOOOIOAroToBKe MeTonoM a1 dD
Ha MCM-41 ¢ mocnenyomuMm BOXKX-MC/MC-
omnpeneneHueM. M croab3oBaHWEe Ha CTaauU MpPO-
OOIOArOTOBKM HAHOCTPYKTYPUPOBAHHOIO KpeM-
He3eMa MpU OTHOCUTEIbHO MaJIbIX Macce copOeHTa
(m = 20 mr) u o6bemMe pactBoputes (V= 200 Mxi)
MO3BOJISIET PACILIMPUTD AMANA30H JUHEMHOCTH aHa-
JIMTUYECKOTO CUTHAJIA TIPU KOHLEHTPaLUSIX KETOKO-
Ha30J1a ¥ BOpMKOHa30Jja B uHTepBae 0.1—10 MKr/1.

B BapmanTte mucriepcnonHoin TAOD Mg MOBHI-
IIeHUs] CEJIEKTUBHOCTA U COPOLIMOHHOI €MKOCTH
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12 3ABAJIIOEBA u 1p.

HapsiLy C HOpMalbHO-(a30BBIMU KpeMHe3eMaMu
HCIIOJB3YIOT COPOEHTHI C IPUBHUTBIMU (PYHKIIH-
OoHaJIbHBIMU TpynmnamMu. B pabore [116] SBA-15,
MOIN(PUIIMPOBAHHBINT aMWHOIIPOTIMILHEIMU, (e-
HUJBbHBIMUA, OKTWJIBHBIMM M OKTaAeLMIbHBIMU
TpyImnamMu, IMPUMEHSETCS B NUCIIEPCUMOHHOM MHU-
KpOTBepnodasHoii 9KCTpaKIIMKU MOTULIMKINYECKUX
apOMATUYECKUX YITIEBOAOPOAOB U3 MOA3EMHBIX BOJ
13 MOHUTOPMHIOBBIX CKBaxKMH aBTO3aIlpaBOYHBIX
craHuuii. Mcronb3oBaHne  HAHOCTPYKTYPUPO-
BaHHBIX copOeHToB SBA-15-C8 ¢ mocnemyrommm
I'X-MC-onpeneneHreM MO3BOJISIET JOCTUYb MUHM -
MaJIbHO OIIpeAelIIeMbIX KOHIICHTpallii aHAJIUTOB
ot 0.15 mo 3.0 MKr/71.

Briie ormeueHo, uTo B poneccax TMD cymie-
CTBEHHOE 3HAaYeHME MOTYT MMETh KaK pa3Mep Me30-
Iop, BeJIMYMHA YIEIbHOI IUIOMIAaN ITOBEPXHOCTH,
TaK M CTPYKTypa (cummerpus) copbenra. MCM-
48 oTHOCUTCS K MarepualiaM ¢ Kyomdeckoit (la3d)
cTpykTypoil mezoda3s [119]. Hapsiny ¢ copbeHTaMm
MCM-41 u SBA-15 (c rekcaroHaJabHOM CTPYKTYPOt
Me3orop), aHaioru MCM-48 MoryT OBITh UCITOJTb-
30BaHbl B 1T DD 1151 U3BJICUYCHUST TOKCUYHBIX BE-
mecTB 13 Boawl [ 120]. ITpu copO1imm MOJIeKysI ropMo-
HOB (3cTpurona, 173-3cTpagmrona, 3CTpoHa), a TAKXKe
ouchenona A npuBUBKa (PYHKIIMOHATBHEIX TPYIIIT
(ammao —NH,, denunpHbix —Ph, oxramenmib-
Heix —Cl18, aMUHOMIPOIMUATPUMETHIICUINIBLHBIX
—APTMS) npuBOoaUT K POCTY MOJHOTHI M3BJIeUe-
Husa B psagy MCM-48 < MCM-48-NH, < MCM-
48-Ph < MCM-48-C18 < HekalbLUMHUPOBAHHBII
MCM-48 < MCM-48-APTMS. Ilpu usBneyeHun
MEHee MOJISIPHBIX alKUJIIIPOM3BOIHBIX (peHoma 3a-
METHBIX pa3IMuMii MeXIy copOeHTaMU He HabJto-
JaeTcsl.

B nucnepcuonHoit TMdD HaxoguT NpUMEHeE-
HUE HaHOCTPYKTYpHMpoBaHHBI Matepuan KIT-6
(c KyOW4Yeckoil CTPYKTypoOif), CHMHTE3MPOBAHHBIN
Ha OCHOBE HEMOHOI€HHOro TeMIuiata Pluronic
P123. Cop6ent KIT-6, dpyHKIMOHATM3UPOBAHHBIN
aMUHOTPYIIIIaMM, IMpUMeHeH [89] mwis akcTpakiumn
TUIIITYPOBOM ¥ METWJITUIITYPOBOU KHUCIIOT U3 MOYU
yesioBeka. JIonmosHUTeIbHOE COKpallleHe BpeMEHH
3KCTPAKIUK TOCTUTHYTO aBTOPaMU IIPH YIIETPa3By-
KOBOI 00paboTKe 3a CUeT YCKOPEHHUSI Maccollepe-
Hoca n 1 dy3nn aHATUTOB B copbeHTax. OTHOCH-
TEJIbHOE U3BJICUCHNE aHAJIUTOB IIPU 3TOM COCTABUIIO
99.6—104.0 % [89]. OTKpHITEIC KaHAIbI ME30IIOPH-
cThix KpeMHe3eMoB KIT-6 3HauMTEbHO CHUXKAIOT
COMPOTHUBJIEHUE MACCOMEPEHOCY COPOATOB. ABTOPHI
pa6oThl [89] oTMeuaroT OoJiee BBHICOKYIO CKOPOCTh
auddysun B nopax KIT-6 mo cpaBHeHUIO ¢ Apy-
TUMHU YIIOpSAOYeHHBIMU KpeMHe3demMamu (SBA-15
u MCM-41).

CylllecTBEHHOE BIWSHHE Ha COPOLIMOHHEIC
CBOIiCTBa KpPEMHE3eMOB IIPM MX MCIIOJIb30BAHUM
B BapuaHTax 11 ®PD oKa3bIBalOT OCOOEHHOCTH Ma-
TPUIBI (TOJIIMHBI CTEHOK, pacIpeaeIieHne 1 IIpu-
pona coOpOLMOHHBIX LIEHTPOB). ABTOpaMu padOThI
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[114] cwHTe3MpoBaH ME30MOPUCTHIN KpeMHE3eM
¢ yepBeobOpa3ueiMu TopamMu (HMS), Mommndnim-
poBaHHBIN okTageumiacmianoMm (C18). Kpemmnese-
mbl Tuna HMS oGnagaior Gojiee TOJICTBIMU CTEH-
Kamu 110 cpaBHeHMIO ¢ SBA-15 11, cCOOTBETCTBEHHO,
SIBIISIIOTCSL  ©0Jiee CTAOMJIBHBIMU K BO3IEICTBUIO
arpeccuBHBIX cpen. B pabore [114] moka3aHa mipu-
MeHUMOCTh copbeHToB HMS B Bapmantax nld>D
Py M3BJICYCHUM IIMPOKOTO Kpyra HoamdeHo-
qoB (0onee 20 coemMHEHMW pa3IWYHON IIPHPO-
OBl U CTPYKTYPHI) U3 (DPYKTOBO-OBOIIHBIX COKOB
u cMmy3u. [IpuMeHeHNe HAaHOCTPYKTYPUPOBAHHBIX
KPEeMHEe3eMOB C OOJIBbIION YASIHHOM IUIOIIAIBIO 10~
BEPXHOCTH ME30IIOp Ha CTaauM IIPOOOIOArOTOBKHI
B Metone YBOXX-MC 1mo3Bommio aBTopaM oOcCy-
IIECTBUTH IKCIIPECC-OIpeaeIcHNe BellecTB (MeHee
yeMm 3a 10 mun). Me3onopucrasa ctpykrypa HMS
obecrieunBaeT 0oJiee BBHICOKYIO IOJHOTY M3BIIEUE-
Hus R ananmuTa (10 99 %) o cpaBHEHUIO C KOMMEp-
YeCcKW HOCTYITHBIM amMop¢HBIM cuiaukaremem C18
(m7st 6oapIMHCTBA aHAIUTOB R < 50 %).

B pabore [121] moka3aHO, 4TO TIPW KJIACCH-
YecKOM BapHWaHTe TBepmoda3HOM 3SKCTpaKIIUU
AHAJINTOB M3 THUMbSHA YIIOPSIOYCHHBIMM MeE30-
MOPUCTHIMM KPEMHE3eMaMU C IIPUBUTHIMH CYIIb-
(¢orpynmamu 6osee BEICOKasI CTEIICHb M3BJICUCHUS
MOCTHUTACTCS Ha OMHOPOMHEIX IO pa3Mepy YaCcTHIIAaX
SBA-15 mo cpaBHenuio ¢ HMS (rekcaroHaJbHBIN
ME30MOPUCTBIIA KpeMHe3eM C “yepBeoOpa3HbIMU”
nopamu). YacTulibl mocieaHero 0JIuM3Ku K cepu-
yeckoil popMe, HO 3aMETHO pa3IMJaloTcs 110 pas-
MepaM IpaHy/, TaK Kak B YCI0oBUsIX cuHTe3a HMS
HE BCeTla yaaeTcss CMHTe3MpPOBaTh MaTEPUAJIBI C Y3-
KMM pacrpenejieHueM dYacTuil o pasmepy. Ilpu
nTdD, HapPOTUB, POCT MOJTHOTHI U3BJICYCHMST HA0-
mogaeTcs npu nepexone ot SBA-15 (S, = 560 m*/r)
K yrnopsimodeHHOMY KpeMHe3zemy HMS ¢ Gonbireit
BEJIMUMHOM YIOCJIbHOM IUIOIIAAM IIOBEPXHOCTU
(S, = 710 m*/1).

OgHUM M3 NMEePCIEeKTUBHBIX HaIlpaBJIeHUIl pac-
MM PEHNUST BO3MOXHOCTE BApUAHTOB IUCIIEPCUOH-
Hoit TDD gapnseTcst MogrdUKaLIMS YITOPSIIOYEHHBIX
KPEeMHE3eMOB MOHHBIMU XMIKOCTSIMH. B pabote
Cu ¢ coasnrt. [122] nmponeMOHCTPUPOBAHO MCITONb-
3oBaHue B KT PD ynopsigo4eHHOT0 ME30IIOPHUCTOrO
KpeMHe3eMa, (YHKIMOHAIM3UPOBAHHOIO MMHU-
JIa30JIM€BOM MOHHOW XWIKOCTHIO IIPUA OIpeEaeiic-
HUM WHIOJIIPOU3BOIHBIX alMMaTHUYECKNX KUCIOT
B XCHBIIICHE. YKa3aHHas Momu(uKaIys yoopsao-
YEeHHOro MaTepualia CIiocoOCTBYeT 0oJjiee MOJIHOMY
M3BJICUCHUIO a30TCOAEPXKAIIINX FeTePOINKINICCKIX
AHAJIMTOB II0 CPaBHEHUIO C MCXOMHBIM KpeMHe3e-
MOM M KOMMEpPYECKMMHU COpOEHTaMM, BKIIIOYAIO-
mumu crmkarenb, C18, SCX, MCX, NH,, AL O,
[122]. O6pamaior Ha cebsl BHUMaHWE JUAITa30H JH-
HeiiHocTu (0.05—22.5 Hr/r) U npenensl oOHapyXe-
Hus (3—8 HI/KT) C COXpaHEHHUEM METPOJIOTUIECKIX
XapaKTEepUCTUK OIIpeAesIeH!sI IIeJIEBBIX BEIIECTB
MOCJIE MSATH [UKIIOB COPOIIMN—IeCOPOLIIH.
Ne 1
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J71s1 TIOBBITIIEHNS CENIEKTUBHOCTH (CITeITM(PUIHO-
cTH) copbeHTOoB B BapraHTax TMD yacto npuderaior
K UMMOOMIM3auuu MOoIu(pUKATOpPOB (HAIIpUMeED,
LUKJIONEKCTpMHOB). B pabote [117] ommcaHo mpu-
MEHEHME TMOPUIHBIX ME3OIIOPUCTHIX KPEMHE3EMOB
C KPYIIHBIMU Hopamu, (YHKIMOHAIM3NPOBAHHBIX
[-LIMKJIONEKCTPUHOM IS OUCIIEPCHOHHOI TBEep-
noda3Hoil 3KCTpaKLUy TMOMM(EHOJIOB M3 ILIONOB
3eMJISIHUYHOTO JepeBa. ABTOPHI YKa3bIBAIOT Ha IIpe-
UMyllecTBa BapraHTa 41 P no cpaBHEHUIO ¢ KJIac-
cnaeckoit TP, B ToM umcie 6raromaps MCTIOIb30Ba-
HUIO [-IUKIOIEKCTPUH(PYHKIMOHATIN3NPOBAHHOTO
me3ornopucroro kpemHedema. IIpobomoaroroBka
C YKa3aHHBIM COPOEHTOM MO3BOJISIET CYIIECTBEHHO
MOBBICUTD CTEIICHb M3BJICUEHUST ONpPEHeIIIeMbIX CO-
enrHeHU (o 73—102 %) 13 cinoxHbIX MaTpuil [ 118].

YactHeM ciiygaeM gucriepcuoHHoil TMD aB-
mgercss meton QuUEChERS (Quick, Easy, Cheap,
Effective, Rugged, and Safe — 6pIcTpo, mpocTo, nerie-
BO, 9 (DEKTUBHO, HAIEXKHO 1 6€30T1aCHO), B KOTOPOM
MOCJE XUIKOCTHOI SKCTPAKIIMKU U JUCHEPCUOHHOM
TBepnoa3HON SKCTPAKIMU UIST AETEKTUPOBAHUS
HCIIONB3YeTCSl Ta30Bas WIM XKHIKOCTHAs XpoMa-
To-Macc-crnekTpomerpus [114, 123, 124]. 3a cuer
BBICOKOMI  YYBCTBUTEJIBHOCTH  OETEKTUPOBAHMUS
He TpeOyeTcs McnapeHre pacTBOPUTENIS IJIST TOITOI-
HUTEJIPHOTO KOHIICHTPHUPOBaHUS ITPpoOkI. B kKauecTBe
mapameTpa CpaBHEHUsI COPOCHTOB B JAHHOM BapHaH-
T TIPOOOIIOATOTOBKHY 9aCTO PACCMaTPUBAETCS U3ME-
HEHMe OTHOIIeHUs curHaj/1yMm [ 123, 125]. B padore
[123] paccMoOTpeHBI OCOOEHHOCTHM MOIM(PUKAIIAN
SBA-15 n nmpuMeneHus B 11 PD nipu onpeneaeHnn
TOJIXJIOPUPOBAHHBIX TU(EHWIOB W MOJIHApOMATH-
YeCcKHX YIIIeBOOOPOIOB B KIIyOHHMKe. KpemHe3eMbl
C IPUBUTHEIMA TpynImaMu N-[3-(TpUMeTOKCHUCHITIN)
nporm|anumHa (SBA-15-AN) 1T03BOJISIOT yiTyd-
LIXATh COOTHOLIIEHWE CUTHaJ/muyM Ha 20 % 1o cpas-
HEHUIO ¢ KOMMEpPYECKHU TOCTYITHBIM copoeHTOM PSA
(TIepBUYHBIN/BTOPUYHBIM aMWH), HamOOJiee YacTo
npuMeHseMbIM B MeTone QuEChERS.

Wckapa c coasr. [124] ncnonb3oBany B IIpo6o-
nonrotoBke QuEChERS wme3omopucreie KpeMHe-
3eMbl M UX aHAJOIW, MOOU(UIIMPOBAHHBIE aMMU-
HOTPYIIIAMHU, MJIs BKCTPaKIUM OMOJOTHMIECKH
AaKTUBHBIX BEIIECTB M3 TpaB. B ciayyae HaHOCTPYK-
TYPUPOBAHHBIX COPOCHTOB C IIPUBUTBIMU aMHU-
HOTPYIIIAMA OTMEUACTCS YIyJIIeHHE METPOJIOo-
TUYSCKNX XapaKTEePUCTUK OIIpene/ieHUs] BeEIlecTB
(mpenenbl o6HapyxeHust coctaBmwm 0.7—2.8 MKr/
KT) TI0 CpaBHEHHUIO ¢ HEMOAU(PUIIMPOBAHHBIM YIIO-
PSAIOYCHHBIM KPEeMHE3eMOM 1 TPATUIIMOHHBIM COpP-
o6eHToM (PSA).

Eme omaum BapmantoMm nldD sgBisieTcs mar-
HutHas TMD, B KOTOpoii COpOESHTHI MPEACTABIISIOT
c000if HAHOKOMIIO3UTHI HA OCHOBE MarHeTura. M3-
BJIEUECHNE COpOEHTa ¢ yaepXK1UBacMbIMU aHAJIUTAMU
W3 CYyCIIEH3WHU IIPOBOAMUTCSI C MOMOIIBIO MAarHuTa,
YTO TIO3BOJISIET NOMOJHUTEIBHO COKPATUTh IIPO-
TMOJDKUTEIBHOCTh IIPOOONOATrOTOBKU. KOMITIO3UTHI
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Ha OCHOBE YIOPSIAOYEHHBIX ME30IMOPUCTBIX KpeM-
HE3eMOB YCIIEIITHO IPUMEHEHHBI B MarHUTHO TMD
[80, 126—130]. ABTOpHBI paboTHI [ 127] OTMEUAIOT, YTO,
HECMOTpsI Ha HU3KYI0 YyBCTBUTEIBLHOCTH OIIpele-
JICHUsI BEILIECTB METOIOM Ta30BOil XxpoMaTorpaduu
¢ IUIAMECHHO-MOHM3ALIMOHHEIM JIETEKTUPOBAHUEM,
3a CUET BHICOKOM COPOIIMOHHOM CITOCOOHOCTH Ha-
Hokommo3uta Fe,;O,/MCM-41-NH, ymaercs mo-
CTUYh OTHOCHUTEIBbHO HU3KUX BEJIWYUH IIPEICIOB
obHapyxenus (0.2—0.9 MKr/m1) mpu ompeneaeHUN
napabeHOB B KOCMETUYECKMX CPEICTBAX.

& 3k ok

IIpoaHanu3upoBaHbl OINyOJMKOBAaHHBIE 3a I10-
cnegaue 10—20 et paboThI, paccMaTpUBAIOIINE
NpUMEHEHNe HaHOCTPYKTYPHPOBAHHBIX KpeMHeE-
3¢MOB B BapHMaHTax TBepHo(a3sHON 3SKCTpaKIUHN
(xnmaccuueckoit TOD, TOMBD, MaTpMYHOM TBEPIO-
(aszHOM IUCIEPTUPOBAHUHU, ArcniepcoHHON TDD,
MarHuTHON TMD m np.) HA cTamgMsaX M3BJICUYCHUS,
KOHIICHTPMPOBAHUS BEIIECTB ISl X IIOCIIEAYIONIE-
IO OIIpeAeNICHUS B CJIOXHBIX MHOTOKOMITOHEHTHBIX
maTtpuiiax. OTMEUYeHO YIIy4YIllIeHHe COpPOLIMOHHBIX
CBOICTB yITOpSIHOUYeHHBIX KpeMHe3emMoB (MCM-41,
MCM-48, SBA-15, KIT-6, UVM-7, HSM u np.)
0 CpPaBHEHHUIO C TPaZULIMOHHBIMM COpOEHTaMU
(cunmukareasiMu, 1Ie0JIUTaMu, MOJIMMEPHBIMU MaTe-
puagamMu), 0COOEHHO TIPU COPOLINM 1IeJIEBBIX KOM-
MOHEHTOB B TMHAMMYECKUX YCIIOBHUSX. YKa3aHHEIC
HAHOCTPYKTYPHUPOBAaHHBIC KPEMHE3EMBbI PacCcMO-
TpeHbl B BapuaHTax TdD miIs MOBBIICHUS IIOJ-
HOTBI M3BJICUCHUSI aHAJIUTOB, CHIKCHMS IIPEIEIOB
O0OHapyXeHUs, paclIMpeHusl OuaIia3oHa OIpele-
JISEeMBIX KOHIIEHTpauuii BemecTB. IIpenmyimecTsa
VIIOPSITIOYEHHBIX KPEMHE3eMOB C T'€KCAarOHAJIbHOM
U KyOMYecKOl CTPyKTypoii Me3oda3 JOCTUTAIOT-
cs 3a cyeT 0osiee BHICOKOM COPOLIMOHHON €MKOCTH
MaTepHajaoB C pa3BUTOI ToBepxHOCTBIO (M0 1000
M?2/T), Iipu 60JbIIOM 00beMe Me3orop (1o 1 cM?/T)
M Y3KHUM paclipeaeIeHrueM Me30II0p 110 pa3Mepy.

B 3aBHCHUMOCTH OT IPUPOIBI OIIPEALTSIEMBIX BE-
IIECTB, MAaTPHUIILI IPOOKI, BapraHTa MPOOOIOAro-
TOBKM B KauecTBe copbeHTOB misd TAD BaxkHO McC-
MOJIB30BaTh KPEMHE3eMBbl, NalOlINe BO3MOXHOCTD
BapbUpPOBATh IUIOTHOCTh IOBEPXHOCTHBIX CHJIA-
HOJIBHBIX TPYIII, BEIMIMHY YIEIbHON IUIOIIANH I10-
BEPXHOCTU WJIM pa3Mmep nop. B ciyuyae TBepmodas-
HOII MUKPOIKCTPAKIIUHM OIPEISISIONINM SBISIETCS
pa3mep mesonop. Ilpu MmaTpuyHOM TBepmodazHOM
OUCIIEPIrUPOBaHNY HeOoOXOmMMa BBICOKOPA3BUTAs
BHEIIIHSIS TIOBEPXHOCTH COpOEHTa.

Bapwuposanue BapuanTo TMD, ycioBuit quc-
MePTUPOBaHUS aHAIU3UPYEMOIro oOpasla C cop-
OCHTOM JaeT BO3MOXHOCTH YIIPABJISATH ITOJHOTOM
u3BJieueHus1 copbata u3 Matpulibl. B gucnepcuoH-
Hoit TMD 1pm WCIONB30BAHUU HAHOCTPYKTYPHU-
POBaHHBIX MaTepPUAJIOB yIAeTCsl YMEHBIIUTH IIPO-
TMOJDKUTEIBHOCTD IIPOOOIIOATOTOBKHY, CYIIECTBEHHO
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CHM3UTh MpeIe/ibl 00OHAPYXKEHUS BEIIECTB, HECMO-
TPsSI HAa OTCYTCTBUE HEOOXOOUMOCTH ITOJTHOTO U3BJIe-
YeHMS aHajauTa U3 MpoObl. OTMEYEHO 3HAYUTEIIb-
HOE YJIyYllIeHHe METPOJIOTMYECKUX XapaKTepUCTHK
METOIMK OIpeAe/icHUsT BEIeCTB MPY KOMOUHUPO-
BaHuu BapuaHTOB TMD (C yropsimoyeHHbIMU KpEM-
He3emaMm) ¢ MeTogamu BOXKX n I'X.

OMHAHCHUPOBAHWE PABOThI

Pab6ora BeITIONIHEHA TP TToAIep:KKe MUHUCTEP-
CTBa HayKH U BhIcIIEro oopazoBanusi P B pamkax
roc3amgaHus By3aM B chepe HayIHOU AesTeIbHOCTHU
Ha 2023—2025 rr., npoext FZGU-2023-0009.

KOH®JIMUKT MHTEPECOB
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ORDERED MESOPOROUS SILICA IN MODERN VERSIONS
OF SOLID-PHASE EXTRACTION

A. S. Zavalyueva® *, S. 1. Karpov* **, N. A. Zatonskaya“, V. F. Selemenev”

“Voronezh State University
Voronezh, Russia
*E-mail: a-kh-01@yandex.ru
** F-mail: karsiv@mail.ru

Abstract. The review systematizes information on nanostructured materials used in solid-phase extraction
(SPE) and its modern versions. The main attention is paid to the consideration of nanostructured analogues
of MCM-41 and SBA-15 both in classical SPE and in modern versions of solid-phase microextraction,
microextraction by matrix solid-phase dispersion, dispersive solid-phase extraction, and magnetic
SPE. The use of silica with a hexagonal and cubic mesophase structure makes it possible to significantly
increase the completeness of analyte extraction, improve the metrological characteristics of determining
both metal ions and biologically active substances in complex multicomponent matrices of real objects
of analysis. An abnormally high surface area (up to 1000 m?/g and more), adjustable mesopore size, ease
of modification by grafting functional groups allow to significantly increase the selectivity of solid-phase
materials compared to traditionally used silica gels and polymer ion exchangers. The advantages of ordered
silica when used at the stage of extraction and concentration of analytes in solid-phase extraction options,
as well as chromatographic separation of substances similar in nature, make it possible to expand the range
of linearity of the analytical signal response of the analysis methods used, and the detection limits of ions
and molecules can be reduced to the level of ng/mL, ng/g.

Keywords: ordered mesoporous silica, MCM-41, SBA-15, sample preparation, solid-phase extraction,
dispersive solid-phase extraction.
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[IpencraBiaeH 0030p METOIOB TEPMUUYECKOM IeCOPOIIMM C KOHIICHTPATOPOB B IMIOPTATUBHBIX KCIIPECC-
HBIX ra30BbIX XxpoMarorpadax cepuu DXO st BBoga Mpod OpraHUYECKUX BEILIECTB B ra30XpoMaTorpa-
(bryecKyio KOJIOHKY B 3aBUCMMOCTH OT IMAIla30Ha JICTYYEeCTH BEIIeCTB B Mpobax. PaccMOTpeHBI METOIBI
BBOJA MPoO 0e3 pydHBIX onepanuii B mpuoopax DXO. OnucaHbl IPUHIUAME BBOAA MPOOBI ¢ HETTOJTHOI
ra30AMHAMUYECKON N30JISIIIMEe KaMephl BBOIA 1 KOJIOHKH TIPY BBOIE MPOO MTapoB B3PHIBYATHIX BEIIECTB
1 apEHOB C Pa3JIMYHOI JIETYYeCThIO BEIIECTB B IIPOOE U ¢ TTOJTHOM M30JISIIINEI KaMephl BBOIA I KOJJOHKH
IpU BBOJE TIpo0 npeneabHbIX yriaeBogoponoB C1—C5 ¢ pe3ko pasznmnyalonieiics JIeTy4ecTho.

KimroueBbie ciioBa: ra3oBasi xpoMaTtorpadus, TepMudecKas 1ecopOIIys, JIeTy4eCTb KOMIIOHEHTOB CMECH,

rasoaMHaMmn4yeckKasd U301 nd KaMEephbl BBOJIA.

DOI: 10.31857/50044450225010025,

AnCOopOLIMOHHOE  KOHILIEHTPUPOBAaHUE  IIM-
POKO HCIIOJIB3YETCS MPU OIPEHCICHUM CJISIOBBIX
KOJIMYECTB OpraHMYEeCKUX BeliecTB. B 3aBucumo-
CTA OT aHAIMTUYECKMX 3amad OIpeaeIeHHe alco-
pOMPOBAHHBIX BEIIECTB MOXKET OCYIICCTBISITHCS
C UCIIONIb30BaHWeM TepMmudeckoi necopornm (T]I)
BelIeCTB ¢ KOHLeHTpaTtopa u 6e3 T/. B criekTpo-
CKOMMMYECKNX METOomax aHaiamu3a (peHTreHodIyo-
pPECILIEHTHBIX, HEeUTPOHHO-aKTUBAIIMOHHBIX) T]I
MOXET He ucIonb3oBarhbed [1]. B cnekTpomerpuue-
CKUX IMTPOOOOTOOPHBIX FAa30aHATUTUYECKUX METOIaX
(razoBoit xpomaTtorpaduu, Macc-CIeKTpPOMETPHN)
T mupoKo NpUMEHSIETCS TIPU TTOATOTOBKE MPOObI
CJICIOBBIX KOJIMYECTB OpTaHUYECKUX BelecTs |2, 3].

B cepun mopTaTUBHBIX BBICOKOYYBCTBUTEIBHBIX
U OBICTPOAEUCTBYIOLIMX Ta30BbIX XpomaTorpagosn
(I'X) BXO [4-7] nns onipeneaeHUS CICTOBBIX KOJIH-
YECTB IIMPOKOTO IePEeYHsI OPraHMYECKUX BEIIECTB
HCIIOJIB3YEeTCSI KOHIICHTPUPOBAHUE IJISI ITOBBIIIE-
HUSI IIOPOTOBOM YYBCTBUTEIBHOCTU PETUCTPALINHU
BEIIECTB C pa3IMYHBIM OUAla30HOM JIETY4eCTH
B aHaJIM3uUpyeMbIX Mpobdax. BBom mpoObl BelecTB

EDN: aadrqo
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OCYIIECTBIISICTCS] METOIAMHU TePMUUYECKOI IecopO-
LIUK C KOHIIEHTPATOPOB B pexXrMax, oOecIedrnBaro-
IIMX KOPOTKUE BpeMeHa BBoaa Wil 3¢ (GeKTUBHOTO
pazneneHus BemecTB npooOnl. [lapaMeTpsl 1 pexu-
Mmbl T/1 ompenensyii HA OCHOBE TEOPETUYECKUX pe-
3yILTaTOB PadOoTHI [3].

CopOeHTHI KOHIICHTPATOPOB BEIOMPAIOT MUCXOMIS
M3 YCIOBUSI BHICOKOM CTEIIEHM KOHIIEHTPUPOBAHUS
OIIpeAeISIEMBIX BEIIECTB C YYETOM MX JIETY4eCTH.
B mopraTMBHBIX Ta30BBIX Xpomarorpadax cepum
OXO KUCIONB3YIOT TPH TUIIA KOHIICHTPATOPOB: ILIO-
CKI€ MEJIKIE CTaIbHBIC CETKU /IS PETUCTPALIH T1a-
poB B3pheIBUATHIX BellecTB (BB) m xmopopranmde-
CKUX IECTUIINIOB, METAJUTNYECKHE TPYOKHU JIMHOMN
30 MM, BHYTPEHHUM IHAMETPOM 5.9 MM C TNIEHKOM
copbenTa SE-30 Ha BHYTpeHHEN MTOBEPXHOCTH JIJISI
apoMarnyeckux yriaeBogoponoB C6—C8 u te xe
TpyOKMU, 3alIOJIHEHHbIE YTOJbHBIM BOJJOKHOM AHM,
mnsg ankanoB C1—C5. KoHIeHTpaTophl XapakTe-
PU3YIOTCSI HEOOXOMMMOM COPOLIMOHHON €MKOCTBIO
Y1 BO3MOXHOCTBIO 3(h(EeKTUBHOIO BBOIA MPOOKI Me-
tonoM TJI 3a KopoTkoe BpeMsl.
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CranmbHBIE CETKM paccuymTaHbl Ha mapel BB,
Tpyokm ¢ copbentoMm SE-30 — Ha BemecTBa ¢ He-
3HAYMTEIbHO Pa3IMYaIOIIeCs JeTy4eCTbio, TPYyO-
KM C YTOJIbHBIM BOJIOKHOM — IJISI CMECEM BEIIeCTB
C pe3Ko orIuyaromeiics erydecthbio. IlepBbie
KOHIICHTPATOPhl NPUMEHSIOT ISl OOHapy:KeHUS
ClIeOBBIX KoJauyecTB mapoB BB mpu anTurtep-
popuCTHYeCKOM KOHTpousie [4, 5], BTopble — IS
TEOXUMHUYECKOTO MOKMCKa 3ajeXeil yIIIeBOOIOPOIOB
10 perucTpanuy Ha IMOBEPXHOCTU 3e€MJIM MUTPHU-
pyIOIIMX M3 3a/leXeil apoMaTUYEeCKUX YIJIEeBOMO-
ponoB [6, 7] MeTOAOM ITACCUBHOIO KOHLEHTPUPO-
BaHUS 3aKJIadKoii KOHIIEHTPAaTOPOB Ha IIIyOMHY
no 1 M; TpeTbu — IJISI aKTyaJIbHOTO I'€OXHMUYE-
CKOI'0 TOMCKa 3ajiexXell YIJI€BOOOPOHAOB II0 PETUC-
TpallM Ha moBepxHocTH 3eman ankanoB C1-C5,
MUTPHUPYIOLIMX TaKKe U3 3ajexeii [8, 9].

Bson npo6s1 MmeTonoMm T]I ocylliecTBIIsIETCS WX
C HETIOJTHOU M30JSIUEN KaMePbI BBOJA U KOJIOHKU
IIpY HarpeBe KOHIICHTPATOpa, WIN C IIOJHOM M30-
JISILIACHA.

Llens o630pa — cucTeMaTU3UPOBATh METOIbI
BBOJA IIpO0 B Tra3oxpoMarorpauyeckyo KOJIOH-
Ky TOyTeM TepMHUYECKON mecopOLMU C KOHIICH-
TPaTOPOB B 3aBHUCUMOCTHU OT JIETYYECTH BEIIECTB
B Ipobax 0e3 MCMOJIb30BAaHUSI PYYHBIX OIepaluii
B IIOPTAaTHBHEIX IIPUOOpax, YTO HEOOXOOUMO IS
COKpalIlleHUs IIPONOKUTEIPHOCTH aHaJInu3a B II0-
JIEBBIX YCJIOBUSIX: OT oOHapyxeHusi BB no mouc-
Ka 3ajexeil yriaeBomoponoB. JleTyuyecTb aHAIUTOB
XapaKTepu30BaJld KOHIICHTpallMell HaCBIIIEHHBIX
MapoB, TeMIIEPaTypoil KUIEHUS W DHepTHeil me-
COpOLIUU.
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ITpencraBnensr metoasl T ¢ yacTMyHOM ra3o-
IUHaMu4ecKoli m3ojsumeir kamepsl BBoga (KB)
OT KOJIOHKM BO BpeMsI HarpeBa KOHIIEHTpaTopa —
151 BB u nna apeHoB C6—C8 ¢ BbICOKOI M HE3HA-
YUTEJIbHO Pa3IMJAIOLICICS JIETYUeCThIO, a TaKXKe
¢ ToaHo# m3osaueit KB oT KoJIOHKY 11l aIKaHOB
C1—CS5 ¢ pe3ko pazimmyaroneiics JeTy4ecThblo.

B Tabn. 1 npusBeneHnl MeTonsl TI[-BBOoma mpo0b
M XapaKTepUCTUKM pPacCMaTPUBAEMBIX BEIIECTB,
110 KOTOPEIM OIIPENEISIOT JIETy4eCTh, — KOHIIEHTpa-
LMsI HACHIIIIEHHOTO Mapa 1 TeMIlepaTypa KATICHUS.

BBox BelecTs ¢ BBICOKOI H HE3HAYUTEJLHO pPa3-
JMYalomeiics JieTyJecTbio (B3pPbIBYATbIE BENIECTBA
u apensl). [Ipy BBOme MCITOIB3YIOT YACTUIHYIO Ta-
3onMHaMU4YecKyio n3osanuio KB 1 kKomoHku.

Bsod napoe BB B skcmpeccHoM ['X BXO-M —
npubope ¢ nommkamusipHoit KojmoHKou (ITKK)
¢ BpeMeHeM pasneneHnss BB mo 20 ¢ m merexro-
pOM 3JIeKTpoHHOTrO 3axBarta [4]. i1 KOHIEHTpH-
poBaHusA ITapoB BB MCIIOIB3yIOT KOHIIEHTPATOPHI
B BHIIE MEJIKHX CETOK M3 IIPOBOJIOKM AUAMETPOM
d, 0.05 MM 13 HepXaBeloIIeH CTa CO CTOPOHOM b
KBagparHoi sueiiku Ha ripocBeT 0.08 (puc. 1). Cer-
Ka IraMeTpoM 7.5 MM 3aKkperuieHa B obeyarike. [lirst
TaKMX KOHIIEHTPAaTOPOB, IPEIIOXEHHBIX B KOHIIE
1980-x rr. [5, 15], xapakTepHa BbicoKasl 3¢ (heKTUB-
HOCTb yJ1aBJIMBaHus nmapoB BB B TeueHre KOpOTKO-
ro Bpemenu — 5—10 ¢ [16].

Cxema TJI-BBoma mokasanHa Ha puc. 2. KB2
n I[NKK coemmHeHBI TOHKUM KalmujuisipoM 4 nua-
metpoMm 0.25 mm. IIpm TepmomecopOLIMM KOHIIEH-
tpatop / HarpesaioT 10 450—550 K B Teuenme 2—3 c.
bricTpriit BBom mpoosl B Teuenne 0.5—1 ¢ B [IKK

Ta6mmma 1. MeTtonsl BBoma mpob crioco00M TepMUUECKO 1eCOpOLIMM U XapaKTePUCTUKM JIETYYECTH BEILIECTB

HanmeHoBaHue (Criac. nava> PP [10]) dueprus
Meton T/I BBona o — “"‘72](‘:;‘”"‘0 Cl12] necopouu, Jluteparypa
k/JI>x/Momb
2,4,6-THT (9400) 92 (1]
Hutpormuiepun (580 000) 86.7
lNzonunamuyeckas n-Kennon 1384 35.9
nzonsiuus KB m-Kcunon 139.1 36.3
1 KOTOHKH o-Kcumon 114.4 36.7 [13, 14]
Tonyon 110.8 33.5
benzon 80.1 30.8
[Tenran 36.1 33.5%
byran -0.5 27.5%
[Monnas uzonsauus KB M300yTan —11.7 (13, 14]
W KOJIOHKH IMponunen —47.8
Bra" —88.6 17.3*
Mertan —161.5 12*
*JlecopO1yst ¢ rpapUTUPOBAHHOM CaXM.
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24 BAJIZIVH u np.

AT TN

Puc. 1. Cxema KOHIIEHTpaTOpa U3 METAJIJINYECKOI CeT-
KH (cieBa) U ero BHEIIHUI BUI (CTIpaBa, yBeJIUYEHO).

— A
6 I'H

Puc. 2. CxeMa BBOa BEIIECTB ¢ YaCTUYHOI ra30auHa-
MUWYECKOM M3O0JISILIME KaMepbl BBOJA OT KOJIOHKU. [ —
KOHILIEHTpAaTop; 2 — TepMOCTaTUpyeMasl Kamepa BBOJIA;
3 — noJMKanuisspHasi KOJIOHKa B TepMocTare; 4 — TOH-
KU Kanuuisip, COeAMHSIIONINI KaMepy BBOJA U MOJIM-
KaIWIISIPHYIO KOJIOHKY; 5 — APOCCeb, Ta30BbIil TOTOK
yepe3 HEero 3allulaeT OT MOoMaJaHus MeIIalolX Be-
1LIECTB B 30HY BBOJA; 6 — 3JIEKTPOMArHUTHBIN ra30BbIi
MepeKyIoYaTeb A1 BBoAa MPOOLI MPU MepeKIIOYeHUN
JuHuM raza-Hocurens (FH).

OCYILECTBIISIETCS] TIOTOKOM rasa-Hocutens 40 mi/
MHUH IIpU TIEPEeKIIOYEHUM Ta30BOT0 IIepEeKIIoYa-
Tens 6. Bo BpeMsT HarpeBa KOHIIEHTpaTopa o0beM
KB ¢ KOHLIEHTpaTOpOM YacTM4YHO Ta30dMHAMM-
yecku uzonupyercs: ot IIKK. /Ins atoro Bo Bpe-
MsI HarpeBa KoHlieHTpaTopa B KB momaercst yepes
TOHKUI Kanmuuisdp 4 HeOONbIIO 0OpaTHBIN MOTOK
0.3—0.4 cM*/MUH MO MarucTpalik KjianaH 6 — TOH-
KM Kanmuisip 4 — 3a30p MeXIy KOHILIEHTPaTOPOM
n tepmocratoMm KB 2 — mpoccens cOpoca 1moTo-
Ka 5. OOpaTHBIN TTOTOK TIPEIISITCTBYET BBIXOAY Be-
mectB 13 KB. DxcnepmMeHTaIbHO YCTaHOBJICHO,

XKYPHAJI AHAJTUTUYECKON XUMUU

YTO HE3HAYUTEIbHOE KOJIMYECTBO IEeCOPOUPYEMBIX
BeniecTB (He 6ojiee 10 %) moxet BeiHeCTUCH U3 KB
0OpaTHBIM TIOTOKOM 4Yepe3 IPOCCenb J.

VYnosneTBopUTENbHYIO 3D (MEKTUBHOCTL BBOIA
BB nurpormunepuna (HI') m tpmHUMTpOTOMyOIA
(THT) 3a xopoTKoe Bpems WIITIOCTPUPYET pUC. 3
B BUJIe OTHOCUTEIHLHOM BEIMYMHBI CUTHAIA Ha BBI-
xoge xpomarorpada DXO-M B 3aBUCUMOCTH OT Bpe-
MeHM BBozaa [16]. Kak BugHo, u3-3a 6osiee BbICO-
Koit neryyectu HI' BBOmUTCSI TIOJIHOCTBIO 3a Ooee
kopotkoe BpeMsT — 0.4 ¢, a THT — mpaktuyecku
noJHOCThIO 3a 1 ¢. Kpome Toro, HecMOTpst Ha 00JIb-
IIO€ pa3Inyue JIETyYeCTH BEIIEeCTB, M3MEpPEHHOI
110 KOHILIEHTPAIlM HACHIIIEHHBIX ITIApOB, CKOPOCTHU
MX TEPMUYECKOI AeCOpPOIUM C IUIOCKOTO CETOYHO-
ro KOHIIEHTpaTopa He CUJIBHO pa3IMJaroTCs U B pe-
3yneTare peaausyercs ux BBoa B ITKK 3a kopoTkoe
BpeMs He 6osee 1 c.

VYnoBneTBOpUTEIbHOE KAaUeCTBO OBICTPOrO BBO-
J1a IEMOHCTPHPYET XpOMaTOrpaMMa CMECH BEIIIECTB
Ha pucC. 4 C JOCTATOYHO CUMMETPUYHBIMU ITMKAMU
HI' u THT.

TexHnaeckoe pelreHre paccCMOTPEHHOIO BBOIA
¢ T peamusoBano B mpubope DXO-M (MHIT CO
PAH) n nipencrasieHo B myonukaumsax [17, 18]. bo-
Jiee MO3OHUUA aHAJIOT — MEePEHOCHOM ra30BbIM XpO-
matorpad I'’XC-02I1 ¢ anamormunsim [19] T/1-BBO-
JToM mpob ¢ ceryaTtoro KoHIieHTparopa (OOO
“CHUBEJI”, Poccus).

Bsod apenoe C6-C8 (06eH30J, TOIYOd, KCUIO-
qp1) MetomoM TJI mpw TpOBEOEHUU TI'€OXMMMYE-
CKOIT CheMKH peajIn30BaH B IOJMKAIWLIIpHOM ['X
IXO-OUJI-TIK ¢ poTOMOHM3AITMOHHBIM AETEKTO-
POM U YCTPOMCTBOM IECOPOIIMOHHOTO BBOIA IIPOO
C TTaCCUBHBIX KOHIeHTpatopoB [7, 20]. B xaue-
CTBE pa3le/UTeIbHON KOJOHKU ucmob3yoT [TKK
¢ 1000 kammmgpamu guameTpom 40 MKM ¢ HEToI-
BIDKHOM Xuakoit ¢asoit SE-30. BpeMs pasneneHus
aperoB — g0 100 c. I'a3-HocuTenmb — aTMOC(epHBI
BO3IYyX, OYMIIAEMBbIif BCTPOSHHBIM (PHIIETPOM.

KoHnuieHTpaTOpsl B BHAE TPYOOK C INICHKOM
copbenTa SE-30 [7, 20] Ha BHyTpeHHEI TTOBEpXHO-
CTA IJISI TIACCMBHOTO IIPO0O0OTOOpa 3aKJIadbIBaiOT
B IpyHT Ha 1—2 cyToK. MI3MepeHHBIe cpeaHune Ko-
3¢ OULIMEHTH KOHIIEHTPUPOBaHMS (0OOralieHusI)
apeHOB MPY KOMHATHOM TeMIIepaType COCTABJISIIOT:
o6enson — 18.9, Tomyon — 72.4, m-xcwnon — 174.9,
o-xkcumon — 190.5 (koadduimeHT oO0OoTalIeHUS
OIIpeAeIIsUTM OTHOIICHWEM BeIWYMHBI cuTHama I'X,
MOJIyYCHHOTO C HACHIIIEHHOT0 KOHIIEHTpaTopa,
K BEIMYMHE CHUTHAJa OT IpadydpOBOYHOIO IIOTO-
Ka, B KOTOPOM BBIIEPXMBAJICSI KOHIICHTPATOp MpPHU
MIPOBEACHNY TPagynpoOBKU KOHIIEHTpaTropa). Beon
npo6 c¢ koHueHTpatopoB B IIKK ocymectBasior
metonom T/I.

OtmeTtuM, uro T/ B M3BECTHBIX YCTPOMCTBaX
BBO/A IIPO0 OCYIIECTBIISIOT B 3aMKHYTHIX 00beMaX,
a Uil BBOIA JeCOpOMPOBAHHOM MPOOKI B ra30Xpo-
matorpadudeckylo KomoHKy (I'XK) wHCIIOIb3yIoT
Ne 1
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KpaH-gpo3arop [21, 22]. B gpyrux BapuaHTax mna-
TPOH-KOHIIEHTPATOP, IOMEIIEHHBIN B Ie4b, COSIU-
HEH C KpaHOM-IIepeKIIoYaTeieM II0TOKa U CHaOXeH
MOJIOM MIJIOM, BBOIMMOM 4epe3 CUJIMKOHOBYIO MEM-
OpaHy B mcrapureslb XpoMmaTtorpada [23-25]; BBoxg
npo6sl B I'XK ocyiuecTBisieTcss nocjie Hayajia Ha-
rpeBa KOHIIEHTpaTOpa MJIM BBOIA MIVIBI B MCIIApH-
TeJb XpoMaTtorpada.

U/,
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0.8 7
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Puc. 3. BiusiHue BpeMeHU BBOIA Ha TIOJHOTY BBOIA
npoObl HUTPONIMLEPUHA M TpUHUTpoTodyosa [13].
Touku — 3KCIepUMEHTaJIbHbIE NaHHBIE, TeMIlepaTypa
necopouuu 180 °C.
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Bpewms, ¢

Puc. 4. XpomaTorpamMmma TeXHMYECKOTO HUTPOIIMLIEPU-
Ha C IMPUMECHIO TPUHUTPOTOIyoIa. [TonmuKkanuuisspHast
kosioHka (pupmbl OO0 “Mynsruxpom” (Poccus) (mim-
Ha 220 MM, 1100 KanuasapoB BHYTPEHHUM JTHMaMETPOM
40 mxMm, HXK® SE-30), 06beMHast CKOPOCTh Ia3a-HOCHU-
Tesist aprona — 40 cm3/MuH, BpeMst BBoaa rpo6si — 0.5 c.

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

OnucaHHBIE BBIIIE METOABLI BBOIA IIPOOKI, KakK
paBuiio, TpeOyloT 3HeproeMkoro (6omee 100 Bt
TOJIBKO IIJII YCTPOMCTBA BBOIA, IIJII CPABHEHUS IO-
tpedmenne I'X 9XO — 40 Bt) 1 rpomo3nkoro 060-
pyOOBaHMSI, YTO HEIPUEMJIEMO IUISI aBTOHOMHOIO
MOPTATUBHOTO IIPUOOpa, IOITOMY aBTOPaMM HACTO-
SIIIIero 0030pa MPEaIoKeHO OPUTHHAIBHOE YCTPOIi-
ctBo BBoAa npoOkl B IIKK 6e3 pydyHbIX onepaluii
C HCIIoJib30BaHMEM 3¢ deKTa ra3oauHaAMHIEeCKON
M30JISILIMHY KaMephl BBOIA IIPOOBI 1 KOJIOHKHU BO Bpe-
M HarpeBa KoHLeHTpaTopa [6]. [TpuHunnuansHas
cxeMma TaKoro BBOjAa MmokasaHa Ha puc. 5. 1 BBo-
Jla IpoOBI TPyOUaThIii KOHIICHTpPATOp / TTOMEIAloT
B TEpPMOCTaTHPyeMyIO KaMepy BBoAa J3, HArpeTyio
0 HEOOXOOUMOI TeMIIepaTyphbl, M BBIICPXKUBAIOT
3aJaHHOE BpeMs IIPU 3aKPHITOM ITHEBMO3JIEKTPO-
knammane (IIDK) 5 u otkpeitom I19K 4. [1o okoH-
YaHWUM HarpeBa 3aKphIBaeTCs KjallaH 4, 1 OMHOBpe-
MEHHO OTKphIBaeTcsl KiamnaH J. JlecopOupoBaHHasi
npoba B TedeHHE 3aJaHHOTO BPEMEHM BBOIMT-
ca B IIKK 6 yepe3 TOHKUI Kanmuuisip 7 ITOTOKOM
40 cm®/MuH. [To oKOHUYaHUM BBOJA MPOOBI KiIamaH
5 3aKpbIBaeTCs, a KiamnaH 4 OTKPbIBAeTCs, ¥ Ta3-Ho-
cutenb (Bo3ayx) nocrymaet B [1KK 6 n Tpancmop-
tupyeT npoody yepe3 [NKK nmorokom 40 cm?/MUH.

OCco6GeHHOCTh CXeMbI BBOAA MPOOBI B TOM, UTO
BO BpeMsI HarpeBa KOHILIEHTpaTopa W aHaIu3a IIpo-
661 00beM KB ¢ KOHLEHTpaTOpOM Ta3oauHaMU4Ye-
cku uzonupyetrcsa oT IIKK. [Inss aToro Bo Bpems
HarpeBa KOHLIEHTpaTopa 1 aHanu3a npoosl B KB
nomaeTcsl 4yepe3 TOHKMIA Kanmwuisdp 7 HeOOJbIIOi
ob6partHbIit oToK 0.3 cM*/MUH 1O MarucTpaau Kia-
MaH 4 — TOHKWI Karmwuisip 7 — 3a30p 2 MeXIy KOH-
LICHTPAaTOPOM U TEPMOCTAaTOM — IpOccesb copoca
notoka & OOpaTHBIN MOTOK IPETSITCTBYET BBIXOMLY
BeulecTB U3 KB npu 3akpeiToMm KinanaHe 5. Beauuu-
Ha oOpaTHOIO ITOTOKA IToAOMpaeTcs SKCIEePUMEH-
TajabHO. COOTHOIIIEHNE 3aIlMpPaIoIIero U MIPsSIMOTO
TMOTOKOB OPMEHTHUPOBOUHO cocTaniseT 1:100.

= IIKK \

I'H

Puc. 5. Cxema BBOma NpoObI ¢ KOHLIEHTpAaTOpa METOIOM
TEPMUYECKOM AecopOLUM C ra30AMHAMUYECKOI N30J1s-
1uei Kamepbl BBoAa IMpoObl BO BpeMsl HarpeBa KOHILIEH-
TpaTtopa. O003HaUYeHUS TIPUBEAEHBI B TEKCTE TIPU MOSIC-
HEHUU PabOThI CXEMBI.
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HesHauuTtenbHOE KOIMYECTBO JIECOPOUPYEMbBIX
BEILIECTB MOXET NOKMHYTh 00beM KB B 0CHOBHOM
3a cyeT AU y31n B KaHAJ IPpOCcCens & M BBIHECTUCH
obpatHbiM TIoTOKOM OT TTKK. ITpakTrka BBOAA MO-
Kazaja, 4To ITOTepU COCTaBsIIOT He Oojee 10 %.
Marbie moTepu apeHOB MPU TaKOM BBOE 00YCIOB-
JIEHbI CPaBHUTEJIbHO HE3HAYMTEIbHBIM Pa3IMIUeM
serydyecty apeHoB C6—C8 (6eH30J1, TONyoJI, KCUI0-
JIBI) — TeMIIepaTyphl KUIIEHUS 3TUX YIJIEBOIOPOIOB
nexat B uaTepBaiie 80—144 °C [12]. Takas cucrema
BBOJA ¢ razoaruHamuueckoi nzonsuein KB u ITKK
Ha BpeMs IpoaokKuTeabHoro HarpeBa KB B Teue-
aue 30—40 ¢ mpu 200 °C u aHanm3a npoObI B Teue-
Hue 10 150 ¢ peanm3oBaHa Ha mpakTuke [7].
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DddexTuBHOCTL BBOAA ¢ T/I-MeTomoM razonm-
Hamuueckoi uzonsuuu KB uimoctpupylor puc.
6 n 7. B KayecTBe MUCTOYHMKA apEHOB MCIIOJIb30-
Bajiu cucreMy Mukporas [26], o6ecrieyrBaoILyIo
KOHLIEHTpaLuuu B ppb: 68.6 6enszona, 80.8 Toay-
ona, 25.5 m-kcunona, 39.2 o-kcuiona. Ha puc. 6
MpUBeIeHAa HCXOOHAs XpoMaTorpaMMa apeHOB,
Ha puc.7 — XpoMaTorpamMma C BBOJOM MpPOOBI
C KOHIIEHTpaTopa METOAOM Tra30dMHaAMHYECKOMN
n3onguun. Bpems HarpeBa KoHI1leHTpaTopa — 33 ¢,
Bpems BBoga po6el — 2.4 ¢. C yuyetoM Ko3hDu-
LIMEHTOB OOOrallleHWsI apeHOB KOHIICHTPaTOPOM
COOTHOIICHUSI IIMKOB BEIIECTB, 3apErUCTPUPO-
BaHHBIX C KOHIIEHTpaTopa, OTIMYAIOTCSI He Ooyee

m-Keunon o-Kennoin

Bpewms, ¢

Puc. 6. XpomarorpamMmma npo6sl ¢ Mukporasa. Tun yctpoiicTBa BBofa (MHXKEKTOpa) — MeTIeBoit mo3atop. TemmepaTypa
nrxekropa — 200 °C, kononku — 40 °C, gerekTopa — 120 °C.

1234 Benzon Tomyon m-Keunon o-Kennon

2756

~N
[ )
(o) N

Awmmnutyna, nA
[\]
o0
J

~1
O
[\

M

\AAZ AARAAAAALS MAAAALALAL RALAARLLLS  MAAAAAAALS [rrrTTYYTY TrrTTTYTY T

20 30 40 50 60 70 80 90

—173 1

3141 4| " 1
10

Puc. 7. Xpomatorpamma mpo6bl ¢ KOHILIeHTpaTtopa. Temnepatypa nHxkekropa 200 °C, konoHku — 40 °C, netekropa —
120 °C. Bpems HarpeBa KoHLIeHTpaTopa — 33 ¢, BpeMs BBoga poobl — 2.4 c.
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yeM Ha 10 % nisg THMKOB, 3aperucTpUPOBAHHBIX
MpsSIMBIM BBOJIOM BeIeCTB M3 MuKporasa, 4To
CBUJIETEIBCTBYET O TIpreMIIeMoit 3P PeKTUBHOCTH
metona T ¢ rasommHammueckoit n3onguueii KB
u ITKK Bo BpeMs1 HarpeBa KOHLIEHTpaTopa U BBOAA
pOoOBI B KOJTOHKY.

I'X BXO-OUM-TIK ¢ ommcaHHBIM BBIIIE
npuHuunomMm TJI-BBoga mpo6 apeHOB ¢ TpybyaTo-
ro koHIeHTpaTopa [20] McImonb3yeTcs B MOJIEBBIX
paboTax II0 TEOXMMUYECKOMY IOMCKY 3alexkei
yriaeBomoponoB [27]. AHaJOTMYHBIA TIPUHIIAI
TA-BBoma mnpoO YraeBOAOPOIOB C TpyOYaATOro
KOHIIEHTpaTopa 0e3 PyYHBIX OIlepallvil peaan3o-
BaH B aHajyore I'X I'XC-02ITH (OO0 “CUBEJI”,
Poccus) [28].

BBoa npo0Obl ¢ moHOI M30JsATHEl KaMepbl BBO-
Ja ¥ KOJOHKH BO BpeMsl HarpeBa KOHIIEHTpaTopa.
Bson peanu3oBan B moptatuBHOM ['X DXO-TTN]T
C KanWwISpHOM KOJIOHKOM, TUIAaMEHHO-MOHU3a-
LOHHBIM AETEKTOPOM U I'a30M-HOCUTEIEM IeIr-
eM. B cxeMe BBoma Mcronb3yeTcss TepMudecKasl 1e-
copO1IMs ¢ 00beMHOTO COpOeHTa (KOHIIEHTpaTOpa)
BEIIECTB C PE3KO pa3Inyalolieiics JIETy4ecThlo,
HanpuMep ankaHoB C1—C5, KoTopbie perucTpu-
PYIOTCSI B TEOXMMUYECKOM CheMKe IIpH ITOMCKE 3a-
Jexein yriesogoponos |8, 9].

Ankansl C1—C5 cnmabpHO pa3andaroTcs 1o Jie-
TY4ECTH, TeMIEpaTypbl X KUIICHUS JIeKaT B MH-
tepBajie oT —161 1o +36 °C, mosToMy Ipu Harpe-
BaHMM KOHIIEHTPAaTOpa CKOPOCTHU MX HCIIapeHUS
CIUIBHO pa3NNYaloTCsd, YTO IPHUBOOMT K CyIle-
CTBEHHOMY YBEJIWYCHHUIO BpPEMEHHM WCHApEHUS
W HEIpPUeMJIEMON IJIUTEILHOCTH BBOIA IIPOOHI,
€ClIM €€ MPSMO BBOOWTH B KOJIOHKY B IIpOIIeC-
ce mecopbuun. B aTOM ciyyae TepMUUYECKYIO Ie-
COpOLMIO OCYIIECTBIISIIOT B 3aMKHYTHIX 00beMax,
a 171 BBoAa JeCOpOMPOBAHHOM ITPOOKI B KOJIOHKY
WCTIONB3YIOT KpaH-go3aTop [21, 22] ¢ pydHBIM TIe-
pEeKIIOUEeHUEM, YTO YBEIMYMBAEeT T'POMO3IKOCTH
MOPTAaTUBHOIO MpubOOpa M CYIIECTBEHHO yMEHB-
IIaeT ero OBICTPOAEHCTBHE, YTO HEIPHUEMIIEMO
B IIOJIEBBIX YCIIOBUSX. JIJI1 yMEHBIIEHUS IJINTEIIb-
HOCTH BBOIA C KOHIIEHTpaTopa IIpOOBI aJIKaHOB
HCIIOJB3YIOT OBYXCTAOIUMHYIO TEPMOIECOPOIUIO
(kpruodoxkycupoBky) [29] ¢ OCTATOYHO CIOXKHOM
TeXHUYCCKON peanm3alneii oxyiaxaeHusI copOeH-
ta. KpnodoxkycupoBka yCIEIIHO HCIIOIb3YETCS
17 TII-BBoIa B KAMWJLISIPHYIO KOJIOHKY B3phIBYa-
TBIX BEIIECTB, CUJIPHO Pa3IMYAIONIMXCS II0 JIETY-
yecTd (KOHILIEHTpAMM HachIeHHoro napa) [30],
W OPYrux opraHmyeckux BemecTB [31]. TexHomo-
T ¢ KpnodOKyCHUpPOBKO#t 3(pPeKTUBHO obecre-
YMBAIOT CYIIECTBEHHOE COKpAaIlleHUE IJIUTEIIb-
HOCTH BBOJA IPOOBI B pa3meMTEIbHYIO KOJIOHKY
BEILIECTB, 3HAYNTEILHO Pa3IMYAIOIINXCS I10 JIETY-
yect. OOHAKO TaKWe TEXHOJOIUU TPYIHO peaju-
30BaTh B IIOPTAaTUBHBIX IIPUOOpax.

Hns mopraTuBHOro mpubopa B pabdore [32]
MpemIoXeHa OpUTMHAIbHAS CXeMa BBOJA IIPOOHI,

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

B KOTOPOM HIecopOLus ¢ COpOSHTAa HPOMCXOMUT
B IOJIHOCThIO repmeTudyHoM oobeMe KB. I'epme-
tuzauusg KB Bo Bpems gecopOLMU OCYIIECTBIISI-
€TCs1 QJIEKTPOMAarHUTHBIMU KJlallaHAMU MepeKITIo-
YeHUs MOTOKOB rasa-Hocurtens. IIporpammHoe
yIpaBjieHUE TIEPEeKIIOUEHUEM BJIEKTPOMArHUT-
HBIX KJIalTaHOB oOecreyrBaeT BBOI Mpood 0e3 pyu-
HBIX onepanuii. ITpuHIMIIMaNbHAs cXeMa TaKoro
cnocoba BBoaa NMpoObl puBeaeHa Ha puc. 8. s
BBOJA IpOOBLI KOHLeHTpaTop / ¢ mpoOoii ycTa-
HaBJIMBAIOT Ha pabouuii WTOK (Ha puc. 8§ He Mo-
KazaH) ycTpoiicTBa BBoga mpoOrnl. IIITok BMecTe
C KOHILeHTpaTopoM [ BBoauTcsl B ropsiuyio KB
npo6 2, repMeTU3UPYETCSI C MOMOILBIO YIUIOTHU-
TeJIbHBIX 3JIEMEHTOB (Ha pHC. 8 HE MOKa3aHBbI).
ITocne yctaHoBku KoHLIeHTpaTopa B KB 2 napine-
Hue B KB yBennuuBaeTcs, U IO CUTHaAy JaTyMKa
nasnenus (IAJI) 3 3amyckaetrca uukia T/ BBoaga
npo0Osl ¢ koHLeHTpaTopa B ' XK. B Havane nukna
BBOJIA MPOObI MPOUCXOAUT HArpeB KOHLEHTPATO-
pa I u mecopbuus aHanuzupyemoi npodnl B KB.
Bo Bpems HarpeBa KOHILIeHTpaTopa KJianaH 4 oT-
KPBIT, a KJanaHbl 5— 7 3aKpbIThl, TeM caMbiM KB
2 npoObl C KOHLIEHTpAaTOpOM [ 3arepMeTU3UpPOBa-
Ha, 4yTo obecneuynBaeT COXPAaHHOCTh U MpeACcTaBU-
TEeBHOCTh MPOObl. OMHOBPEMEHHO Ta3-HOCUTEb
yepes KiamnaH 4 MocTymnaeT B aHaau3aTop, Mpoxo-
aut yepe3 '’ XK u gerektop, obecneuynBasi uUX HOp-
MaJibHOe (DYHKIIMOHMPOBAHME BO BpeMsl Harpena
npoObl, TIPU 3TOM 4Yepe3 3arepMeTU3UPOBAHHYIO
kianaHamMu KB nipoObl NOTOK ra3a-HOCUTENS OT-
cytcTtByeT. Ilo MCTeyeHUM BpeMeHU JIecopOuuu
(Bpems 3amaeTcs 0JIOKOM yIpaBjeHUs BCeMU KJia-
naHaMu, Ha puc. 8 He TT0Ka3aH) 3aKpbIBaeTcs Kja-
maH 4, a KJIalmaHbl 6 U 7 OTKPBIBAIOTCI, U JIECOP-
OupoBaHHas Mpoda B BUJAE KOPOTKO BO BpeMEHU

raz-
=] HOCUTEIb

Puc. 8. ®dynkuuoHanbHas cxema YCTPOMCTBA BBOAA
npoObl ¢ 00beMHOro KoHLieHTpaTropa. O0o3HaYeHUs
TIPUBEAEHBI B TEKCTE MPU MOSICHEHUU PAOOTHI CXEMBI.
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“mpobku” u3 KB yepe3 kmamaH 6 ITOTOKOM ra-
3a-HocuTens nepeHocutcss B I'XK aHanuzartopa.
ITocne okoHyaHus BBOJA KJalaH 7 3aKpblBaeT-
Csl, KJIammaHbl 4 U 5 OTKPHIBAIOTCS, 1 Ta3 HOCUTENIb
MIPOXOMUT Yepe3 KilamaH 4 U pasfesseTcs Ha IBa
notoka. OmuH OOJBIIMI ITOTOK ra3a-HOCHUTEIS
noctynaet B 'XK u gerektop, odbecrieunBasi pas-
neneHue BemrecTB IpoOwl Ha XK m gerekTmpo-
BaHUE, a APYroii MEHBIINN MOTOK (3a CYeT HaJIu-
Yusl OrpaHUYMTENISI IIOTOKA B KaHajle KJlalaHa J,
Ha puc. 8 He TToKa3aH) MPOXOAUT Yepe3 KilaraH 0,
KB ¢ KoHLIeHTpaTOpOoM, KJjlaflaH 5 ¢ OTpaHUYUTE-
JIeM IIOTOKA 1 cOpachIBaeTcs B aTMOChepy, IPOu3-
BOAs TakuM obpasom ounctky KB 1 KoHIuleHTpa-
topa. Ilocie okoHYaHUs1 aHaNMU3a paboUYUii IITOK
C KOHLeHTpaTopoM u3BiiekaloT u3 KB npoObl as
MIPOBENCHUS CIEAYIOIIEro aHaIu3a.

IIpuMep aHanM3a CMECH JIETKMX YIJIEBOAOPO-
IoB ¢ KoHIeHTpauusamu 1o 0.125 ppm (mmoBepou-
Hag raszoBas cMech TY 6-16-2956-92) npuBeneH
Ha puc. 9. Ordop mMpoOHl Ha KOHIIEHTPATOpP OCY-
IIECTBJISUIM TIOMEIIEHMeM KOHIIEHTpaTopa B BUa-
Iy 06beMoM 40 MJT ¢ TTOBEpOYHOM Ta30BOM CMECHIO
Ha 12 4 mpm KoMHaTHOM Temmeparype. [lapame-
TpBI aHaNMM3a: TeMIepatypa aecopouum — 270 °C,
BpeMs aecopOuuu — 1 MUH, OJUTENbHOCTb BBO-
na — 4 ¢, pacxom ra3a-HOCHUTEIS TeIUsI Yepe3 Xpo-
MaTorpaudecKyo KOJIOHKY — 12 MJI/MUH, TEMIIe-
patypa konoHkn — 80 °C.

XpomaTorpamMMa Ha puc. 9 ¢ pasnelieHueM
BEIIECTB C CWJIBHO pPa3lMYaloIIeics JeTy4eCThIO
OT MeTaHa J0 OyTaHa IEMOHCTPUPYET YIOBIETBO-
puUTEIbHOE Ka4eCTBO TEPMOIECOPOIIMOHHOTO BBO-
na 0e3 py4YHBIX OIlepaluii ¢ MOJHOI repMeTu3a-

nueit KB 1 mporpaMMHBIM yIIpaBjieHUEM BBOIOM
[32].

VYuer geryyecTu BeniecTs B BbIOOPE CXeMbI BBO-
Jia po0bl B KOJIOHKY C TOMOUIbI0 TEPMHYECKOI Jie-
copommu. PaccMOoTpuM poJIb I€Ty4eCTH Ha IIpHMe-
pe necopbuuu Mojekyil BB ¢ mockoro ceruatoro
KoHueHTpaTopa. IIpu T/I-BBoae peanusyroTcs mo-
CJIeIOBaTeJIbHO IBa IPOIIecca: TecOpOIIMsI BEIIeCTB
IIpY 3aJaHHOI1 TeMIlepaType KOHIIEHTpaTopa u IIe-
peHoc (mo3upoBaHME) IPOOBI Ta30M-HOCHUTEIEM
B KOJIOHKY. JIeTy4ecTh BellecTB UrpaeT poJjib B 000-
uX Ipoieccax. PaccMorpum mpoiiecc mecopOonuu
¢ MaTepuasa IIOCKOro CETIATOrO COpOeHTA.

s cinydyast MmoHoMmoJiekynsapHoit T/ ¢ mare-
pHaja IUIOCKOIo copOeHTa BOCIIOIb3YEeMCS BEIpa-
XKEHMEeM CKOpOCTU aecopOuuu Mojekyl BB mpu
noctogHHOM TemmiepaTtype 7 (K) [33]:

dN/dt =v Nexp(-E/(RT)), (1

rme N — 4WUCI0 MOJIEKYJ] Ha €IWHUIE TOBEpX-
HOCTU COpOeHTa, Y — IIPEeIdKCIIOHEHIINAJIb-
HbIA MHOXUTENb, E — 53Heprus JgecopOuunu,
R =8.314 JIx/(Monp'K) — razoBasi moCcTOsIHHasI.
Torna Bpems ucnapeHuss N MoieKkysl ¢ eqMHUIbI
MOBEPXHOCTU COPOEHTA MOXHO OLEHUTH MO (op-
myne: T,exp(E,/(RT)), roe 1, — nepuon KojaedaHus
MOJIEKYJ] Ha mnoBepxHocTU copbOeHTa [16]. Ecim
OpeAnoJoXuThb, 4To nipu aecopouuun HI' u THT
BEJIUYMHBI T, IS B3TUX BEIIECTB OIWHAKOBHI,
TO IOJYYUM IJISI OTHOIIEHMSI O BpeMeH HucIape-
HUSI MOJIEKYJ 3TUX BEIIECTB C €IMHUIIBI OBEPX-
HOCTHY KOHIIEHTpaTopa:

0 = exp((Eryr — Enr)/(RT)),

rne Eryr v Eyr — sHeprum aecopOumu monexkya THT
u HI' cooTBETCTBEHHO.
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Puc. 9. XpomaTtorpamma TeCTOBOI CMeCU C KOHLIEHTpaluei yriaeBonoponos 1o 0.125 ppm, oTo6paHHOM KOHLIEHTPaTOPOM
u3 Buassl oobemMoM 40 mi. Komonka Restek MXT-Q-PLOT (30 m X 0.53 mm X 20 MKM), TemIiepaTypa KojoHKU — 80 °C,
pacxon yepes3 ra30XpoMaTorpauyecKyro KOJIOHKY — 12 MJI/MUH, I€TEKTOP MJIaMEHHO-MOHU3ALIMOHHBI.
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Hnsa Eryr v Eyr n3 1201, 1 mw o 7= 453 K no-
myaum O = 3.8. Manag BenmnmunHa 6 o3HA4YaeT, 4To,
HECMOTps Ha 3HAYUTEIbHOE pa3Iuyue BEIIeCTB
M0 KOHIIEHTpAallMd HACBIIMIEHHOIO I1apa, BpeMe-
Ha MX UCHapeHus ¢ MaTepuaja pacCMaTpUBaeMOIo
IUIOCKOTO KOHIIEHTPATOpa Pa3InyaloTcs He3HAYM-
TenbHO. OIMHOBPEMEHHO OTMETHM, 4TO SKCIIepH-
MEHTaJbHbIe TaHHBIE PUC. 3, WILIIOCTPUPYIOIIETO
CKOPOCTb MCITAPEHMSI, ITOATBEPKAAIOT, YTO CKOPO-
CTU pa3InyalTcs He O0ojiee YeM B YeThIpe pasa, YTo
MOATBEPKAAeT CIIPABEIMBOCTb PACUETHOM OIIEH-
KH. DTO B CBOIO OUepedb TOBOPUT O CIIPaBEIIMBO-
CTU HAaIIeTO IIPEIIOJOXEHUSI O MaJIOM Pa3Induu
nepuonoB Konebanus moaekyn HI' u THT Ha mo-
BEPXHOCTH COpOEHTAa IpU paccMaTpPUBAeMOM TeM-
mneparype.

H7s1 oLleHKW OTHOIIEHUSI aHAJOTMYHBIX Bpe-
MEH HCIAapeHHUs BEIIeCTB C €OIMHUILI ILIOIIAmu
MaTepHajioB COpOCHTOB B CMECSIX apeHOB M pac-
CMaTpMBAaeMbIX aJIKaHOB BOCIIOJb3YEeMCS IIpH-
OMVKEHHOM OLICHKOM O 171 BemecTB ¢ KpallHUMN
3HAYCHUSIMA SHEPruM AecopOIMu: IJisi apeHOB
o-kcunon—6en3on (T= 473 K), nng ankaHOB IeH-
taH—MeTaH (7T = 543 K). IlonyuynMm oyt apeHoB
0,, = 4.6, 1A KOTOPbIX NPUMEHEHA ra301uHa-
muueckag uzonguusi KB v KoloHKHM, Tak Xe Kak
u 11 BB; a s ankanos 0,, = 117, roe mpuMeHeHa
noyiHasg uzonsuus KB u kononku nipu T-BBone.
Takum obOpa3zoM, BenmmynHa O IOCTAaTOYHO YYB-
CTBUTEJIbHA 110 OTHOIIEHWIO K THUIAM OIIMCaH-
HbIX T/1-BBomoB. CienoBaTebHO, MOXHO BBECTU
KpuTepuii (CBOeTo pojga MHBapuaHT) O KaK OTHO-
IIeHNWEe BPEeMEH MCIapeHUsI BEIIECTB C SHMHUIIBI
MMOBEPXHOCTH MaTepuaja KOHIIEHTpaTopa, II0 Be-
JIMYMHE KOTOPOTO MOXHO OIIPENesIsaTh LeIeco00-
pasHocTb npuMeHeHus1 T/ -BBoma mpob ¢ KOHLIEH-
TpaTopa C YaCTUYHOM WU C IIOJHOM M3O0JSLUEH
KaMepbl BBoJa U KojjoHKK. Hampumep, npu 0 < 10
cliedyeT CUMTaTh 11€JeCO00pa3sHBIM HPUMEHEHHE
HamboJiee IPOCTOI B TEXHUIECKOM PEIICHUH CXe-
mbl TJI-BBOOA ¢ 4YaCTUYHOU rMAPOAMHAMUYECKOM
HM30JISIIMEN KaMephl BBOIA, YTO BaXKHO IJIs IIOpPTa-
TUBHBIX IIPUOOPOB, ra30AMHAMUYECKON N30SI
KB 1 KonoHKHU.

* 3k Xk

PaccMmoTpeHbl MeTonbl TEPMUUYECKOU Jecop0-
IMM B MOPTAaTMBHBIX Ta30BBIX XpoMaTorpadax ce-
pun BXO mrg BBOma Mpod OpraHMYeCcKUX BEIEeCTB
C KOHIICHTPaTOpPOB B Tra30XpoMarorpaduyecKyo
KOJIOHKY 0e3 py4YHBIX OIlepaluii B 3aBUCHMMOCTHU
OT IMara3oHa JIeTy4YeCTH BellecTB B Ipobax. I1oka-
3aHa BO3MOXHOCTb IIPUMEHEHMST YaCTUIHOM razo-
OTMHAMUYECKON M30JISILMU KaMephbl Boda W KOJIOH-
KM BO BpeMs HarpeBa KOHIIEHTpaTopa Ha IIpUMepe
BBOJIA TIAPOB B3PBIBYATHIX BEIIECTB U apeHOB. M30-
JISILIMST OCYIIECTBIISIETCS] BCTPEYHBIM OTHOCUTEIBLHO
HaIIpaBJICHMUS B KOJOHKY IOTOKOM ra3a-HOCHUTEIIS.
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IIpu pe3ko pasnmyaromieiicss JeTy4eCTH BeIeCTB,
HarpuMmep Wi BBoma ankaHoB C1—C5, ucmonanay-
€TCSI TIOJTHASI U30JIAIINASI KaMephl BBOIA U KOJIOHKH
BO BpeMsI HarpeBa KOHIIEHTpaTopa ¢ IpUMEHEHUEM
CHCTEMBI IIPOTPaMMHO yIPaBJISIEMBIX JIEKTpOMAr-
HUTHBIX IIepeKIoYaTesieil IT0TOKOB ra3a-HOCHUTEIS,
T.e. 03 pyYHBIX OIlepallnii, KaK B Cllydyae TpamIuII-
OHHBIX KpPaHOB-I03aTOPOB. JIJIsT OLIEHKA BO3MOX-
HOCTU TIpHMMEHEHUSI HanuboJjee IPOCTOil B TEXHU-
YEeCKOM pEIICHUN Ta30IMHAMUYECKON W30JISIINU
KaMephl BBOIA M KOJIOHKM B Ka4eCTBE KPUTEPHUS
MPEIJIOXKEHO OTHOIIEHHE BpPeMEH MCITApeHMS Be-
IIECTB B IIpo0e ¢ eMMHUIIBI IOBEPXHOCTH MaTepHa-
na copoenTa. [Ipy BenmnumHe OTHOIICHUSI BpEeMEH
ncrapeHus: He 6osee 10 mpuemieMa ra3omMHAME-
yecKast M30JISIIHS.

OMUHAHCHUPOBAHUWE PABOThHI

Pabora BbImONHeHa B pamkax IIporpamMmsbl
(byHIaMeHTaIPHEIX HAayYHBIX HcciemoBaHuii Poc-
cuiickoit @enepanmu, mpoekt FWZZ-2022-0027
(MHCTUTYT HedTera3oBoOi Ie0J0TMN W Ire0DU3UKN
M. A.A. Tpopnmyka Cubnpckoro otnesreHnst Poc-
cUiicKOll akagemuu Hayk) “HoBble TeXHOJOTMU
BHEJIA00paTOPHOTO XMMHUYECKOTO aHAIM3a M KOH-
TPOJSI, MPEUM3NOHHBIX WM3MEPEHUM (PU3MICCKUX
MoJieil MPUPOAHBIX U TEXHOTEHHBIX OOBEKTOB”, py-
KoBomuTenb K.T.H. A.JI. Makace.
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PRINCIPLES OF INTRODUCING ORGANIC SUBSTANCES INTO A GAS
CHROMATOGRAPHIC COLUMN BY THERMAL DESORPTION METHOD
DEPENDING ON THE VOLATILITY OF THE MIXTURE COMPONENTS

M. N. Baldin“, V. M. Gruznov“ % *, V. V. Fedotov*

4 Trofimuk Institute of Petroleum Geology and Geophysics of Siberian Branch Russian Academy of Sciences (IPGG SB RAS)
Novosibirsk, Russia

b Novosibirsk State Technical University
Novosibirsk, Russia

XKYPHAJ AHATUTUYECKON XUMUU

Abstract. A review of thermal desorption methods from concentrators in portable express gas chromatographs
of the ECHO series for introducing samples of organic substances into a gas chromatographic column
depending on the volatility range of substances in samples is presented. Methods for introducing samples
without manual operations in ECHO devices are considered. The principles of introducing a sample with
incomplete gas-dynamic isolation of the injection chamber and column when introducing samples of
explosive vapors and arenes with different volatility of substances in the sample are described, as well as
complete insulation of the injection chamber and column when introducing samples of C1—C5 saturated

hydrocarbons with sharply different volatility.

Keywords: gas chromatography, thermal desorption, volatility of mixture components, gas-dynamic

isolation of the injection chamber.
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DKCTPAKLIVI NOHOB TAXEJBIX METAJIJIOB 13 BOJIHBIX
PACTBOPOB B OBPA3YIOIIMUECH IN SITUNOHHBIE XKUJIKOCTHU
C MMOCJEAYIOUIUM ONPEAEJIEHVUEM METOJI0OM
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MoHHBIE XUAKOCTY HAa OCHOBE KATMOHOB YETBEPTUYHOIO AMMOHUSI — AUOKTUJICYIb(POCYKIIMHATHI Te-
tparekcwiammonust (THADOSS) u TeTpaOyTriiaMMOHMS TIOJYYEHBI ik Sity TIPU CMEIICHUHW B BOIHOM
pacTBoOpe cosieii — IMOCTABIIMKOB KAaTUOHA M aHMOHA, COCTABIISIIONINX MOHHYIO XXUIKOCTb, U UCCIIENO-
BaHBI IJI1 9KCTPAKIIMY U3 BOMHBIX paCTBOPOB MOHOB Tsikenbix MeTaiutoB. Monsr Cd(11), Co(1I), Cu(Il),
Ni(II), Pb(II) u Zn(IIl) komnmuecTBEeHHO 3KCTPATUPYIOTCS B IPUCYTCTBUU 4-(2-IIMPUINIIA30)pEe30pLIMHA
(1 x 10~ M) B obpasyomyiocs in situ THADOSS npu pH 4.9 3a 1 mun. [TokazaHa BO3BMOXHOCTb OIIpe-
JIeJIEHUSI METaJIOB METOIOM aTOMHO-3MUCCUOHHOM CIIEKTPOMETPUM C MUKPOBOJIHOBOIA ILJIa3MOI MOCIe
BKCTPAKLMKU B MIOHHBIE XUIKOCTH; IPEAesibl 0OHAPYKEHUsI COCTABUJIM OT 2 10 25 MKT/J1.

KiroueBbie ciioBa: OKCTpaKus MOHOB METAJIJIOB, NOHHBIC XKUAKOCTH, aTOMHO-3MUCCUOHHAA CIICKTPO-

METPUS C MUKPOBOJHOBOM IJIa3MOM.

DOI: 10.31857/50044450225010036  EDN: aahuez

VYHuKanbHble CBOHCTBA WOHHBIX XXWUIKOCTEH
(M2K) — He3HaunUTeTbHOE TAaBICHUS ITapoB, HU3KAas
BOCIUIAMEHSIEMOCTb U 3JIEKTPOMPOBOAHOCTh — HE-
CKOJIBKO TTOCJIEAHUX TECITUIETUI TPUBIEKAIOT BHU-
MaHME MCCenoBaTesieil B KauecTBe ajlbTepHATUBbI
JIETYYUM OPTraHUYECKHUM pacTBoputessiMm. CTpyKTyp-
Hoe MHoroobpasne MK, o0ycnoBieHHOEe KOMOWHN-
POBAaHHOM IIPUPOOOI 3TUX COCAMHEHNIA U IIIUPOKUM
BbIOOPOM MOAXONIIIMX JJIs1 TTIOJYYEHUS] HU3KOILIaB-
KMX COJIeii KATUOHOB Y aHUOHOB, SIBJISIETCSI OTJAMYN-
TeJIbHOM 0COOEHHOCTBIO 3TOr0 Kjlacca COeNUHEHUIA.
IIpoGnembl, cBsI3aHHBIE C HM3KOIK OMoOpasiarae-
MOCTbIO, OMOCOBMECTUMOCTbIO, THAPOJUTUYECKOI
YCTOMYMBOCTBIO, & TaKXX€ C AOCTYIMHOCTBbIO U 3KO-
HOMMYHOCTBIO HCITOJb30BAHUS KJIACCUYECKUX IU-
ankunmumugasonmeBeix MK ¢ propmpoBaHHBEIMI
AHMOHAMM, PEIIAIOTCI 3aMEHOM COCTABHBIX 4YacTei
MK, KaTMOHOB 1 aHMOHOB Ha 0oJiee HOCTYIIHBIE,
DKOJIOTMYECKM Oe30IMacHbIe, B TOM YMCJIe 001agaio-
111e KoMILIeKcooOpa3sylolleil cnocodHocThio. Haun-
bosiee pacripocTpaHeHHBIMU TUApoGoOHBEIMI MK,
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TMIOMUMO ITHAKWJINMUAA30IMEBBIX, SIBISIOTCS COJIU
TEeTpaaKWJIIAMMOHUS U TeTpaankmipochonus. Yem
OoJibllle IIMHA AaJKWIbHBIX 3aMECTUTENIe M, CO-
OTBETCTBEHHO, OOJbIIEe pazMep U ruapodoOHOCTH
katroHa WM2K, TeM B MEHBIIIENl CTEIeHUW IIpUpoIa
AHMOHA BIMSIET HA TUAPOIUTUYECKYIO YCTOMYH-
BocTb M2K. Tak, x1o0puabl TPUOKTUIMETAIAMMOHMS,
(Aliquat 336) u Tpurekcwi(rerpanei)bochoHus
(Cyphos® 1L 101) ssBsIIOTCS XKUAKUMU TUAPOGO0-
HBIMU COJISIMM C HU3KOM pPacTBOPMMOCTBHIO B BOIE
[1]. s monyuyeHust ruapodobHbix M2K ¢ kaTroHa-
MM, 00JIagalOIMNMU KOPOTKOIEIIOYeUHBIMU aJIKWIh-
HBIMU 3aMECTUTEISIMU, HEOOXOIMMBI THIPO(POOHEIE
AHNOHEL.

Panee wamMm tomydeHBl THapodoOHBle MK
Ha OCHOBE KaTMOHOB TETPAAIKWJIAMMOHUS W aHH-
OHOB TTOBEPXHOCTHO-aKTUBHBIX BeecTs (ITAB), nu-
rekcwicyibdocykimHaTa 1 N-J1ayponacapKo3rHaTta
M WCCIEeNOBAaHBI IS SKCTPAKIIMKA OPraHMIECKUX
COCNMHEHUI PasHOW (HYHKIMOHATBHOCTH U KOM-
iekcoB MeTtayuioB [1, 2]. CuHTE3 M HEKOTOpBIE
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usnko-xummueckue cBoiictBa M2K Ha ocHOBe co-
JIei YeTBEpTUYHOTO aMMOHMS 1 (pochOHUS ¢ aHNO-
Hamu [TAB (ankucynbhOCyKIIMHATBI, JOOCHNIICYITh-
¢arter) ommcansl B jauteparype [3, 4], HEKoTOpbie
W3 HUX MPUMEHSUINCh B XKMIKOCTHOM 3KCTPaKIINU
JUTSL pasnesieHud |5, 6] 1 KOHLIEHTPUPOBaHUSI MOHOB
meTayuioB [7]. Ctout otMeTnTh, uTo M2K ¢ aHmoHa-
mu ITAB nerkonoctynHbl, OTHOCUTENLHO HEAOPOIrU
10 CPaBHEHUIO C TUMWYHBIMKU (PTOPHUPOBAHHBIMU
1 Komruiekcooopasytommmu MK, JInokrmicynbdo-
CYKIIMHAT-aHMOH 00JIagaeT HU3KOM TOKCUYHOCTHIO,
BXOIUT B COCTaB (hapMareBTUIECKUX 1 KOCMETHYE-
CKUX IIPEIapaToB; KpOMe TOT0, CLIOCOOSH IIPOSIBIISITh
KOMILIEKCOOOPa3yIoIIe CBOMCTBA II0 OTHOIICHMIO
K OHaM MeTaJiioB [8].

Panee namm nokazano [9], yto 2K Ha ocHOBe
KaTMOHOB TETPaaJKWJIAMMOHMS MOTYT OBITh IIO-
JIYYEHBHI in Situ TIpU CMEIICHUW B BOOTHOM PacCTBO-
pe TBEpPOBbIX COJICH, SIBJISIIOIIMXCS ITOCTaBIIMKAMU
KaTuoHa U aHuoHa MK nns peakuyu MmeTtaTe3uca.
JucriepcuoHHAsT MUKPOIKCTpaKLUsl B 00pasylo-
mytocs in situ XK (IMD-in situ) 103BOISICT HC-
KJIIOYNUTh HEOOXOOUMOCTD IIPEeIBapPUTEILHOIO CHUH-
te3a akcrpareHTra (M2XK), coxkpaturs pacxom MK,
a pucneprupoBaHue M2K B MoMeHT obOpa3oBaHUs
obecrieunBaeT BBHICOKYIO 3((EKTUBHOCTh U CKO-
POCTb 9KCTPaKIINU.

OmnpeneneHue TSLKEIBIX METAJUIOB B BOIE — OTHA
13 OCHOBHBIX 337124 9KOJIOTMIECKOIO MOHUTOPHH-
ra okpyxatomieii cpensl. HecmoTps Ha To, 9TO He-
KoTopuie Tskenble MeTainel (Co, Cu, Zn mn nap.)
YYaCTBYIOT B OMOJIOTMYECKUX MPOIECccax U UTpaloT
KM3HEHHO BaXHYIO POJIb B HOPMAaJbHOM (DYHK-
IMOHUPOBAHUHU XUBBIX OPTAHM3MOB, UX M30BITOK
MOXET OBITh OITaCeH IS YelIOBeKa, XKMBOTHBIX
n pactenmnii. Cd u Pb oTHOCcSTCS K 9nicity Hamnboiree
OITACHBIX, 3arPSI3HSAIOIINX IIPUPOTHYIO CpemIy KOM-
IMIOHEHTOB, OKAa3bIBAIOIINX BPEOHOE BO3NCHCTBHE
Ha XMBBIe opraHM3Mbl. K Hambojee TOKCHIHBIM
MeTajulaM, BXOMSIIMM B TPYIIYy MHHEpPaJIbHBIX
3KOTOKCHKAHTOB, oTHOcITcs Takke Cu, Co u Ni
[10]. B BOmHBIX 00BEKTax PHIOOXO3SIMCTBEHHOTO
3HAYCHUS IIPEAeIbHO OIYCTUMBIC KOHIICHTPAIIUI
cocrabisior, MKr/i: 5 st Cd, 10 myst Pb, 5 mis Cu,
5 mnsg Co, 10 gng Ni m 50 mnsa Zn [11]. B BogHyto
Cpemy TSDKeJIble MeTaJlIbl ITOCTYIAIOT B pe3yIbTaTe
€CTECTBEHHBIX IIPOIIECCOB, HAIIPUMEP 3a CUET BHI-
MBIBaHMS U3 TOPHBIX IOPOA U ITOA3eMHEBIX Bod. Ox-
HAKO OCHOBHOM BKJIaI B 3arpsi3HEHUE OKpyXalo-
et cpeabl BHOCUT aHTPOIIOTCHHOE BO3ACUCTBHE.
OnpenelleHne TSOKENBIX METAJUIOB Ha TpeOyeMoOM
ypoBHE, 0COOEHHO B 00paslax co CIOXHOM Ma-
TPUIIEH WX BEICOKMM COIEPKaHUEM COJICH, OOBII-
HO TIPOBONST METOOAaMU aTOMHO-3MHCCHUOHHOI
M aTOMHO-a0COPOLIMOHHOI CHEKTPOMETPUM, Ya-
CTO TIOCJIe IIPEIBAPUTEILHOTO KOHIICHTPUPOBA-
HUS W pasfeieHus. s 3Toil menau 4aie BCero
HCITOJIB3YIOT XUIKOCTHO-XUIKOCTHYIO U TBEPHO-
(pasHYI0 B3KCTpaKILMIO, MO3BOJISIONIYIO OTICIUTH

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

MaTpUYHEIE KOMIIOHEHTHI Mepel BBEIeHUEM 00-
pasia B CIEKTPOMETP U ITOHU3UTH Mpeaeibl O0Ha-
PYKEHHUS 3JIEMEHTOB B 00BbEKTaX CIIOXKHOI'O COCTa-
Ba [12].

Hammu npenpiayiine mcciaemoBaHUs IOKa3aiu,
YTO TPYMOIIOBOE KOHILIEHTPUPOBAaHHE WOHOB Me-
TaJUIOB B 3KCTPAKIIMOHHBIX CHCTEMax Ha OCHOBE
OpPTaHWYECKMX COJIel, B TOM YMCJIe MOHHBIX K-
KOCTei, MOXHO CO4YeTaTb C OIIpelejicHUEeM Me-
TODAaMU aTOMHO-3MMCCHOHHOI CIIEKTPOCKOIINHI
C MHIOYKTUBHO cBsi3aHHO# 1iazmoii (ADC-UCII)
M aTOMHO-3MUCCHUOHHOM CIIEKTPOMETPUU C a30T-
HOIT MUKpPOBOJIHOBOI 11a3moii (ADC-MII) [7, 13,
14]. YyBcTBUTENbHOE MHOIO3JEMEHTHOE OIlpee-
JIeHre, YHUBEPCAJIbHOCTh, 0€30IMaCHOCTh a30THOM
IUTa3Mbl ¥ HU3KHE BKCIUIyaTallMOHHBIE PacXOIbI
SIBIISIIOTCS. OYEBUIHBIMK IIPEUMYIIECTBAMUA METOIa
ADC-MII u penaroT ero MHOroobemamueil aib-
TepHATHUBOI1 MeToaM IUIAMEHHOM aTOMHO-a0bcopo-
unoHHoi (ITAAC) u nnaMeHHON aTOMHO-3MMCCH-
OHHOI crieKTpockonuu. [1o cpaBHEHMIO ¢ METOIOM
ADC-UCII, annaparypa mist ADC-MII 6onee no-
CTYIIHA TI0 1ieHe, ogHako MeTtog ADC-MII xapakre-
pusyercs 00jiee HU3KOM TeMIIepaTypOil IIa3Mbl U,
KaK IpaBujIo, 00jee HU3KOIN YyBCTBUTEJIBHOCTHIO;
npeaenabl oOHapyXeHUs (C,,,,) M1 psiia 2JIEMEHTOB
B NIpPOCThIX Marpuuax coctaBastioT 0.1—33 MKr/n
[15, 16]. IIpenenbl oGHApYXEHUSI 3TEMEHTOB MO-
TYT TOBBIIIATHCS 0OJIee YeM Ha ITOPSAIOK M3-3a He-
CIIEKTPAIbHBIX ITOMEX OT KOMITOHEHTOB MAaTPHUIIbI
B IIPUCYTCTBMM 3HAYMTEIHLHOTO KOJIMYECTBA HE-
OpPraHMYECKMX KMCIOT, COJied MM OPTaHMYECKMX
BemectB [17—20]. IlokazanHo 1o MeHBIIE Mepe
2—20-kpaTHoe YBeIWYECHUE TIPEACIOB OOHapy-
KEHMSI, TIOJIy4eHHBbIX B 1 %-HOM a30THOM KMCIIO-
te [19] m mopckoit Bome [13] mis Cd, Ni, Cu u Pb,
u 60-KpaTHOE yBeIWdYeHHE I Zn MO CPpaBHEHUIO
C ¢, JUISI JEMOHU30BaHHOM Bonkl |15, 16]. HemaBHO
noka3zano [13], 4To mpenBapuUTebHOE SKCTPAKIINA-
OHHOE€ KOHIIEHTPHMPOBAHHUE II03BOJISIET YCTPAHUTH
BIMSTHUE MATPUYHBIX KOMIIOHEHTOB M ITOBBICUTH
YyBCTBUTENBHOCTE MeTtoga ADC-MII, pacmmpus
BO3MOXHOCTH €r0 MPUMEHEHUsI IIJisI IPo0 C BBICO-
K1M COIIEPXKAHMUEM COJICH.

Llenb HacToseil paboThl — MOAyYEeHUE in Situ
MK Ha ocHOBe KaTMOHOB YETBEPTUYHOI'O aMMO-
HUS — IHOKTWICYJIB(MOCYKIIMHATOB TeTPareKCuiI-
ammoHust (THADOSS) u TeTpaOyTHaMMOHUS
(TBADOSS) rmpu COBMECTHOM PacTBOPEHUU B BOIE
OpPOMUIOB TETPAAJKWJIAMMOHHMS M TUOKTUIICY/Ib-
¢docykuMHaTa HaTpuUsl, U3yYeHUEe IKCTPAKIIUU B 00-
pasyromuecs: M2K nonos Cd(II), Co(Il), Cu(ll),
Ni(II), Pb(II) m Zn(I1) n mocnenymotiee orpenee-
Hue MeTa1oB MeTonoM ADC-MII.

OKCITEPUMEHTAJIbHAA YACTb

Pearentsl, pacTBopsbl, 000pynoBanue. [ 1smmosryye-
Hus MK mcnoab30Baam TUOKTWICYIbL(MOCYKIIMHAT
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Harpuss (DOSSNa) (98 %, Sigma, CIIA), 6po-
mun terparekcwiammonus (THAB) (99 %, Sig-
ma, CIIA), 6pomun terpadyrumammonus (TBAB)
(99 %, Sigma, CILA).

BonmHbie pacTBOpHI COJieil METaJIOB IJISI 3KC-
TPaKIIMM M TIOCTPOEHUs TpagydpOBOYHBIX 3aBU-
CUMOCTE TOTOBWJIM pa30aBIeHMEM CTaHIAPTHBIX
pactBopoB HUTpaToB MeTauioB 1.00 /1 (Inorganic
Ventures, CIIIA) nemoHU30BaHHON BOAOM (ounIIe-
Ha Ha yctaHoBke Millipore, ®paHLuus; yaeabHOe
conpoTuBjaecHNe He Hike 18.2 MOwM-cMm) ¢ mobasie-
HUEM KOHII. COJITHON KMCJIOTBHI 1O KOHEYHOM KOH-
neHtpanuu 0.2 M.

Hcxonusie pactBopsl: 0.62 M pactsop TBAB,
0.025 M pacTtBop 4-(2-mMpuaMIA30)pe30pIHa
(ITAP) (97 %, Sigma, CIIIA), pacTBOpHl XJOpU-
noB Hatpus, Kaabuusg u Maraus (0.1-500 mr/m)
TOTOBWJIM PAaCTBOPEHMEM HX TOUYHBIX HABECOK
B J€MOHMU30BaHHOI BoAe. Pabouue pacTBOpPHI ro-
TOBUJIM pa30aBIeHHMEM MCXOMHBIX AEHMOHM30BaH-
Hoit Bomoii. MopenbHbI pacTBOP MOPCKOM BOIbI
TOTOBWJIM PAaCTBOPEHUEM TOUYHBIX HABECOK CIIEIY-
romwmx coneit: 22.0 T NaCl x. u. (Peaxum, Poccus),
9.7 r MgCl,'6 H,0 4. 1. a. (Peaxum, Poccust), 3.7 T
Na,SO,u. 1. a. (Peaxum, Poccust), 1.0 rCaCl,u. 1. a.
(PeaxnMm, Poccus), 0.7 r KCI x. 4. (PeaxuMm, Poc-
cus), 0.2 r NaHCO; (99.7 %, Panreac, Ucnanus),
0.02 r H;BO, (>98 %, Peaxum, Poccust) B 1000 M
JTenoHN30BaHHOM Bombl [21]. Bce mcronb3yemble
B paboOTe peaKTUBBI X PACTBOPUTEIN MMEIN KBaJIH-
(ukanuio He HIXe 4. 1. a. [IpuMeHsIn CosiHyI0
kucnory 37 %-uywo (Panreac, I'epmaHus), opro-
dbochopnyo kucnory 85 %-nyw (Panreac, I'ep-
MaHMsI), YKCycHY10 Kuciaoty 99.7 %-nyio (Panreac,
I'epmanus) u ruapokcun Hatpus (98 %, Panreac,
I'epmanns).

st ycraHoBieHus1 Tpedyemoro 3HaueHust pH
BOmHBIX (pa3 mcrnonb3oBamm 2 u 3.75 M HCI, 0.5
n 5 M pactBopsl NaOH u yHuBepcanabHBIEe Oy(dep-
HBIE pacTBOPBI HA OCHOBE cMecH 00pHOIt, hocdop-
HOMA M YKCYCHOM KMCJIOT M THUAPOKCHAA HATPU.
st pazbaBiaeHUs] 3KCTPAKTOB UCIOJIb30BAIN U30-
nponaHon X. 4. (PycXuMm, Poccns). s punsrpo-
BaHWUSI TIPUMEHSIN OyMaXXHble (QUIBTPHI “Oeras
nmenTta” (ApexLab, Poccus).

KoH1ueHTpa1mo MeTaioB B BOTHOM (ha3e mocie
SKCTPAKIUM ONPENeIsyId Ha CIIEKTPOMETpPE C MH-
OYKTUBHO cBsI3aHHOU T1mmasmoii Agilent ICP-OES
5100 SVDV B BapuaHTe akcHaJabHOTO 0030pa Tja3-
MuI (Agilent Technologies, ABcTpanus), 3HaYCHUS
€0 OCHOBHBIX MapaMeTPOB IpeacTaBiAcHBI B Ta0I. 1.
IIporpammuoe obecrieuenne — Agilent ICP Expert
II. KoHueHTpalMo METaloB B 3KCTpaKTax Iocie
koHueHTprpoBanusg B MK THADOSS ompenens-
JI1 Ha CIIEKTPOMETpPE ¢ MUKPOBOJIHOBON IIJIa3MOM
Agilent MP-AES 4200 (Agilent Technologies, AB-
cTpajus), ero paboune ImapaMeTphl IIPeacTaBICHbI
B Taba. 1. IIporpammHoe obecrieuenmne — Agilent
MP Expert.

XKYPHAJI AHAJTUTUYECKON XUMUU

3navennss pH m3mepsou pH-merpom pH-410
(AxBmon, Poccns) ¢ KOMOMHUPOBAHHBIM CTe-
KJISSHHBIM MEKpoaJiektpogomM DCK-10601/7. dns
LHeHTpU(PYTUPOBAHUS IIPUMEHSIM  LIEHTpUQYTry
Hettich EBA-20 (Tuttlingen, I'epmanus). J1ns mrepe-
MEIIMBaHUs MCIOJIB30BAIM OPOUTAIbHBIN IIEHKEp
ELMI-3 (ELMI, JlaTBns). B3BemmBanme oCyIecT-
Bisti Ha aHanmmTtndecknx Becax ViBRA HT (Shinko
Denshi, Smronns). Conepkanne BOALI B 9KCTPaKTax
oIpeneisui TUTpoBaHueM 1o MmeTtomy Kapma du-
mepa ¢ momombio TuTpaTopa 870 KF Titrino plus
(Metrohm, IlBeiimapnsa), 3JAeMEHTHBIN aHaJIN3
TIPOBOIVIIM C TIOMOIIBIO aHanm3aTtopa Flash EA 1112
CHNS (Thermo Electron Corp., CIIIA).

ODKCTPaKIMI0O B 00pa3ylomuecs in situ MOHHbIE
JKMIKOCTH IIPOBONWIIM B IIOJIUIIPOITMICHOBBIX IIEH-
TpUPYKHBIX TpoonpKax eMK. 10 M ripm 21 £ 3 °C.
B mpo6upky momemtanu 0.5 Ma BOTHOTO pacTBO-
pa, comepxKallero McclieayeMble MOHBI METaJUIOB,
mobasinsym 0.8 M1 5 MM pactBopa TIAP, 2.7 M
OydepHoro pactBopa. /[las mnoaydyeHus in Situ
MK THADOSS k BogHOMY pacTBOpY HOOaBISIIIN
112 mr DOSSNa, moMmemaim Ha BOASHYIO OaHIO
(85 £5°C) Ha 5 MUH IJIsI pacTBOPEHUSI HaBECKMU,
3areM BHocwin 110 Mmr THAB u BcTpsixuBamu B Te-
yenwne 1 muH. g monyuenns in situ UK TBADOSS
K BOTHOMY pacTBOpPY, COIEpXKaIleMy KOMILICKCHI
metamioB ¢ ITAP u OydepHsiii pacTBop, n100aBisI-
mum 135 mr DOSSNa, nomelnanyu Ha BOASHYIO 0aHIO
Ha 5 MUH IJI1 paCTBOPEHHUS HaBECKU, 3aTeM J100aB-
qsun 0.5 M1 0.62 M pactBopa TBAB u BeTpsixuBanu
B TeueHue 1 muH. ITocne ueHTpUdyrupoBaHusl B Te-
yeHue 3 MuH npu ckopoctu 6000 06/MUH BOTHYIO
(azy otmensiu meKaHTalWel, IIpOmycKas depes
OyMaxkHbIiA (uabTp “Oenas JeHTa” M1 OTACICHUS
OT opraHndeckoit dazpl. OCHOBHOE KOJUYECTBO
MOHHO XXMIKOCTH yASePXMBAJIOCh 32 CUCT aare3nu
Ha cTeHKax nmpooupku. Mamepsiiu pH BonHbIX (a3
nocnie aKkcrpakiun. CoaepxaHue UCCIeoyeMbIX Me-
TaJIJIOB ONpEeAeIsIM B BOOHOM (haze MeTogoM ADC-
MCII; conepxaHre METaJJIOB B OpraHUYECKOi (paze
OITIpEeACIISUIN I10 Pa3HOCTH.

OnpeneneHne MEeTAIOB B IKCTPAKTAX METOAOM
ATOMHO-3MHCCHOHHOM CNEKTPOMETPHH ¢ MHKPOBOJI-
HOBOJ m1a3Moii. JIJ1st ocTpoeHMs TpagyupOBOIHEIX
3aBMCHMOCTE! TOTOBWIM CEpUIO CTAaHAAPTHEIX pac-
TBOPOB, KaXXIbIi1 U3 KOTOPBIX coaepxain 1o 0, 5, 10,
20, 50, 70, 100 mxr/m Cd(1I), Co(1I), Cu(ll), Ni(Il),
Pb(IT) u Zn(II). K kaxxgoMy pacTBopy mo0OaBis-
au 0.32 Mt 0.025 M pacrBopa ITAP u 5.0 ma yHu-
BepcanbHoro oygepHoro pactBopa ¢ pH 4.9. Cym-
MapHbIii 00beM cocTaBist 8.0 mul. s monydeHust
in situ XX THADOSS o6wemom 200 + 50 Mk no-
6apmsanu 112 mr DOSSNa, nomelnany Ha BOOSHYIO
6aHI1o (85 = 5 °C) Ha 5 MUH IJIs1 paCTBOPEHUS Ha-
BeckH, 3areM BHocuau 220 mr THAB, BcTpsxuBanu
B TeueHHe 1 MUH U HeHTpU(PYTUPOBATIU B TCUCHUC
3 muH nipu 6000 06/mMuH. OTOMpanM 75 MKJI 3KC-
TpakTa, BHOCWIM B MUKPOIMPOOUPKY, H00aBISIN
Ne 1
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Taommma 1. [TapaMeTpsl CIIEKTPOMETPOB C MHAYKTUBHO CBSI3aHHOW M MUKPOBOJIHOBOM T1a3MOI

Hapasep 3HaueHue
Agilent ICP-OES 5100 SVDV Agilent MP-AES 4200
MoutHocTb reHeparopa, KBt 1.4 14
[nazmoo6pa3syromiuii MoToK, J/MUH 14
AXCHaJTbHBIN TTOTOK, JI/MUH 1.1 0.4 (TTOTOK pacIbLINTENS, JI/MUH)
IMotok pacnbuinTeNs, Ji/MUH 0.9
3agepkka rmoaxoja oopasua, ¢ 12 35
Hacoc, 06/Mun 12 7
3agepkka Ha cTabMIM3aluIo, ¢ 20 10
Pervka, BpeMst UTeHuUs, C 20 5
Pennukarel 2 1
Cd 226.502; 228.802 Cd 228.802
Co 228.615; 238.892 Co 345.351
CleKTpatbHbIe THHIH, HM Cu 324.754; 327.395 Cu 327.395
Ni 231.604 Ni 305.082
Pb 220.353 Pb 283.305
Zn 213.857 Zn 213.857

Konburypamnus nuaAM mogadyu oopasiia

CrexIIsTHHAST IBYXIIPOXOMHAS
pacIbUIATEIbHAS
KaMepa, 5-KaHaJIbHbIA
MEePUCTAIBTUYECKNIA HACOC,
CTEeKJISIHHbII HeOyaiizep,
aKcuajibHasI KBapiieBast
ropejika (ImaMeTp MHXeKTopa
2.4 MM), aBTOMaTHIeCKast
nomaya oopasua

CrexIsTHHAs OMHOIIPOXOTHAS
pacnblIMTebHAS KaMepa,
5-KaHalAbHBIN NTepUCTANBTUUECKUIA
Hacoc, MOJIMMEpHLIi HeOynaizep One
Neb, akcnanpHass KBaplieBasi TOpeiKa
(mmameTp MHXeKTOopa 2.4 MM), pyIHast
nogaya oopasua

300 MKJT M30MIpOITaHOJIa, TIEPEMEIITMBAIN U OTIpEIe-
Jsut MeTaiibl MetonoM ADC-MII. AnanornaHoi
MpolLeaype MOABEPIaIu X0J0CTYIO IIPoly, comepka-
LIYI0O BCE KOMITOHEHTbI, KpPOME OIpeIeIsieMbIX Me-
TaJUIOB.

CreneHp usBieueHusa (R, %) u xo>hbuyeHT
pacnpenenerns (D) pacCUYUTBIBAIIN TT0 (pOpMyIaM:

D=V, (T

8 b

Co Vo

R%=D/(D+V,/V,) 100 %,
e c;) , ¢, — HayaJlbHag U KOHEYHas KOHLIEHTpa-
LIMM MOHA MeTaJlJla B BOTHOM (pa3e COOTBETCTBEHHO,
MKr/1; V,, V, — 00beMBbl BOIHOI M OPraHU4YeCKOi
a3z, mi.
Onpeneniende MeTa/UIOB B MCKYCCTBEHHOH MOp-
ckoii Bome. B mpobupky momemanu 3.0 mn obpas-
1a MCKYCCTBEHHOM MOPCKOI BOOBI, COACpKAILECK
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HUccaenyeMble MOHBI MeTaylioB, mobasisum 5.0 Mo
6ydepHoro pactBopa ¢ pH 4.9, conepxamiero 1.6 MM
ITAP. Jo6apmsum 112 mr DOSSNa, nomMemianm
Ha BomgHyIo 6aHio (85 £ 5°C) Ha 5 MuH 1J1g pac-
TBOpeHUs HaBeckM, 3ateM BHocuim 220 mr THAB,
BCTPSIXMBAJIA B TeUeHUE | MUH 1 LIEHTpUGYrupoBa-
au B TedeHue 3 muH npu 6000 06/mMuH. OT6Mpanu
75 MK 3KCTpaKTa, BHOCUJIA B MUKPONIPOOUPKY, 10-
6aBis 300 MKJT M30MpOITaHoja, TepeMelTuBaIN
W oTIpenessuti MeTaiibl Metonom ADC-MII.

PE3VJIBTATbI U UX OBCYXAEHUE

DKCTpakiMsi UOHOB METAJLVIOB B 00pasylomuecs
in situ MOHHbIe XHUIKOCTH. IIpenBapuTenbHBIE UC-
clenoBaHus TToKa3anu, 4dto ruapodobnsie MK
THADOSS u TBADOSS moryr OBITH TTOJTYYEHBI
HEIIOCPEICTBEHHO B BOOTHOM pAacTBOpPE B XOIE pe-
aknum oomMena Mexmy DOSSNa (katmoHHast co-
crasismiomas M2K) m 6poMuiom TeTpaaJKnuiaaMMO-
aus (TBAB miim THAB, annonHas cocTaBigioniast
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MNX). Crpykrypusle ¢popmynst MUK THADOSS
n TBADOSS mnipencraBieHbI Ha cxeme 1.

CnH2n-|-1
+

CoHapi "NTCatoney
CuHont

Cxema 1. CrpykTypHble (DOPMYIbl TUOKTUICYIb(O-
cykurHatoB TeTpadbytmiammonus (TBADOSS, n =4)
u Tetparekcuammonust (THADOSS, n = 6).

Bce conu, ucnons3yembie ajs nojaydyeHus:t MK,
B MCXOITHOM COCTOSTHUM — TBepIble BemecTBa. [1o-
cjae mo0aBlieHUWS K BOTHOMY pacTBOPY TBEPIOTO
DOSSNa g1 ycKopeHHsT eTo pacTBOPEHUS TTOMeE-
Iy TpobupKy Ha BoasgHyio Oanio (85 = 5°C)
Ha 5 muH. [1pu monmyaennn THADOSS no6asnsum
CTEXMOMeTpHUUecKoe KommuecTBo TBepaoro THAB,;
npu roaydennn TBADOSS BBonman BOgHEIM pac-
tBop TBAB, BBUIY ero xopolieii pacTBOPUMOCTHU
B Boze. [Ipu noGaBiennn 6poMuaa TeTpaaJKmiIaM-
MOHHUSI PaCTBOP MTHOBEHHO CTAHOBWJICSI MYTHBIM.
INosBnenne “TymaHa” CBMAETEILCTBOBAIO 00 00-
pa30BaHUM TOHKOAUCIEPCHOI 3MYJIbCUU 00pa3ylo-
weiicsas M2K. TTonoOHBIe sIBJIeHUS] BOZHUKAIOT B pe-
3yJbTarte JUCHeprupoBaHUsl oOpa3ylolleics in situ
ruapodobHoit XK [9]. OTneneHue 3aMeTHOIO 00b-
ema Tuapodoonoit MK (6omnee 10 MxiT) HaGI0maIM
MpU CMEIIEHUN SKBUMOJISIpHBIX KoiamdecTB DOS-
SNa m OpomMmma TeTpaanKMJIAMMOHUS TIPU CYM-
MapHON KOHIIEHTPALIMM Cpogsnasthap 2 1 X 1072 M
U Cpossnaitap 2 /-9 X 1072 M. OtaeneHue oT BOIbI
rugpodooHoit UK TBADOSS mpoucxomuiio mpu
0oJiee BBICOKMX KOHIIEHTPAIIMSIX MCXOTHBIX COJICH
n3-3a ee Ooyiee BBICOKOH PacTBOPMMOCTH B BOIE
no cpaBaenuto ¢ THADOSS [3].

CoctaB TmonyuyeHHBIX in situ WK tmonTBep-
XKIamy sneMeHTHBIM aHanmm3oM. Copepxanume C,
N, S, H 8 THADOSS cocraswio 69.2, 2.05, 3.45,
12.3 Mac. % COOTBETCTBEHHO; pacUe€THOE COIECP-
xanue C, N, Su H B THADOSS — 68.1, 1.8, 4.13
u 11.5 mac. %. HeckonbKo 3aHMKEHHOE COOTHOIIIE-
Hue C/N (33.8) u 3aBBIILIEHHBIE COOTHOLICHUS IS
C/S (20.1) u N/S (0.60) mo cpaBHEHUIO C TEOPETHU-
yeckumu 37.8, 16.5 u 0.44 cOOTBETCTBEHHO MOTYT
ObITh CBSI3aHbI C HEMOJHBIM 3aMelleHUEM OpoMuaa
Ha DOSS-anmnoH B xome peakuyu oOMeHa 1 obpa-
30BaHMEM cMelaHHoM cou coctaBa THA(DOSS))

XKYPHAJI AHAJTUTUYECKON XUMUU

(Br,,). Pacuerpl mokasbIBalT, YTO C M3MEHEHM-
eM x oT 1 mo 0 cootHomeHust C/N yMeHBIIAOTCS,
a C/S u N/S yBeInunBarTCs; IOJyYEeHHBIE SKCIIe-
pUMEHTAIbHBIC 3HAYCHMS IS 9TUX COOTHOIICHUI
COOTBeTCTBYIOT oOpa3zoBaHuio conu THA(DOSS, ;)
(Bry,). Pesynbratel aneMeHTHOro aHanmmsa MK
TBADOSS, mac. %:65.2C,2.32N,440Su 12.1 H,
nosryueHHbIe cootHomeHus C/N (28.1), C/S (14.8)
u N/S (0.53) nonTBepxxaaloT oOpa3oBaHUe CMEIIaH-
Hoii conmu coctaa TBA(DOSS )(Br,_,), toe x = 0.9.
PacuetHoe comepxkaHue coctaBuio (Mac. %)
65.12 C,2.11 N, 4.83 Su 10.00 H nnga TBADOSS.

ConmepxxaHue BOIBI B TIONYYEHHBIX in  Situ
THADOSS u TBADOSS cocraBuwio 4.7 0.2
1n9.1 £ 0.2Mmac. %, 4TO XOPOILIO COIIACYETCSI C COIEpP-
>KaHWEM BOIbI TIOCJIE HACHIIIIEHHS B IIPEeIBAPUTEIb-
Ho cuHTesupoBanHeIx THADOSS m TBADOSS:
4.5 n 8.9 mac. % coorBercTBeHHO [3]. Hecmeru-
Ba€MOCTb C BOIOM M BBICOKOE COIEpXKaHHE BOIBI
B MK mo3BOJIIOT OTHECTH MX K TUAPO(POOHO-TH-
IpOoGMIBHBIM MOHHBIM KHUIKOCTSM, O0JIagalolIuM
HU3KOi1 paCTBOPMMOCTBIO B BOIIE Y1 BBLICOKMM COAEP-
JKaHWEeM BOIBI TPU HACBIIIEHUH [2].

HccnenoBaau BO3MOXHOCTb TPYIIIIOBOIO H3-
Bneuenuss noHos Cd(II), Co(Il), Cu(Il), Ni(II),
Pb(11) u Zn(I1). Jlns ocyliecTBieHUs 9KCTPaKIIUU
B BapuanTe JIMD-in situ KX BOTHOMY pacTBOpPY, CO-
JepxallneMy HoHbl MeTainoB u ITAP, nobGapnsiu
DOSSNa, Bomubiit pactBop TBAB wmimm TBepnbrit
THAB, paccunteiBas konmmuectBo DOSSNa, THAB
n TBAB mns monyuenns 100 mxn M2K; BappupoBa-
I pH, KOHIEHTpaluio KOMILIEKCOOOpa3ylollero
peareHra, COOTHOLIEHWE KaTUOHHOW M aHWOHHOM
cocrapisomeit 2K nipu ee moaydyeHUU, COOTHO-
1IeH’e 00BEMOB U BpeMsl KOHTaKTa ¢a3.

3aBUCHMOCTH CTEIICHU M3BJIEUYCHUS] MOHOB Me-
TaJUI0B (IIpX COBMECTHOM IIPMCYTCTBMHM) B 0Opa-
sytomnecs in situ UK THADOSS u TBADOSS
ot pH mipencrasnensr Ha puc. 1. B 12K THADOSS
B npucyrctBuu 5 X 107+ M ITAP CdI) u Ni(II)
3KCTParupyrTcsl KOJUIECTBEHHO M3 CIa0OKMCIIBIX
pactBopoB nipu pH 4.9; nna Cu(ll) u Co(1l) nipu
aToM 3HayeHuu pH m3BneueHMe OJIM3KO K KOJHU4e-
cTBeHHOMY 1 cocTabiiseT 6osee 90 %. Monbl Zn(1l)
n Pb(Il) u3BnekaroTcst Xyxe, CTETIEHU U3BICYCHUS
coctaBuiu 80 1 73 % coorBeTcTBeHHO. B 12K TBA-
DOSS skerpakuus Ni(Il) kommaectsennas, Cd(I1)
OJIM3Ka K KOJIMYeCcTBEHHOM — He Huke 92 % nipu pH
4.9; ipu sToM ke pH mocturaercss MmakcumanbHast
crenenb uspneuenust Co(1l) (93 %), Po(1l) (77 %)
u Zn(1I) (70 %). nsg o6enx 3KCTpaKIMOHHBIX CH-
CTEM MAaKCHUMAaJIbHO€ M3BJICUCHHE KOMILIEKCOB
metamnoB ¢ ITAP pgocturaercsd u3 CaabOKMCIbIX
WM OMM3KMX K HEUTpalbHBIM pPAacTBOPOB, B OT-
JInyve OT ONTUMalbHOU obnactu pH Kommiekco-
oOpa3oBaHMsT B BOOHBEIX pactBopax: pH 9.5-11.0
s gt Cu(1l), Cd(II) n Zn(IT), pH 8.5—10.5 mnsa
Ni(Il), pH 6.0-9.7 mna Co(ll) [22]. U3BecTHO,
YTO B BONHO-OPraHMYECKUX Cpedax ONTUMabHas
Ne 1
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Puc. 1. 3aBucumocts ctenieHu usBieueHus: 200 MKr/mi1 MeTaiioB B oopasytomumecs in situ (a) THADOSS u (6) TBADOSS
B ipucytctBuu 5 X 10~ M TTIAP ot pH. V,: V, = 1:20, THAB : DOSSNa = TBAB: DOSSNa = 1: 1.

obmacte pH koMmekcooOpa3oBaHUS MOXET pac-
LM PSTHCS 32 CYET OCIa0IeHUsI KMCIOTHBIX CBOMCTB
peareHTa 1, COOTBETCTBEHHO, YBEIMICHMS 001aCTU
CYILLIECTBOBAHMSI OMHOKPATHO AMCCOLIMUPOBAHHOM
(opMBI peareHTa Mo TUAPOKCUTPYIIIIE B napa-Iio-
JoxeHuu. B pesynsrate komiuiekcol [TAP ¢ noHa-
MH METaJUIOB 3KCTParupyrorcss u3 0ojiee KUCIIBIX
pacTBOpPOB, MO-BUOWMOMY, IIPEMMYIIECTBEHHO
B (opMe OmHO3apsAIHBIX, YACTUYHO IIPOTOHUPO-
BaHHBIX aHUWOHHBIX KoMIuieKcoB MeHR,~ (rme
R — nByx3apsimuerit annon I1AP), mpotuBonorHoMm
K KOTOPBIM SIBJISIETCS KAaTUOH TeTpaaJlKWIaMMO-
HUSI MIOHHOM XKUIKOCTH; M3 KUCJIBIX paCTBOPOB MpPHU
pH < 5 — B dpopme Me(HR),. B menounoii cpeme
MOXHO TIPENNOJIOXUTh IKCTPAKIIUIO COENMHEHUI
MeR,>. Ina MK THADOSS ¢ 6o1ee ruapodo06-
HBIM KaTMOHOM TeTparekcmiaMMoHus objacts pH
addexTuBHON dKcTpakuuy mmpe. O4eBUAHO, YTO
KaTUOH TeTpaldyTUJIaMMOHUSI HE 00eCIIeurBaeT J0-
CTaTOYHYIO THIAPOGMOOHOCTh 3KCTPArMpPYIOIIETOCs
NIBYyX3apsITHOTO KOMILIEKCa, YTO IMIPUBOIUT K OoJiee

R, % (a)

2.5E-04  5.0E-04 7.5E-04 1.0E-03
CHAP’M

-x- Ni
a Pb

——7n

OBICTPOMY CHIDKCHUIO CTEIIEHM W3BJICUYEHUS IIpHU
pocte pH. IToutu o151 Bcex ucciaenoBaHHBIX MOHOB
METaJJIOB MaKCHMaJIbHbIE 3HAUEHUST CTEIICHEH n3-
BJIedeHUs nocturanuch npu pH 4.9, npu kotopom
MIPOBOMWIN TaJIbHEHUIIINE UCCIeIOBAHNSI.

C 1enbl0 OOCTIKEHUSI KOJIMYECTBEHHOI B3KC-
TPaKIIMK BCEX MCCIEAYEMBbIX METaJUIOB H3YJYWIN
BIMSTHAE KOHIIGHTpAllMM peareHTa Ha CTENeHb W3-
BiaeueHusl. BapbupoBaiu KoHueHTpauuio I[IAP
B auanaszoHe 5 X 107°—1 X 10-> M. B orcyrcTBue
ITAP BBICOKYIO 3((DEKTUBHOCTL SKCTPAKIIMA HAO-
momanu toabko it Cd(IT); B UK THADOSS cre-
neHb u3BaeyeHus coctapuia 98 %, 8 TBADOSS —
93 %. 3aBUCUMOCTD CTETICHU U3BJICUCHUS METAJIJIOB
ot koHneHTpanuu ITAP mpencrasiaena Ha puc. 2.
M3BneyeHune, OIM3KOE K KOJIUUYECTBEHHOMY, IS
BCEX METAJJIOB OOCTUTAJIOCh IPU KOHIIEHTpALlUU
AP 1 X 103 M.

IIpn BBemenum mn3oeiTKa DOSSNa mo oTHO-
IIEHUIO K KaTuoHHOM cocrtapistonieii MXK—THAB
OTMeYaIn addexTuBHOE IVCTIEPTUPOBAHNE

O 1 1 1 )

2.5E-04  5.0E-04 7.5E-04 1.0E-03
Cl'IAPﬁM

Puc. 2. 3aBucumMocts crenenu usineueHus: 200 MKr/a1 MeTaiioB B oopasytomuecs in situ (a) THADOSS u (6) TBADOSS
ot koHueHTpauuu [TAP. pH 4.9, V,: V,=1:20, THAB : DOSSNa = TBAB: DOSSNa=1:1.

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

2025



38 CMHWPHOBA, WJIbMH

obpasyromeiicas MK THADOSS, ripu aTOM ee arpe-
TMPOBaHME B OTIEIbHYIO (Da3y IMPOMCXOIUIIO CJIabo
U 11 pasgesieHus: (a3 TpeOoBajioCh IPOMOJIKU-
TeIbHOE IIeHTpudyruposanne (He MeHee 30 MUH
npu 10 000 06/muH). Bce uccienyeMple MeTalIbl
3KCTParupoBajvCh KOJIMYECTBEHHO IIPM ABYKpAT-
HoM n30bITKe THAB mo otHomenuio k DOSSNa.
3aBUCUMOCTD CTETICHU MU3BJICYCHUS METAJUIOB (TTpHN
COBMECTHOM TIPUCYTCTBUM) B 0Opa3yloecs in situ
2K THADOSS u TBADOSS ot coorHoIeHus
konmndecTB KatnoHHoi (THAB wnn TBAB) 1 anu-
onHoir (DOSSNa) cocrapmstomein MK, B3sThIX
IUIST MIX TIOJTydeHus, mpeacTaBieHa Ha puc. 3. [lpu
nonyyeHun in situ 12K TBADOSS B ycioBusix ns-
ObITKa AaHMOHHOM COCTAaBJISIOIIEH MO OTHOILIEHUIO
K KaTMOHHOI AucreprupoBaHue oOpasyroueiics
TBADOSS nHacTtonmpko 3p(peKTUBHO, YTO HE TPO-
ncxomut arperupoBannss MK B oTmenbHyIO (asy
(maxxe mpu UEHTPUGPYTUPOBAHUM CO CKOPOCTHIO
14 000 06/MUH), YTO, BO3MOXHO, CBSI3aHO C IOBEPX-
HOCTHO-aKTUBHBIMU cBoiicTBamMu DOSSNa u 6011b-
meil ruapoduabHocThio TBAB 10 cpaBHeHUIO
¢ THAB. Ilo 3Toit npuurHe 3KCTpaKUUIO MIPU U3-
6pITKe aHnoHHoM cocTapsomeit (DOSSNa) 8 MK
TBADOSS wne wmnccinenoBaim. HambGonee addex-
TUBHO METAJLJIBI 3KCTParupyloTcs Ipyu ABYKPAaTHOM
n30BITKe KaTMOHHOM cocTaBisionteit 12K (TBAB)
no otHomeHWio K aHMoHHONW (DOSSNa). Komu-
YeCTBEHHOE M3BJIEYEHUE NOCTUTHYTO IJISI TPEX Me-
tammoB: Co(II), Ni(Il), Zn(Il), n3Bneyenune, 6aM3-
Koe K KommdyecTBeHHOMY, Haomomamm miusg Cd(II),
Cu(1I) u Pb(1I) (94, 94, 87 % COOTBETCTBEHHO).
PesynbraThl 37€MEHTHOrO aHamm3a OOpasylo-
ieiics in situ 12K B ycioBUsIX ABYKpPaTHOTO U30bITKA
KaTnoHHOI cocTasisomeit THAB noxkaszanu, 4to
oOpasyeTcsl XuaKasi HeCMEIIMBAIOIIAsICI C BOMOM
coxb coctaba THA(DOSS,)(Br, ), tne x = 0.5; npu
n30eiTke TBAB — TBA(DOSS))(Br,.,), tme x =1,
1.. TBADOSS. 1o maHHBIM 371eMEHTHOTO aHaInu3a

R, %
100

A

80

60

40

20

[T

A

1 1.5 2
THAB : DOSSNa

comepxanue C, N, S u H cocrasuio 66.8, 2.6, 2.9
u 12.5mac. % nna THADOSS; skcnepuMeHTaIbHbIC
3HAYeHUS IJ1s1 cooTHoeHui coctapwin: C/N 25.7,
C/S 23.0 u N/S 0.90. Ins TBADOSS conepxanue
C, N, S u H o naHHBIM 371€MEHTHOI'O aHaJIn3a CO-
craBuio 63.9,2.25, 5.0 u 11.8 mac. %; cooTHOLIEHUS
C/N, C/S,N/S —28.4, 12.8 1 0.45 cOOTBETCTBEHHO,
YTO XOPOIIIO COITIACYeTCsI C paCYeTHBIMM 3HAYCHUSI -
MH.

Ilonyyenune cmemannoii comu THA(DOSS,)
(Br,), mo-BumuMoMy, CBSI3aHO C Te€M, 4TO OpoO-
MU TeTpareKCMIaMMOHUS MOXeT 0Opa30BHIBaTh
CUCTEMY XUIKOCTb—XUIKOCTh IIPU HT00aBICHUM
TBepaoi comm K Boae [13]. IIpm cMemennm aByX
coneit THAB n DOSSNa npoucxogur gacTuaHas
3aMeHa OpoMuIa B BBIAESIONIEMCS 13 BOIBI Opo-
MU TeTpareKCMJIaMMOHMSI Ha Oojiee ruapodoo-
HBIIf aHUOH — IMOKTUJICYIb(GOCYKIIMHAT. Brigene-
HU€ 13 BOObI OpoMHUIa TETpaOyTIIAMMOHMS B BUIE
OTHENbHON TUAPO(POOHON (Pa3bl MOXKET HPOUCXO-
IUTH TOJIBKO B IIPUCYTCTBUM BBICOKMX KOHIIEHTpA-
Ui BHICAJIMBAIOIINX areHTOB [14], moaToMy TIpu
nobasmennn DOSSNa B KolmyecTBax, COM3MepH-
MBIX ¢ KonudectBoM TBAB, BBIIEIUTHCS U3 BOIBI
MOXET TOJBbKO HecMelIuBawInascsa ¢ Bogoi MK
TBADOSS.

WzydyeHne 3aBUCHMMOCTU CTEIIEHU M3BJICUCHUS
METAJJIOB OT COOTHOIIIEHMSI 00BEMOB BOTHOM U OpP-
TaHMYeCKoil ha3 I10Ka3ajo, 4TO KOJMYECTBEHHAS
BKCTPAKIUs BCEX METAJIOB HOCTUTAETCS IIPU CO-
OTHOIIIEHUN 00BHEMOB BOTHOM M OpraHMYecKoi a3
40:1m 20:1 (puc. 4). O6beM BOmHOM ha3bl CO-
cTaBysuT ipu 3ToM 4.0 MJI, a 00bEM OpPraHNYECKOMN
(a3l BappupoBanu ot 20 mo 200 mxi. JanpHelimee
yMeHbllIeHHe obobeMa obpasytouieiics MK npuso-
OUAT JINIIb K YMEHBIICHUIO CTETICHH W3BJICUYCHMUS.
Hns paboThI BEIOpanmm cooTHomreHue V, : V, =40 : 1.

HccnenoBanue BpeMeHU, HEOOXOOMMOTO IS
YCTAHOBJIEHUSI 3KCTPAKIIMOHHOIO PaBHOBECHUS

R, % (6)
100 =
, + .8
[ 1 = =
“ = E
® Co éé %E
= =
mCu 60 = =
ONi 4 = E
@ Pb = £
20 B -
8 Zn = E

1 2 3

THAB : DOSSNa

Puc. 3. 3aBucumocts creneHu uspinedeHus 200 Mkr/m metannoB B obpasywooiuecs in situ (a) THADOSS u (6) TBA-
DOSS B mpucyrctBuu 1 X 10* M IIAP or coorHomenus koHueHtpauuii THAB : DOSSNa u TBAB : DOSSNa.

V..V, =40:1, cpep = 1 X 10 M, pH 4.9.

XKYPHAJI AHAIUTUYECKOU XUMUU  tom80  Nel 2025
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Puc. 4. 3aBucumocth crteneHu wu3piaedeHus 200 Mkr/m MertayuioB B oOpasytomuecs in situ (a) THADOSS u (6)
TBADOSS B mnpucyrctBuu 1 X 10* M IIAP or coorHouieHusi 00beMOB BOmHOW M opraHudeckoir ¢das. pH 4.9,

THAB : DOSSNa = TBAB: DOSSNa =2: 1.

MpY TPYIIIOBOM H3BJICYEHUM META/UIOB B 00pa-
syromuecd in situ THADOSS u TBADOSS, mo-
Ka3ajao, 4YTO 3KCTPAKIIMOHHOE paBHOBECHE 0O-
cturaetcs MeHee yeM 3a 1 muH. [Ipu gByKpaTHOM
n30bITKE OpoMMIA TETPAJKUIAMMOHUS MO OTHO-
meHuio K DOSSNa nentpugyrupoBanne B Te-
yeHue 3 MuH npu 6000 06/MUH TOCTATOYHO IJISI
pasaenieHus ¢as.

Taxum obpaszom, nousr Cd(I1), Cu(ll), Pb(II),
Co(II), Ni(IT) u Zn(II) skcTparupyiorcsa B obpa-
syromuecs in situ UK THADOSS u TBADOSS
B npucytctBun 1 X 107> M I1AP npu cMelieHuun
B BOIHOM PacTBOpPE COJIEH — MOCTaBIIMKOB KaTHO-
Ha M aHMOHA, COCTABJISIIOIINX NOHHYIO XUJIKOCTb.
KonnuecTBeHHass SKCTpaKIysl MOHOB METAJIJIOB
B THADOSS, o6pasywowmuiics in situ (pH 4.9,
V.:V,=40:1) moxeT OBITb MCIIOJb30BAHA IJIsI
TPYNIIOBOrO KOHIEHTPUPOBAHUSI MOHOB MeTall-
JIOB M3 BOIHBIX pacTBopoB. MoOHHas XWMIKOCTh
THADOSS o6namaet 60jiee HU3KOI pacTBOPUMO-
CTBIO B Bofe 1o cpaBHeHUIO ¢ TBADOSS, uTo no-
3BOJIsIeT n306exaTh morepb M2K 3a cueT yacTUUHOI
pacTBOPUMOCTH B BOJIE.

OnpenesieHde METAJIJIOB METOIOM ATOMHO-3MHC-
CHOHHO¥ CHEKTPOMETPMM C MHUKPOBOJHOBOM IUIA3-
MOii mocJie 3KCTPAKIMOHHOTO KOHIIEHTPHPOBAHMS.
BriOpaHHbIe YCI10BUS 9KCTPAKIIMOHHOT'O KOHIIEH-
TPUPOBAaHUSI MOHOB METAaJJIOB B 00pa3yloIIyIO-
cs in situ X THADOSS ucnonbs3oBanu mist UX
onpeneneHus MerogoM ADC-MII. Dkcrpakunio
MOHOB METAJJIOB IIPOBOIWIN M3 BOTHBIX PacTBO-
poB obobemMoM 8.0 ma B mpucyrcTBuu 1 X 103 M
ITAP npu pH 4.9. CymmapHasi KOHLIEHTpalus HC-
xomHbrx conet THAB n DOSSNa s nonydeHus
THADOSS cocrasuna 0.095 M npu moasapHOM
coorHomenun THAB : DOSSNa =2 : 1. B atux
YCITIOBUSX OOBEM OTHEHSIOMECS OpraHWYeCcKO
¢aszwr coctasma 200 £ 50 MKiI.

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

Bricokass BSI3KOCTh 3KCTpaKTa HE IT03BOJISIA
HaIIpSIMyI0 BBOIMTH €r0 B IUIa3My CIIEKTPOMETpA.
11 MOHMXKEHUST BSI3KOCTU 3KCTPAKT pazdaBisuiv
OpPraHWYECKMM PACTBOPHUTENIEM IIOJOOHO IIpHUEMY,
npemIokeHHOMY B pabotax [ 13, 23], mo3Bossione-
My IpOBOINTHE omnpeneneHne Metogamu ADC-NCII
n ADC-MII HenocpencTBeHHO B 3KcTpakTe. [Tpn-
MEHEHHE OPTaHMYeCKOIO PacTBOPUTENIs, KaK U IIe-
pPexXon OT BOOHOM K OPraHMYECKOW MaTpUIE, Kak
MIPaBWIO, CHIDKAET YYBCTBUTEJIBHOCTD OIIPEACIICHUS
BJIEMEHTOB. DTO CBSI3aHO C M3MEHEHHEM (H3nUe-
CKHX CBOMCTB 00paslia, TaKNX KaK BSI3KOCTb, IUIOT-
HOCTb, IIOBEPXHOCTHOE HATSKCHUE, BIIUSIONIINX
Ha 3¢ (PEKTUBHOCTH €TI0 MOJAYN B TIA3MY M UCTIape-
Hue. ['opa3no Gosbliiee BIMSIHUE HA UHTEHCUBHOCTD
JIMHUI OKa3bIBaeT BBENCHUE yIiepoda B ILIa3My,
OHO TaKXe MOXET CTaTh IPUYMHON ITOBPEXKICHUS
TOpEJIKM BCICACTBHUE €€ 3arpsi3HCHUS WIM IIepe-
rpeBa. TeM He MeHee pacIbUICHHE M HCIIapeHHE
npobObl ¢ 100aBKOII OpraHUYECKOro paszdaBuUTENs
MOXeT OBITh Oosiee 3(PPEKTUBHBIM MO CPaBHEHUIO
¢ BomHBLIMM pacTBopamu. IIpu BeIOOpE pacTBOpU-
TeNsI OIpenesaiomuM (aKTOpOM SIBISIETCS JIETY-
4ecTh 1 BSI3KOCTb mogaBaeMoii mpoOknl. IToka3aHo,
YTO BBEIEHUE B CIIEKTPOMETpP CMeCeil BKCTparcH-
Ta 1 pa3daBUTENIS IIPU OOBEMHBIX COOTHOIICHUSIX
He Oozee yeM 1 : 3 He BIUSIET Ha TeMIIepaTypy I1a3-
MBI, a UCITOJIb30BaHUE JICTYUYMX pa30aBUTEIICH IIpH-
BOINT K 00JIee MHTEHCUBHBIM CUTHAJIaM [24].

B kxagectBe pa3z0aBUTEIST MCIIOIB30BAIM M30-
TMPOIIAHOI: K 75 MKJI 3KcTpakTa mooasisumm 300 MK
n3ompoIaHona. Takoe KOIMIeCTBO OPraHMIECKOTO
pacTBOpUTENSI BBIOpalM IJISI TIOJNYy4eHUS OObeMa
MPOOBI, TOCTATOYHOTO IS BBOIA B CIIEKTPOMETP.
[TockonbpKy perucrpauus 3MHCCHOHHOTO CHUTHAIa
B ADC-MII mpoucxomnT mocieqoBaTeIbHO, TS
OIIpeAeIICHUS BCeX 2JIEMEHTOB TPeOOBAJIOCh HE Me-
Hee 350 MKJT pa30aBiIeHHOIO SKCTPAKTA.
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st pacbLieHUs TpOObl UCITOAb30BaI UHEPT-
HBI TToJIMMepHBIiT HeOymaitzep One Neb, obGec-
neynBamOmuii 6onee 3(PGEeKTUBHOE pacCITbICHUE
3a cyeT oOpa3oBaHUS MEIKOAUCIEPCHOTO al3po-
30JIS1 ¢ Y3KMM pacIipeiesieHreM KalleJb 110 pa3Me-
paM M TIO3BOJISIIONIMI COKPATUTh PacXoi IIPOObI
10 CPaBHEHUIO CO CTEKISIHHBIM HeOyJai3epoM.
Bricokast 53 (peKTUBHOCTE pacITbICHUS B 3TOM CITy-
yae TOCTUTAeTCs M IPY HU3KUX CKOPOCTSIX IModavYn
MpoOBI, MCIIOJIb3YEMBIX IS BBEOSCHHUS HEBOMHBIX
pactBopoB. Hu3Kyo ckopocThb mopayu oOpasua
7 00/MUH BBHIOpAIM B LEMSIX MMHUMM3ALMU pac-
Xoda IMpOoOkI, a TaKXKe UIST CHUKEHUS 3arpsI3HEHMUS
aToMm3aTopa (TOpesIKM) MPOAYKTaMU CropaHus/
pasnoxeHus: MaTpulbl. I Bcex 21eMEHTOB MakK-
CHMAaJIbHYI0O HMHTEHCHBHOCTb JIMHMII HaOIIOmaIn
pu pacxofe raza B pacmbuiutene 0.4 1/MuH. YMe-
peHHBII pacxon ra3a B pacubumutene (<0.5 g/MuH)
PEKOMEHIOBAH MJIsl CHIDKCHUSI MATPUYHBIX 3 heK-
ToB [25]. Kpome ToTrO, mIS ycTpaHEeHUST BEIOPOCOB
yIIepona 1 Ccaxuy, HaKaIIMBAIOIIUXCS Ha TOpeJIKe,
HCIIOJIb30BAJIM BHEITHUM MOMIYJIb PEeTYJIUPOBKU pac-
xona raza (EGCM) mist HerpephIBHOM TTOgaYn BO3-
oyxa B Iura3My. MUHMMAaJIbHO BO3MOXKHBIN Pacxon
BO3IyXa OKa3aJICS OCTATOYHBIM IS IIPEIOTBpAaIIIe-
HUSI OCaXXIEeHUS IPOAYKTOB TOPEHUS/Pa3IoXKeHUS
B TOpEJIKEe W IOJYyYeHHUS HaIeXKHOTO 1 CTa0MIBHOTO
CHUTHaJIa IIpU OIpenejieHMH 3JIEMEHTOB B pa30aB-
JICHHBIX 3KCTpakTax. JMHBI BOJH 3MMCCHOHHBIX
JIMHUI 3JIEMEHTOB BBIOMpAIN MCXOHS M3 CIEdYIO-
IIMX YCIOBUI: HaMMEHBIllee BIMSHHUE (DOHOBOTO
CHUTHaJIa OT OPraHMYECKOM MAaTpHIIbl, MAKCHUMAaJIb-
Has yIaJICHHOCTb OT SMMCCHOHHBIX JIMHUH Xene3a,
MaKCUMaJIbHas MHTEHCUBHOCTh M OJIM3Kasl K Trayc-
COBOMY pacnpeneiaeHuto popma (tadi. 1).

B Tabn. 2 mpencraBieHB METPOJIOTMUYECKHUE
XapaKTePUCTUKU OIIPEIeICHUS METaJlJIoB B 3KC-
tpakte MeTomoM ADC-MII. IIpenensr obHapy:ke-
HUSI PacCUYMTHIBAIM KaK oTHomeHue 3s/S mrs 20
M3MEPEHUI XOJIOCTHIX 00pa3lloB, IIe § — CTaH-
IapTHOE OTKJIOHEHHE, S — HAKJIIOH TpagynpOBOY-
HOM 3aBCHMOCTHU. XOJIOCTBIM O0pa3loM SIBIISLIICS

3KCTPAKT, pa30aBIeHHBIN U30IIPOIIAHOIOM, OIY-
YeHHBIM U3 IIPOOKI, comepxXKalleil 10 IIPOBEeICHUS
SKCTPAKIIMM BCE KOMIIOHEHTBI CHUCTEMBI, KPOME
oIpenessieMbIX MeTauIoB. PaccuntanHbIe mpene-
el ooHapykeHus a1 Co, Cu, Ni, Pb commocraBu-
MBI C IIpenejiaMu OOHapYyKeHUST STUX 3JICMEHTOB,
nocturaeMbeiMu B MeTomax [TAAC u ADC-MIT ripu
OpsiMOM OIMpeleleHun B JIETKUMX MmaTpuuax [135,
26]; s Cd u Zn pacyeTHbIEe MIpeaesibl O0Hapyxke-
Hug yerynaior B 3—20 pa3s. [ToBeIIeHne IpeaeionB
0OHapyXeHUs DJIEMEHTOB B IIPMCYTCTBUU 3HAYM-
TEJIBHOTO KOJHMYECTBA HEOPraHMYECKUX KUCIIOT,
COJIei WJIM OPraHMYECKMX BEIIECTB MOXET OBITh
CBSI3aHO C TIOSIBICHMEM 3MHCCUOHHBIX MOJI0C MO-
JIEKYJISIPHBIX TOHOB. KpoMe Toro, CyIecTByeT psn
ayieMeHTOB (Zn, Pb u ap.), mpenensl oOHapyXKeHUs
KOTOPBIX Jaxe IPU ONpeAcIeHUN B CPAaBHUTEIBHO
JIETKMX MaTpUIax HOCTaTOYHO BBICOKMU. Tak, mis
CBUHIIA IIpelesl OOHapyXeHHS B IEeHMOHM30BaH-
HOIl Bome cocTaBiseT 4.4 Mkr/a [16], B pacTBope
a30THOM KUCIOTH — 10 MKT/JI, a B MUKPO3MYJIb-
CHHM KepOCHHa ¢ IpomnaHoioM — 60 mkr/m [27].
[1pu KUCIIOIb30BaHMM MCTOYHUKOB IJIa3MbI C a30-
TOM TIpefei OOHapy:XeHUS IIMHKAa Bcerma OTHO-
CHTEIbHO BBICOK BBUIY HalOXeHHs Itosoc NO
W aHaauTuyeckKoir numHuM Zn 213.837 um [28].
st BCcexX 2IIEMEHTOB IIpenelibl 0OHapyKeHUsI T10-
cJie DKCTPaKIIMOHHOTO KOHIIEHTPUPOBAHUSA B 00-
pasylomytocs in situ UK THADOSS oxazanuce
HIKE, YeM IIpU IIPSIMOM OIIpeNe/IieHNN 3THUX dJIe-
MeHTOoB MeTonoM ADC-MII B Mopckoii Bone [13].
OnTuMu3anys WHCTPYMEHTAIBHBIX ITapaMETPOB
npubopa (maBjieHHe B PacHBLINTEILHONM Kamepe,
BpeMs cTabuiau3aluy OpoObl B Ia3me, Bapbu-
poBaHUE KOJUYECTBA MOoAaBaeMOi MPoObI, MOJ0-
KEHUE MPOCMOTpa) U noadop pazdaBUTENsT MOTYT
CIOCOOCTBOBATh CHUXXEHMUIO TIpENeIoB OOHapyXe-
Hus [13]. IIpaBUJILHOCTh U BOCIIPOU3BOAUMOCTD
NpeaoKeHHOTo MoaXoaa MOATBEePXKIaal METOI0OM
BBEICHO—HAaIeHO MyTeM aHajJu3a UCKYCCTBEH-
HOM MOPCKOM BOOBI C MUHepaiau3aumeinn 33 v/n
[21] (Taba. 2).

Taonuna 2. AHaTUTUYECKUE XapaKTePUCTUKHY OMpeaeeHUS METa/LIOB METOIOM aTOMHO-3MUCCUOHHOI
CIIEKTPOMETPUHN ¢ MUKPOBOJIHOBOI1 TIJ1a3Moi1 ociie akerpakunu® B THADOSS

paewern | oy | cwewa | PO e |
Cd 10200 3 50 47 + 4 8
Co 15-200 5 50 47+ 1 2
Cu 7-200 2 50 5143 7
Ni 15—150 5 50 50 + 3 6
Pb 40—150 12 50 48 +3 8
Zn 75150 25 50 50 + 4 8

aycnoBust akcTpakimu: pH 4.9, ¢ = 1 X 102°M, THAB : DOSSNa =2:1, V, : V, = 1 : 40; SuckyccTBeHHast MOpcKasi Boaa (MUHe-

panuzanus 33 v/n[21]; n =3, P=0.95).
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Takum o6pa3oM, MPOAEeMOHCTPUPOBAHA BO3-
MOXXHOCTb MHOTO3JIEMEHTHOTO OIIpeAC/ICHUsSI MO-
HOB MeTajutoB MeTonoM ADC-MII 1ocne sKcTpak-
uuu B M2K. IlpeaBaputeabHOE 3KCTPaKILIMOHHOE
KOHIICHTPMPOBAaHUE ITO3BOJIMJIO CHU3UTD BIUSHUE
MaTPUYHBIX KOMIIOHEHTOB, IIpene/Ibl 0OHAPYKCHUS
HCCJIENOBAHHBIX METAJLIOB 110 CPAaBHEHMIO C OIIpe-
IeJIeHNeM B MOPCKOM BOIE M PacUIMPUTh BO3MOX-
Hoctn MeToga ADC-MII mng aHanmm3a pacTBOpOB
C BBICOKOU 3aCOJIEHHOCTBIO.
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EXTRACTION OF HEAVY METAL IONS FROM AQUEOUS SOLUTIONS
INTO THE IN SITU FORMED IONIC LIQUIDS WITH SUBSEQUENT
DETERMINATION BY ATOMIC EMISSION SPECTROMETRY WITH

MICROWAVE PLASMA

S. V. Smirnova® *, D. V. Ilin“

4 Lomonosov Moscow State University, Moscow, Russia
*E-mail: sv_v_smirnova@mail.ru

Abstract. Ionic liquids based on quaternary ammonium cations — tetrahexylammonium dioctyl
sulfosuccinates (THADOSS) and tetrabutylammonium are obtained in situ by mixing salts in an aqueous
solution — suppliers of the cation and anion, constituting the ionic liquid, and studied for the extraction
of heavy metal ions from aqueous solutions. Cd(II), Co(II), Cu(II), Ni(II), Pb(II), and Zn(II) ions are
quantitatively extracted in the presence of 4-(2-pyridylazo)resorcinol (1 X 10-3 M) into the in sifu formed
THADOSS at pH 4.9 in 1 min. The possibility of determining metals by microwave plasma atomic emission
spectrometry after extraction into ionic liquids is demonstrated; the detection limits are from 2 to 25 ug/L.

Keywords: metal ion extraction, ionic liquids, microwave plasma atomic emission spectrometry.
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M3ydyeHa copOIIMsI MOHHBIX aCCOLIMATOB KUCIOTHBIX a30KpacuTeeil — cyab®OoHa30 U KOHTO Kpac-
HOTO ¢ TUMEIPOJIOM Ha MEHOMOJINYypeTaHe B 3aBUCUMOCTU oT pH, BpeMeHn KoHTakTa a3, cooT-
HOIIIEHUsI KOMIIOHEHTOB. PazpaboTaH cnocob onpeaesieHUsI AMMENPOJa B JIEKAPCTBEHHBIX Npena-
paTax, OCHOBAaHHBII HA €TO COPOILIMM B BUJIC MOHHBIX ACCOIIMATOB C KPACUTEISIMHU M TTOCTIEAYIOIIEeM
IEeTEKTUPOBAHWHU Ha TTOBEPXHOCTH COPOEHTA ¢ MCIOJIb30BAHMUEM CIIEKTPOCKONNHU TU((HY3HOTO OT-

paXkeHUsI.
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3HAYUTEIbHBIM POCT MPOU3BOACTBA M ITOTPEO-
JIEHUsI JIEKQpCTBEHHBIX CPEICTB TpeOyeT 0coOoro
KOHTPOJISI KAaUeCTBa U OIIPEACSICHUS MX COAePKaHUS
B Pa3IMYHBIX OMOJIOTHIECKUX XXKUIKOCTSIX, CTOYHBIX
Bomax (papMaleBTUYECKHMX TPEOIPUITAIN U IPYTUX
00BEeKTaXx.

HuMenpon (B-AUMeTMIaMUHOSTHIOBOTO 3(U-
pa Oenarumposna rumpoxiaopun, JM) mocraroaHo
IIMPOKO MKCIIOJb3YEeTCSI B MEOMIIMHE B KauyeCTBE
MIPOTUBOTMCTAMUHHOTO, MECTHOAHECTE3UPYIOIIETO
U CIIa3MOJIMTUYECKOTo cpenctBa. st ompenene-
HUSI IUMENPOoJia NCIIOJIB3YI0T XpoMaTorpapuiecKue
[1—15], anekTpoxumuyeckue [16], cnexkrpodoTo-
MeTpu4ecKre MeTonsl [ 17—19], MHOrMe U3 KOTOPHIX
TpeOyIOT IIpUMEHEHMST CIOKHOI anIaparyphl 1 3a-
HUMAIOT IJIUTEJIbHOE BPEeMSI.

M3BecTeH MPOCTOM U BKCIPECCHBIM 3KCTpaK-
LIMOHHO-CIIEKTPO(MOTOMETPUIECKHUI CIIOCOO OIpe-
IeIeHWsT OUMeIpoja B BUAE MOHHOIO accoluara
¢ azokpacutensgmu [20]. OmHaKo XMUIKOCTHAS IKC-
Tpakilusl ycTynaeT copouuun — 6oyiee TEXHOIOTUY-
HOMY CIIOCO0Y pasneieHus M KOHLIEHTPUPOBAHUSI,
He TpeOyIoleMy IPUMEHEHUSI TOKCUYHBIX OpraHu-
YECKUX PACTBOPUTEIICH.
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IIpencraBiasier mHTEpeC M3y4eHHE BO3MOXKHO-
CTU OIpeneeHUs TUMeNpoja B BUIEe MOHHOTO ac-
colpaTa ¢ a30KpacUTeIISIMA METOIOM CIIEKTPOCKO-
muu au¢¢y3HOTO OTpakKeHHUs MOCIEe M3BJICUCHUS
Ha copOeHT. B kauecTBe copOeHTa BbIOpaaud MeHO-
MOJIMYpEeTaH, ITUPOKO MCIOIb3YIOIIUICS IISI COPO-
UK Pa3INIHBIX OPTAHUYECKUX M HEOPraHUIECKUX
COeNMHEeHUI1, B TOM YHCJIE 1 MOHHBIX acCOIIMATOB
[21-23].

Ilenb paboThl cocToslIa B U3y4YeHUU 0Opa3oBa-
HUSI U COpPOIIMM MOHHBIX aCCOLMATOB KMCIOTHBIX
azokpacureneii cynbdonaso (CPH) u koHro kpac-
Horo (KK) ¢ gmMenposioM Ha TEHOIOJIMYpPETaHE
(IIITY).

OKCITEPUMEHTAJIbBHAA YACTb

Pearents! u anmaparypa. Mlcrionb30Baiiv BODHEIE
pacTBOphbl Kpacutesieit — cynbdoHa3o 4. . a (JIeH-
peaktuB, Poccust), KoHro KpacHoro 4. 1. a (JIeHpe-
akTuB, Poccus) m opraHM4ecKOro OCHOBAaHUS OV-
Menposia dapMakoIrieitHoit YucToThl. KncIoTHOCTD
PacTBOPOB KOHTPOJIUpOoBaIu pH-MeTpoM-noHoOMe-
pom Dxcrept-001 (BDxorMKc-DKemept, Poccus).
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CopOeHT IeHOMoIMypeTaH Ha OCHOBE IIPOCTHIX
5(UPOB MCTIOJIH30BAIN B BUAE TAOJIETOK TOJIIN-
HoMt 1 cm, nuameTpom 2 cMm u maccoit 0.04—0.05 T,
KOTOPBIE TTOJTyJaIv IIPY ITOMOIIN METAJLINIEeCKOTO
MPOOOMHMKA U3 IMIPOMBIILICHHOIO JIMCTA IIOJIMMeE-
pa. JIng nepeMellMBaHUsI pacTBOpa C COpOEHTOM
HCIIOJIb30BAIM II€pEeMEIINBAIONIee YCTPOHCTBO
LS-220. Iuddy3Hoe oTpaxkeHne copOATOB M3MeE-
psnau ¢ nomoiubio UV-3600 (Shimadzu, Anonus)
¢ nmpucrtaBkoi nuddy3Horo orpaxkeHuss. OnrTmde-
CKYIO IUIOTHOCTb PacTBOPOB M3MEPSUIM Ha CIEK-
tpooromeTrpe Specord 210 Plus (Analytik Jena,
I'epmanns).

Meroauka 3KkcnepumeHTta. B MepHBIE KOJIOBI
€MK. 25 MJI BHOCUJIA PaCTBOPHBI KPACUTENS U TUMe-
IpoJia, COJSTHOM KUCIOTH WM TUIPOKCUIA HATPUS
JJIST co3maHusl HeoOxoguMoro 3HadyeHus pH pac-
TBOPOB M IIEPEHOCWIM B CTCKISIHHBIE CKJISTHKH,
Kyga nomeiianu tabnetky IIITY. [Ins oGecrneue-
HUSI IPOHUKHOBEHMUSI pacTBOpa B 00beM copbeHTa
€ro IPYKMMAaIU Pe3MHOBBIM ITOpIIHEM. PacTBOpEI
BCTPSAXUBAIM B T€UCHHE BPEMEHM, HEOOXOOUMOTO
IJIS YCTAHOBJIEHUSI COPOIIMOHHOTO pPaBHOBECHSI.
TabneTku BbIHMMAM, MOMENIAM MEXAY JIMCTa-
MU OUIBTPOBAIBHON OyMard M BBICYIIMBAIN IJIS
IAJbHEUIIEro aHajn3a METOIOM CIIEKTPOCKOIINHU
nuddy3Horo orpaxeHusi. PacnipeneneHue KOHTPO-
JINPOBAJIM IIyTEM OIIpeAesICHUSI paBHOBECHOI KOH-
LEHTPpAalY KPaCUTENISI B BOTHOM (hase crieKTpodo-
TOMETPUIECKIM METOIOM.

PE3VIIBTATBI U UX ObCYXIAEHUE

B ocHoBe ¢doromerpuueckoro crocoba orpe-
IeIeHUST TUMEOposIa JIEXKUT pa3IMdue B YCIOBHSIX
WM3BJICUCHUSI KPACUTENISI M €er0 MOHHOIO accollara
C IMMEIPOJIOM B T€TEPOTeHHBIX CICTEMAaX B 3aBUCH -
moctu ot pH pacTtBopa.

3aBucHMOCTb COPOIMHM KpacHTelleii H HX HOH-
HbIX ACCONMATOB C JIHUMEAPOJOM OT KHCJIOTHOCTH
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pacTtBopa. B KauecTBe peareHTOB-a3oKpacuTeseit
71T 00pa30BaHMSI MOHHBIX acCOILIMATOB C ITHMeE-
npoioM ucnonb3oBamm COH u Kk, Kotoprie oT-
JINYAIOTCS HAJIMIMEM B MX MOJIEKYJIaX HECKOJIbKUX
NOHM3UPYIOIINXCS 3aMECTUTEICH, B TOM YMCIC
cylibGOrpymnI, crnocoOHbIX 00ecneuynBaTh PacTBO-
puMOCTh coenuHeHui B Bome. CynbdoHa30 1 KOH-
ro KpacHBIN MPENCTaBIIsSIOT CO00if BOCBMHNOCHOB-
HYI0O M IBYXOCHOBHYIO KHCJIOTHEI COOTBETCTBEHHO,
KOTOpPBIE B 3aBUCUMOCTH OT pH MOryT HaxomuThcs
B PacTBOpE B Pa3jIMYHBIX MOHM3UPOBAHHBIX (POP-
Max, IO3TOMY KHUCJIOTHOCTh BOOHOI (pa3bl MOXET
CYIIECTBEHHO BJIMSITH Ha MX COPOIUIO HA IIEHO-
noiuyperaHe. JuarpamMmMbl pacrpenencHus Gopm
a3oKpacuTeneil, pacCUMTaHHbIE C TTOMOIIBIO IIPO-
rpammbl ACD Labs, mpuBeneHs! Ha puc. 1.

HM3yyanu 3aBUCUMOCTb 3((PEKTUBHOCTU HU3-
BieyeHMs1 Kpacuteneid ot pH pactBopa Ha IIITY
B cTaTU4ecKoM pexume (puc. 2). Kak BugHo, cTe-
nenb uznedeHuss COH na IIITY MmakcumanbHa
B CWJIbHOKHUCJION 00J1acTH, MOCKOJbKY COpOLUS
3TOTO KpacuTesass MOXET IPOMCXOAUTh 3a CYeT
BJIEKTPOCTATUYCCKOIO B3aMMOICHCTBUS aHUOH-
HBIX YaCTHUIl C IIPOTOHUPOBAHHBIMMU B KHUCIOI
cpene ocHOBHbIMU Tpymnmamu IIITY. YMmeHbie-
Hue cterieHu uspiedyeHnss COH mpu yBenmueHUn
pH pacTtBopa cBs3aHO C yMEHBIIEHHEM CTEIICHU
NPOTOHUPOBAHUS a3zoTcomepxamux rpymmn ITITY.
MakcumanbHoe wu3BledeHue Kk HabmogaeTcs
B ob1actu pH 2—5, BeposTHO, B 3TOM cliydyae Co-
pOLMs KpacuTessl OCYIIECTBISIETCS KakK 3a CYET
3JIEKTPOCTATUUECKMUX, TaK U TUAPO(POOHBIX B3au-
MOJEHCTBUII C TOBEPXHOCTBHIO COPOEHTA, IMTOCKOJIb-
Ky (pakTop ruapododbHocTr Kk (Tabdi. 1) HaMHOro
npeBwiaeT ¢pakrop ruapododrHocTn COH. B 00-
Jactu pH < 2 nHabmiogaercs TMOSIBJI€HUE TpeTbei
(a3bl, UTO CBSI3AHO C BBICOKOI rHMApO(GOOHOCTHIO
MojekynsipHoit popmbl Kk, koTopas npeobamaet
comIacHO AuarpaMMme pacmnpeaeaeHus (GopM Kpa-
CUTEJISI B KMCJIBIX Cpeaax.

Konro kpacubiii
1.0+

2-
a | HL L
0.8
0.6
0.4

0.24

0.0

Puc. 1. [lnarpammsbl pacripeneneHust popM a3okpacuTeseit (a — 1ojsi MIOHU3UPOBAHHOM (hOPMBI KPACUTENS).
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Puc. 2. BausitHre KMCIIOTHOCTY BOAHOI (pa3sl Ha copbuio: (a) cynbdoHaso (/) u cylbhoHa30 B MPUCYTCTBUM TUMEIPOJIa
(2), ccon = 0.6 X 10* M, ¢y = 13.7 X 10~* M; (6) xoHTO KpacHOro (/) M KOHTO KPaCHOTO B IMIPUCYTCTBUY AuMenpona (2),
cxe = 0.16 X 107 M, ¢y = 5.48 x 10-°M.

Ta6mua 1. CtpykrypHbIe (hOpMyJIbl M 3HaUeHUS (pakTopa ruapododHocTr logP (B ccTeMe OKTaHOJI—BOIA) ISt
AHMOHHBIX a30KpaCUTEIeH U AMMEIPOJIa

HasBanue BenecTBa CrpykTypHasg popmyia logP*
HO;S SO ;H
e
oH HO NH,
CynbdoHaszo $0, —5.83 £ 1.75
oH OH H,N
L
HO;S SO ;H
NH,

KoHro KpacHBbIit O 422 £0.52

CH,

Jwumenpon cn—o—cn,—ai,—, - ua 3.66 £ 0.37

CH;

*PaccunTtaHsbl ¢ momolibio mporpaMmmbl ACD Labs.
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XapakTtep copOLMM KpacHUTeei B IPUCYTCTBUM
AM pe3ko n3MeHSIETCS, 9TO MOXET OBITH O0YCIIOB-
JIeHO 00pa3oBaHMEM MOHHBIX acCOLIMATOB, Ha W3-
BJIEUCHNE KOTOPBIX OOJIBIIOE BIMSHME OKa3bIBACT
TIpoPOOHOCTh COSAMHEHU, BXOISIINX B MX CO-
ctaB [24].

Humenpon obliagaeT cBOCTBAaMU OCHOBaHUS
(pK, = 8.76), 00yCIOBICHHBIMU HAJTUYNEM TPETUY-
HOro atoMa a3oTa. B cBs3U ¢ 9TMM BO3MOXHO 00-
pa3oBaHUe YCTOMUYUBBIX TUAPO(POOHBIX aCCOLIMATOB
¢ annoHHbIMU popmamut COH u Kk. CTpykTypHBIe
dopMynsl MOEKyT W 3HaYeHUs] (haKTOPOB THUIPO-
(oOHOCTH a3o0KpacuTeneil U TMMenposia IpUBeIe-
HBbI B Ta01. 1.

Hi1st o6pa3oBaHUs U U3BJIEUEHMSI MIOHHBIX aCCO-
1IMATOB, a TAKXKE IIJI UCKIIFOUCHUS COPOLIMU YMCTHIX
a30KpacuTesieil HEOOXOIMMO CO3aTh B PACTBOPE CO-
OTBETCTBYIOIIYIO KHCJIOTHOCTb, O0OECIIEUNBAOIIYIO
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oOpa3oBaHNe peaKIIMOHHOCIIOCOOHOI (hOPMEI a30-
KPacUTENISl U peaKIMOHHOCIIOCOOHOTO 10 OTHOIIIE-
HUIO K HEMY KaTHOHA OCHOBaHUSI.

B kxauecTBe ONTMMAIBLHOTO YPOBHS KHMCIIOTHO-
CTU pacTBOpa AJIsl U3BJICYCHUSI MOHHBIX ACCOLIATOB
COH-/JIM u Kk—JIM BuiOpanu 3HaueHue pH 8
(puc. 2), TIpy KOTOPOM a30KpACUTENIN ITPaKTUIe-
CKU He U3BJICKAIOTCS (CTeeHb U3BIICYCHMS YHCTOTO
a30KpacUTesisl cocTasisieT He 6onee 4%).

CnekTpajbHble XAPAKTEPHCTHKH. YCTAaHOBWJIU,
YTO MAKCHUMYMBI CBETOIOINIOIICHUSI a30KpacuTe-
neii COH u Kk nexar npu 560 u 500 M, ripu BBe-
geHnu JIM MakCUMyMbl B CIIEKTpax ITOIIOIIECHUS
MPaKTUYECKU HE CMEIAIoTCd U Haxonarcs mpu 570
u 500 HM. MMHHUMYMBI CBETOOTPAXXEHUS B CIICK-
tpax auddysnoro orpaxenns COH m Kk Haxo-
aarcst npu 560 u 510 HM, a nipu BBeaeHuu M —
npu 570 m 520 HM cooTBeTcTBeHHO. OTCyTCTBHE

(©)
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R% 1 . .. "
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40 - /-
204 //
0

04 06 08 1.0

HMonnas cuna

00 02

Puc. 3. 3aBucumocTh cTemeHuW cOpOLMM OT WMOHHOI Ccubl pacTBopa (a) cyiabdoHazo (/) U MOHHOIO accolua-
ta COH-JM (2), pH 8, V=25 MI, Mppena = 0.040 £0.001 1; (6) KoHro kpacHoro (/) ¥ MOHHOTO accoluara

Kk—JIM (2), pH 8,V = 25 m11, m,, 50.s = 0.040 % 0.001 .

(a)
4 ,
AF(R) ] ..------"-'y.\_l_l—l—ld—l—hl-.
3
2 4
1
0 . T T T T
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8
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Puc. 4. 3aBucumocts dynkuuu I'ypeBuua—KyOenkn—MyHKa OKpalleHHBIX TeCT-(OpM OT KOHLEHTpALMU ITUMEIpOoJa.
(a) IITY[COH—-OM], ccey = 0.6 X 1074 M, A = 570 um; (6) IIITY[Kxk—IM], ¢k, = 0.16 X 10~*M, A = 520 HM.
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CIIEKTPOCKOMMYECKNX 3(P(PEKTOB B CHEKTpax ITO-
IJIOILIEHMSI CBSI3aHO ¢ 00pa30BaHMEM MOHHBIX acCO-
1IMATOB IO CYIb(OrpyIlIe a30KpacuTeneil, nMer-
111 M30JIMPOBAHHYIO JT-CUCTEMY.

Bpems ycraHoB/IeHHsS COPOIIMOHHOTO PAaBHOBECHS.
Onpenennian, 4To I YCTAHOBJIEHUSI paBHOBECHS
B caydae Kk mocratouno 30 MUH, B TO BpeMsI Kak
st accouunata ¢ COH — 60 MuH.

Bausnaune nonHoii cuibl. 3yuuny BIvMSIHAE UOH-
HOI1 CHJIBI PACTBOPA HA U3BJICYCHUE a30KPACUTEIICH
M UX MOHHBIX accouuaToB ¢ M mnpu yBeaudyeHUU
KoHIIeHTpaunu xjiopuaa Hatpusg ot 0 7o 1 M. Kak
BUIHO U3 pUC. 3a, CTEIICHb MU3BJICYCHMS a30Kpach-
tens COH mpakTuyeckn HE 3aBUCUT OT MOHHOI
CUJIBI pacTBOpa, a ero MOHHOro accouuara ¢ M —
YMEHBIIAeTCs HE3HAYUTEIBHO.

B cirygae Kk (puc. 30) crenieHb M3BJIeYeHIUS MOH-
Horo accoumara Kk—/IM ysennuuBaetcsa Ha 10%
MIpY YBEIWYEHUM KOHILEHTPAUM XJIOpWOA HATPHUS
oT 0 1o 1 M, 4TO MOXeT OBITH CBSI3aHO C “COJIEBBIM
addexToM” — BIMSTHUEM 3JIEKTPOJINUTA HA PACTBO-
pUMOCTb coenuHeHus. B ele Oonbleil crerneHu
MOHHAs CHJIa PacTBOpa BIMSIET Ha COPOLIMIO CAMOTO
KpacuTeNsl, CTeTICHb U3BJICYCHHSI KOTOPOTO YBEJIH-
yuBaeTcs oT 4 10 60%. Takum obpa3om, copOIust
MeHee ruapodooHoro Kpacutenss COH u ero noH-
Horo accouuara ¢ JIM 6oiiee ycToiturBa K U3MEHe-
HUIO MOHHOI CUJIBI pacTBOpa, B omimuune oT Kx.

3aBHCHMOCTD IMOJHOTHI 00Pa30BaHHS HOHHBIX aC-
COIMATOB OT KOHIEHTpPALUM AuMenpoJa. VIHTeHCUB-
HOCTb OKpPacKM MOHHBIX acCOIIMAaTOB KpacuTeneit
¢ M oOycnoslieHa cneKTpaJbHbIMU XapaKTepu-
CTUKAMU KpacUTesiel, KOHIIEHTPaIli KOTOPBIX BBI-
Oupaiu TakuM 00pa3oM, YTOOBI BEIMYMHA aHAJTUTU -
YeCKOI'0 CUTHAJIa HaXOouIach B pabodeM Auana3oHe
WCIIOJIBb3YEMOM aImapaTypbl JISI ITOCIEOYIOIIETO
NEeTeKTUPOBAaHUS KaK METOIOM CIIEKTpOo(hOTOME-
puM, TaK ¥ METOIOM CIIeKTpOocKormuu aug¢y3Ho-
ro orpaxenus. Ha puc. 4a mpeacrapieHa 3aBUCH-
MocTh ¢yHKIMM F kpacurens COH, momydgenHas
MIpY TPOBEICHUU COPOIIMM KPAaCUTEISI B IIPUCYT-
CTBUM pa3inyHoil KoHueHTpaunu JIM mpu pH 8.
Kaxk BumHO 13 pucyHKa, B 00J1aCTH KOHIICHTPAIUHN
ot 0.68 X 10* M mo 10.96 X 10-* M 3aBUCUMOCTb
AHAJIUTUYECKOr0 CHUTHaja OT KoHUeHTpauuu M
JIMHEeiHa, TouKa Iieperruda KpUBOIi HACHILLIEHUS
COOTBETCTBYET COOTHOIIIEHUIO KOHILIEHTPALIMU pea-
reatoB COH : IM = 1: 18.

AHaJOTUYHYIO 3aBHCHUMOCTb ITOCTPOMJIM [IJist
azokpacurens Kx (puc. 40). YcraHoBwiau, 4TO
B 9TOM CJIydae TOYKa mepermba KpUBOIl HaCHIIIE-
HUSI HAOIIOMAETCS IIPH COOTHOIIEHUN KOMIIOHEH-
ToB Kk : JIM =1 : 3.4, a B 006acT KOHIIEHTpau1
ot 0.137 X 1075 go 5.48 X 10~ M 3aBUCUMOCTb aHa-
JIMTUYECKOTO CHUTHajla OT KOHLeHTpauuu AM nu-
HelHa.

C yuetroM 3HaueHus pK, (IAM) = 8.76 MoxXHO
cuurtarth, uro npu pH 8 He Bech AMMenpos Haxo-
INTCS B TIPOTOHMPOBAHHOI (popme, CITOCOOHOI

XKYPHAJI AHAJTUTUYECKON XUMUU
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Puc. 5. I'panynpoBoyHble rpacUKu 3aBUCUMOCTU (DYHK-
M F OT KOHILIEHTPALMKU JUMEIPOJa B PacTBOpE MpuU
oIrpe/eeHUU B BUIe HOHHBIX aCCOILMATOB C Cy/Ib(hOHa-
30 (1) (ccpy = 0.6 X 10~*M, A = 570 HM) U KOHIO Kpac-
HbIM (2) (¢, = 0.16 X 10~*M, A = 520 HM).

o0Opa3oBbIBaThb MOHHBIN accoumar. Ilo atoit mpu-
YUHE IJIS OLIEHKM CTeXMOMETPHUU B3aMMOAECHCTBUS
MpaBUJIbHEE HCIIOJIb30BaTh COOTHOIIEHUE KpacH-
TeJIb : NpOoTOHUpOBaHHLIM JIM. Ha ocHOBaHuM 3Ha-
yeHus pK, (JIM) paccunTaiyd COOTHOIIEHHE Kpa-
CUTEJIb : MPOTOHUPOBaHHBIN JIM; OHO COCTaBUIO
1:2.8 01 Kkwu 1: 15 g COH. Ucxons us ctpoe-
Hus Kpacutensa Kk, mMerolero B CBoeit CTpyKType
IBe CyTb(MOTPYIIIEI, MOXHO ClIeJIaTh BEIBOI 00 00-
pa3oBaHUM MPOYHOro accouuara Kpacuress ¢ M,
1711 00pa30BaHUsI KOTOPOTO JOCTAaTOYHO TPEXKpaT-
Horo u3oniTka M. B ciayyae COH — Bocbmuoc-
HOBHOI KHUCJIOTBI HEOOXOIMM IIPaKTUYECKU IIST-
HaJauaTUKpaTHBIA n30b6ITOK JIM.

B BrIOpaHHBIX YCIOBUSX ITOCTPOWIN IPagyrupo-
BOYHBIE TpaMKN 3aBUCUMOCTHU (PYHKIINY F OT KOH-
neHTpannu JIM B pactBope (puc. 5). B psim MepHBIX
ko6 eMk. 25 mi BHocwiu 0.5, 1.0, 2.0, 4.0, 6.0,
8.0 mi pactBopa M c koHueHTpaumeir 1 mMr/mia
u o 10 mix 1 X 10~ M pactBopa CDH, unu 0.1,
0.5, 1.0, 2.0, 4.0 mn pactBOpa JIM c KOHIIEHTpaLIW-
eit 0.1 mr/mMa v o 4 mu pactBopa 1 X 104 M KKk,
yCTaHaABIMBaJIM ONTHMAajbHOe 3HaueHue pH pac-
TBOpa, paBHOE 8, M JOBOIWJIM OO0 METKU TUCTHII-
JIMPOBAHHOM BOJON. 3aTeM ITOJIydeHHBIE PACTBO-
pBl MEPEeHOCWIM B OAaHOYKU IJIsI BCTPSIXUBaHUS,
Kyda nmomelaau MoarotoBieHHble TadbneTku ITITY
¥ BCTPSIXMBAJIM Ha MEPEMEIINBAIONIEM YCTPOICTBE
B TEUEHUeE Jaca.

OueHWIM aHAIUTUYECKHE XapaKTePUCTUKH
OIIpeNeIeHUsI OUMENpPoJia METOOOM CIEKTPOCKO-
nmuu U y3HOTO OTpaXeHus. MeTpoJorndecKmne
XapaKTepUCTUKMU pa3pabOTaHHBIX METONMK IIpem-
cTaBJieHBI B Ta6u. 2. Ilomy4eHHBIE TaHHBIE CBUIC-
TEJIbCTBYIOT O 3HAYWUTEIbHOM BIMSHUMU IIPUPOIBI
Ne 1
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Tabauma 2. XapakTepyuCTUKY YpaBHEHWI JIMHEMHOM perpeccuu Ui onpeneieHus AMMeApOoJia COPOIIMOHHO-
CTMIEKTPOCKOTTMYECKUM METOIOM C TIOMOIIBIO CYIb(MOHA30 (Cegy = 0.6 X 107*M, A = 570) 1 KOHTO KpacHOTO
(cxe = 0.16 x 10~*M, A = 520 HM) Ha HEHOMOIUYPETAHE (Myop5enr,— 0.04 = 0.01 r, V'= 25.0 M)

VYpaBHeHUs1
) rpagyupoOBOYHBIX Kosddumment OﬁuﬂaCTb IMpenen
WNonwnerit acconmar rpacrKoB ODDEISILIIL JIMHEIHOCTH, OOHapYXKEHMS,
AF =bc +a; PpeIiI MI/MI Cmin» MKT/MJT
¢, MT/MII
COH-IM (pH 8) y =11.08x — 0.030 r=0.9985 0.02—0.32 0.623
Kx—IM (pH 8) y = 398.14x + 0.445 r=0.9984 0.0004—0.016 0.017

Tabmmma 3. Pe3ynbrathl onpeneneHus JUMenpoia B JeKapcTBeHHBIX opmax (n = 5, P = 0,95)

ConepxaHue MeTpoJornyeckue XapakTepucTUKu
JMMeApOJIa 10 JaHHBIM Cucrema
MIPOU3BONUTES X,tA S,
Taomerku “HAumenpon” (OAO “buocunTe3”, Poccust)*
Kx—1IM 0.049 + 0.002 0.033
0.050T
COH-IM 0.050 £ 0.002 0.033
PactBop numenposna 1%-ubiit (OAO “dansxumdbapm, Poccust)**
Kxk—1IM 0.0098 £ 0.0011 0.012
0.010 r/1 mn
COH-IM 0.0099 £ 0.0012 0.012

*BcrioMorareibHbIe BEIECTBA: JAKTO3bl MOHOTMApar (caxap MojouyHblil) — 0.075 1, kpaxman kaprodenpHbiii — 0.0205 T,

tanbk — 0.003 1, kanbus creapat — 0.0015 1.

**BcrmoMoraTte/IbHbIC BEIlleCTBa: BoIa IJIst MHbeKLMit, cootBeTcTBYeT M C.2.2.0019.18.

KpacuTess Ha CBOMCTBA MOHHBIX aCCOLIMATOB U yC-
JIOBUS TIpoBelneHMsT aHanm3a. KosaduimeHT ayB-
CTBUTEIBHOCTA TPaIyMpPOBOYHON 3aBHUCHMOCTH
B ciiydyae Kk B 36 pas Gosblile, a mpenes ooHapyxe-
HUS Ha IOPSIIOK HIDKE IO CPAaBHEHUIO C MCIIOJIb30-
Bannem COH.

Omnpenenende auMenpoia B  JIEKAPCTBEHHBIX
npenaparax. PazpaboraHHblil croco0 MpUMEHUIU
nist onpeneneHus: JIM B HEKOTOPBIX JIEKAPCTBEH-
HBIX Tpenapatax (taoim. 3). Jxa onpenenenus M
B Ta0OJIeTKaX X pacTHpaju, B3BEIIMBAIA U pacTBO-
psmm B 30 M AUCTUIITMPOBAHHOM Bonbl. st oT-
nenaeHus (GopMooOpasyolInX MaJIopacTBOPUMBIX
BKJTIOUCHMI (TajbK, Kpaxmal, cTeapaT KaJIbLIus)
pacTBOp PMIBTPOBAIM B MEPHYIO KOJIOY eMK. 50 MII
W TOBOJIMJIU 10 METKU AUCTUJIJIMPOBAHHOM BOIOM.
W3 nmonyyeHHOro (puiibrpata oTOMpaNn aJIuKBOT-
HYIO 9aCTh ¥ aHAJIM3UPOBAIM IO METOIUKE ITOCTPO-
€HUS TPagyNpPOBOYHBIX rpapUKOB IS aCCOLIMATOB
COH-IM u Kxk—/IM.

[IpenBapuTeIbHO YCTAaHOBWIM, YTO YHAJICHUE
KpaxMaja U cTeapaTa Kajlblusi — ¢opMooOpasyro-
IIUX MaJOPacTBOPUMBIX BKJIIOUYEHUM — C IIOMO-
b0 (PUIBTPOBAHUS, a TAKXKE HAJTUINE MOHOTHII-
paTa JIaKTO3bI IIPA COOTHOIIEHUHM 1 : 2 He BIUSIOT
Ha onpeneneHue JIM.
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Jnsa ompeneneHusi JIM B pacTtBope Ajisi UHbB-
eKInit comep:knuMoe amIyiasl (1 MiI) TIepeHOCUIN
B KOJI0Y eMK. 50 MJI ¥ JOBOOWJIN IO METKH TUCTHII-
JIMPOBAHHOM BOHOM. 3aTeM OTOMpany aJTnuKBOTY
MOJIyY9IEHHOTO pacTBOpa M aHAJIM3UPOBAIU IO Me-
TOOMKE IIOCTPOEHUSI IPamyHpOBOYHBIX TpacUKOB
171t moHHBIX acconmatoB COH—JIM 1 Kxk—/IM.

Kak BumHO 13 Ta0i1. 3, IIpemiaraeMbple METOIM -
Ku ompeneneHus JIM B JeKapCTBEHHBIX IIpemapa-
Tax XapaKTepHU3YIOTCs XOPOIIei BOCIIPON3BOINMO-
CTBIO U MIPABWILHOCTHIO PE3yJIBTaTOB: IOJIyIeHHBIE
TMAaHHBIE COITOCTAaBMMBI C TAHHBIMU ITPON3BOIUTE.
MeTonuKy MPUTOOHBI I aHAJTUTUYSCKMX IIeJiei
M MOTYT OBITh PEKOMEHIOBAHBI IJISI OLIEHKM Kade-
CTBa Ta0JIETOK 1 pPacTBOpPA ISt MHBEKIINIA HA OCHO-
BE IMMeOpoIa.

OUUHAHCHUPOBAHUWE PABOThI

JanHast pabora (uHAHCHMpOBalIach 3a CYET
cpencTs OromxkeTa JlarecTaHCKOro rocy1apCTBEHHO-
ro yHuBepcureTra 1 MOCKOBCKOTO rOCYIapCTBEHHO-
ro yuupepcuteta umeHu M.B. JlomoHocoBa. Hu-
KaKMX ITOITOJHUTEIIBFHBIX TPAHTOB Ha IIPOBEICHUC
WJIN PYKOBOACTBO JAHHBIM KOHKPETHBIM HCCIIEHO-
BaHHMEM II0JIy4eHO He OBLIO.
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OCMAHOBA u 1p.

KOH®JIMKT MHTEPECOB

ABTOpPBHI JaHHOIW pPabOTHI 3asBISIOT 00 OTCYT-

CTBUY KOH(IMKTAa UHTEPECOB.
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SORPTION-SPECTROSCOPIC DETERMINATION OF DIMEDROL
IN THE FORM OF IONIC ASSOCIATES WITH ANIONIC AZO DYES

M. M. Osmanova® *, T. I. Tikhomirova®, Kh. A. Mirzaeva“

?Dagestan State University, Faculty of Chemistry
Makhachkala, Russia
bLomonosov Moscow State University, Faculty of Chemistry
Moscow, Russia
* E-mail: mrs.osmanova@yandex.ru

Abstract. The sorption ofionic associates ofacidic azo dyes — sulfonazo and Congo red with diphenhydramine
on polyurethane foam is studied depending on pH, phase contact time, and component ratio. A method for
determining diphenhydramine in medicinal products is developed based on its sorption in the form of ion
associates with dyes and subsequent detection on the sorbent surface using diffuse reflectance spectroscopy.

Keywords: diffuse reflectance spectroscopy, ion associates, polyurethane foam, azo dyes, sorption,
diphenhydramine.
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[TokazaHo, 4To B3aumoneicTBre fodaMuHa ¢ GJIyopecKaMUHOM MOXKET ObITh ITOJIOXKEHO B OCHOBY JIIO-
MMHECLIEHTHOTO oIpeneieHus: nodaMruHa ¢ MUCIOJb30BaHMEM (hoToammapaTa, IOCKOJIbKY 0Opa3sylo-
LIMICS B pe3yjibraTe 3TOT0 B3aMMOAEUCTBUS IMPOAYKT XapaKTePU3yeTCsl MaKCMMYMOM JIIOMMHECLIEH-
uyd B BUIMMOI objactu (485 HM), U WIS BO3OYXXICHMS JIIOMUHECLIEHIIMM TOCTATOYHO CBETONMOMA,
M3JTyYaIoIero CBeT B OJMKHeN yinsrpacduoaeToBoil odgactu (395 HMm). Peakuuio ciiemyeT poOBOAUTH
npu pH 8—8.5 B ocdarHOM OydepHOM pacTBOpe B TeueHUE 5 MUH, (pyopecKaMUH B PEaKIIMOHHYIO
CMeCh CTOMT BBOIOWTH B IOCJAEAHIOW ouepenb. OlieHEeHbl HEKOTOpbIE aHAIUTUYECKME XapaKTepPUCTU-
KM OIIpEeIesIeHUs ¢ IMIOMOIIbIo ¢hoToarmapaTa 1 IMPOBENEHO MX CPpaBHEHUE C XapaKTepUCTUKaAMU aHa-
JIOTUIHOTO OIIpenesieHus 1odaMUHa ¢ UCIOJb30BaHUEM IPOGhEeCCUOHATBHOIO CIIEKTPOMIyopuMeTpa
u criektpodoTtomeTpa. IIpenensl o60HapykeHUsT 1oaMrHa ¢ TOMOIIbI0 hoToanIapara, creKrpodoTo-
MeTpa U criekrpoduyopumerpa cocraBuian 1.8, 1.6 n 0.5 MkM, nuarasoH oIpenessieMbIX ComepKaHni
5.4—50 MxM, 4.8—100 MxM, 1.5—100 MKM cooTBeTCcTBeHHO. OnpeneseHNI0 He MelllaeT IPUCYTCTBHE
pacIpoCcTpaHEHHBIX HEOPraHMYECKUX UOHOB, colepKaHue KOTOphIX B 10 pa3 mpeBbIllIaeT comepiKaHue
nodamuHa. I[IpenyioxeHHbI CIIoco0 onpeaeeH s 1o(aMuHa MOXET ObITh UCITOIb30BaH Jisi KOHTPOJIS

KayecTBa JJeKapCTBEHHBIX IIpEIapaToB.

Kimouesbie ciioBa: nocamMuH, JIOMUHECLIEHTHAS CIIEKTPOCKOIIMSI, IIBETOMETpHUSI, (hoToarmapar.

DOI: 10.31857/50044450225010054 EDN: aasvru

[IpencTaBnsieT UHTEpEC WUCIIOJIb30BAaHUE B XM-
MMYECKOM aHaJIM3€ Pa3INYHBIX OBITOBBIX LIBETOPE-
TUCTPUPYIOLIUX YCTPOICTB B KayeCTBE aJIbTEpHA-
TUBBI TIpodeccoHaTbHOMY obopymoBanwmio [1, 2].
Oco6eHHO MEPCIEKTUBHO MTPUMEHEHME TaKUX LN~
POKOIOCTYITHBIX YCTPOICTB IJIsI aHAIN3a OOBEKTOB,
XapaKTepU3YIOLIUXCs IIPOCTOTOI MAaTPUIIBI M BBICO-
KUM coepKaHHEeM aHaJUTOB, MOCKOJIbKY UCIIOJIb-
30BaHME TOPOTOCTOSIILIET0 OOOPYIOBAHUS IJIsSI STUX
LieJicii B psizie clydaeB He oIpaBaaHo. XOPOIIIO 3ape-
KOMEHIOBAJIU cebsI B aHAJIM3¢ pa3IMYHbIX BEILIECTB
¢doroarmaparer [3, 4], ckadepsl [5], cMapTDOHBI
[6, 7], xanuGpaTopsl MoHUTOPOB [8—11]. C mmomo-
IIBI0O TAKUX YCTPOMCTB MOXHO ONPEHCNISITh COCoM-
HEHUS, CIIOCOOHBIE MOMIOIIATh WIM U3Ty4aTh CBET
B BUOMMOI 00JIACTM CITEKTpa, a TaKKe MX IPOU3-
BOIHEBIE, OOJIamaolIe YKa3aHHBIMU CBOMCTBAMU.

52

3a cyeT MCHONML30BaHUS (POTOMETPUUECKON W
JIIOMUHECIIEHTHOM peakUnu MOXHO IIPOBOIUTH
LIBETOMETPUIECKOE OIIpeAe/ieHe OMOIOTMIEeCKHU
AKTHUBHBIX COeNIMHEHMI, HAIIpUMEDP KaTeX0JIaMIHOB
(mopamuH, HOpaapeHaNIWH, agpeHaInH) — XUMH-
YEeCKUX MOCPETHUKOB U “YIPABISIONINX~ MOJIEKYJI
(MeoTuaTopoB M HEHPOTOPMOHOB) B MEXKIIETOUHBIX
B3aMOIEHCTBHSIX Y UeJIOBEKA U KMBOTHBHIX [12].
W3BecTHO, YTO 17151 JIFOMMHECILEHTHOIO OIIpe-
IeJIeHNST TIEPBUYHBIX aMMHOB B Ka4eCTBE pearcHTa
XOpOIIIO 3apeKoMeHImoBan cebs (aIyopecKaMuH,
He oOJyiamaroluii COOCTBEHHOM JIOMUHECLICHIIN-
eit [13]. MUmerorcs cBemeHmnst o xpomarorpadpude-
CKOM OIIpede/eHnr modaMrHa M HOpaapeHalanHa
10 peaknuu ¢ QIyopecKaMUHOM, IIPUIEM ITOCIICI-
HUM UCTOJIB30BaIM KaK AEPUBATU3UPYIOLINIT areHT
[14—17]; ormcaHO TIpUMEHEHNWE TAHHOW peakIuu
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IUISI OTIpeAeIeHYsI HopaapeHaIMHA METOAOM JIIOMHU-
HeclleHTHO# criekTpockonuu [18]. M3BecTHO, 9TO
11T 00pa3ylolIerocsl IPOAyKTa XapaKTepHO BO3-
OyXIeHue JTIOMUHECLIEHIMN B OnvxkHeit YPD-o0067a-
cti (350—400 HM) M TIOMWHECIEHIIMS B BUIUMOMN
00JIaCTU CIIEKTpa, B CBSI3U C YeM IIJIsSI pPEerucTpalun
CUTHaJIa TIEPCIIEKTUBHO IPUMEHEHUE OBITOBBIX
LIBETOPETUCTPUPYIOIINX YCTPOICTB.

Llenp naHHOI pabOThl — M3yYyeHUE BO3ZMOXHO-
CTU JIOMUHECLIEHTHOTO ompeneiaeHus nodaMmHa
IO €ro peakuuu ¢ QIyopecKaMHMHOM C ITOMOIIBIO
mudpoBoro poroanmapara.

OKCITEPUMEHTAJIbHAA YACTb

PeakTuBbl 1 pacTBOpBI. icnionb3oBanu pearcH-
TBI TUApOXJIOpUI JodaMuHa 4. 1I. a. (Sigma-Andrich,
CIIA), dmyopeckammH 4. nm. a. (Sigma-Aldrich,
W3zpauip), COIAHYIO KACIOTY X. 4., YKCYCHYIO KHC-
JIOTY X. 4., TMIPOKCHUI HATpHs X. 4., pochopHyIO
KHCJIOTY X. 4., 00pHYI0 KUCI0TY X. 4., KH,PO, x. 4.,
Na,HPO, x. 4., K,SO, x. 4., NaCl x. 4., NaNO; x. 4.,
MgSO, x. 4., angpeHaiuH 4. O. a. (Sigma-Andrich,
CILIA), aueronnTpun (mis xpomaTorpadun), 1-ok-
TaHCyIb(MOHAT HaTpud 4. 1. a. (Sigma-Aldrich, I'ep-
MaHUS).

CranpgaptHbiit 2.5 MM pactBOp nodaMmHa ro-
TOBWJI PAaCTBOPEHUEM TOYHOM HaBECKM I'UAPOXJIO-
puna nodamMrHa B I€MOHM30BAaHHOM BOIE U Xpa-
Hum nipu Temreparype —18 °C. Pabounit pactBop
modamuHa ¢ KoHneHTpanueid 100 MKM roToBmIn
pa30aBJIeHHMEM MCXOMHOIO CTaHOAPTHOIO pac-
TBOpa IeMOHM30BaHHOI Bomoii. 3.5 MM pacTBOp
(nyopeckamMuHa rOTOBWJIM PaCTBOPEHUEM TOYHOM
HaBeCKM B ameToHUTpuie. I IpUroToBIeHUS
YHUBEpCANbHBIX OydepHbIX cMmeceif ¢ pH 2.2, 4.8,
6.9, 7.5, 8.4, 8.8, 9.6, 11.5 x 10 mx cmecu 0.04 M
dochopHOIl, YKCycHOI M OOpHOI KUCIOT C TIO-
MOIIIbI0O aBTOMAaTUYECKOH ITMIIETKU II€PEMEHHOTO
oosema Discovery Comfort 100—1000 mxn (HTL,
Monbma) go6asnsau 1.00, 3.25, 5.00, 5.50, 6.25,
6.50, 7.50, 8.75 min 0.2 M pactBopa NaOH. [dna
MPUTOTOBJICHUST GOpaTHOTO OyhepHOTO pacTBopa
cpH 8.5k 6.7 i1 0.05 M pacTBopa TeTpabopara Ha-
tpus (12.367 r H;BO;, 100 mut 1 M pactBopa NaOH
B 1 1) no6asnsum 3.3 ma 0.1 M HCI. Ina npuro-
ToBieHUs pochaTHOTrO OyhepHOTO pactBopa ¢ pH
8.5k 19.4 mn 1/15 pactBopa Na,HPO, npubansi-
au 0.6 M 1/15 M pactBopa KH,PO,.

Oo6opynoBanne. CIeKTpbl JIIOMUHECLIEHIIUHN
aHAIM3UPYEMBIX  PacTBOPOB  PErUCTPUPOBAIH
Ha duayopumerpe Dmoopar-02-ITanopama (JIio-
MaKc, Poccms). CriekTphl MOITIOMIEHUS U3MEPSUTH
Ha crnektpodoromerpe CP-104 (AxkBuiaoH, Poc-
cus). 3navenus pH onpenensin Ha pH-MeTpe-no-
HoMepe Dkcnept 001 (DkoHMKc-3KkenepT, Poccus).
HenoHn30BaHHYIO BOAY MOJYYaJIHd C IIOMOIIBIO
cucteMbl ouncTku Millipore Simplicity (Millipore,
I'epmanus).
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dotorpadpun pacTBOopoB (PIyOpeCLUPYIOLIETO
MpoAyKTa B3amMmoaeicTBust godamMuHa U (Payo-
pecKkaMmrHa II0JIyJalIu C IIOMOIIbI0 hoToamnIapara
Canon EOS 550D (Canon, SImoHust), yKOMITJIeK-
ToBaHHOTO 00BekTHBOM Canon EF-S 18—55 mm
(Canon, fAmonmus), Bergepxka 0.5 ¢, ISO 800, £4.5.
Jurst BO30YXKIeHNS TIOMUHECIIEHIINN 00pa3IloB 1C-
nojib3oBanu yiabrpaduoneronyo jgamny LUF-11,
cHaOxeHHyI0O TpeMmsi cBeroguomamMu (LuazON,
Poccus). C nomousio nporpamMmmbel GIMP 2.10.36
(GIMP, CIIIA) n3 monydeHHBIX (poTorpadmii njas
obmacreit pasmepom 200 X 200 mmkceneil M3Bie-
KaJIl yCpeOHEHHBIE LIBETOBBIE KOOPAMHATHI 00pa3-
1oB B cucteme RGB.

IIpu aHanuze peasbHOro OOBEKTAa MCHOJbL30-
BaJIM XKUAKOCTHOM XpomaTorpad Lserdysza (HITO
“XnmaBTomMaTtuka”, Poccmst) ¢ ammepomerpuye-
ckuMm netektopoM (£ = 1.2 B), xomonka Eclipse
XDB-C18 (Adgilent, CIIIA), monBmxHas ¢dasa —
aneronutpus (10 %), mogkucneHHslit 0.1 %-Hoit
docdhopHOiT KUCIOTOII [T IPOTOHUPOBAHUS
KaTexojlaMuHa ¢ no6aBkoit 0.3 MM 1-oKTaHCYIb-
(¢oHaTta HaTpuUs B KadyeCcTBe HMOH-IIAPHOIO pea-
reHTa [19], BBom mpoOBI OCYIIECTBISUIA C IIOMO-
mbio TeTyim go3atopa (20 MKIT), CKOpOCTh ITOTOKA
0.4 mn/MuH.

MeToauKa 3KCnepuMenTa. DKCIIEPUMEHT BKITIO-
YaJl IpoBeaeHNEe peaKnu 10 aMuHa ¢ hiryopecka-
MHWHOM B IPUCYTCTBUH OIIPeneIeHHOTO 0y epHOTO
pactBopa. diryopeckaMrH BBOOWIN B IIOCIETHIOO
odepenb. Yepes 5 MUH mociie CMEIICHUS peareHTOB
aHAJU3WPYEeMBbIA pacTBOP IIOMEIAIN B KBaplIeBYIO
kioBety (1 = 1 cM) U perucTpupoBain CIIEKTP JIIO-
MUHECIEHIIMN C IOMOIIBIO CIEKTPOpIyOpruMeETpa
®dmoopar-02-Ilanopama, CcIeKTp TTOIIOIICHUS
¢ miomomiblo crekrpodoromerpa CD-104 wumm
noxyyanu Qororpaduu pacTBOPOB C ITOMOIIBIO
(¢oroanmapara Canon. dororpadpupoBaHue mIpo-
BOIWIN B OTCYTCTBHE ITOCTOPOHHMX MCTOYHHKOB
CBeTa, KIOBETY pacIiojiarajii Ha JUCTe YSPHOI Ma-
TOBOII OyMaru, yJIsTpadroIeTOBYIO JaMITy pacIio-
Jlarajuv cOOKy OT KIOBEThI Ha paccTosIHUAM S cM. [1o-
JIydeHHEBIE JaHHBIE SKCIIOpTHpoOBaaud B Microsoft
Excel.

Hnsa aHanm3a JIeKapCTBEHHOTrO IIpelapara
MpeaBapuTeIbHO Ppa30aBIIsUIM MCCIEOyeMBI pac-
TBOpP IEMOHM30BAHHOI BOMOM MO KOHIICHTPAIIUU
1000 MKM, cumTas, 9To comepKaHue aeiicTByIoIIe-
TO BEIIECTBa B IIpeIIapaTe COOTBETCTBYET 3asIBJIICH-
HoMY (40 MT/MII B IIepecueTe Ha modaMuHa TUIPO-
xnopun). ITpu payopuMeTpruyecKoM onpeaeaieHUun
aJINKBOTY MOJYYEHHOTO pacTBOpa BBOIWJIU B pe-
aKIIMOHHYIO CMECh, CO3/IaBasi KOHLIEHTPALINIO O-
¢damuna 25 MxM. [ln1st XxpomaTtorpauyeckoro aHa-
JIM3a PacTBOp pa30aBISLIA O IIPEAIIoaraeMoro
codepxaHus podamrHa 5 MKM 1 BBOIUJIU B XPO-
matorpad. st TmojrydeHust pe3yJabTaToB aHaln3a
WCIIOJIb30BAIM TPagyMPOBOYHYIO 3aBUCHUMOCTD,
NOCTpOEHHYIO B auamna3oHe 1—10 MxM.
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PE3VIJIBTATBI U UX ObCYXIAEHUE

Omnpenenenue goaMrmHa OCHOBAaHO Ha €ro pe-
aKum ¢ GIIyopecKaMIMHOM ¢ oOpa3oBaHueM (payo-
peCUMpYIONIeT0 MPOAYKTa, WHTEHCUBHOCTH JIIO-
MHUHECLEHIIMA KOTOPOTO CIYKUT aHATIUTUYECKUM
curHasioM (cxema 1).

s BbIOOpa ycnoBuUil omnpeneaeHus: aogamu-
Ha TIpeIBapUTE/IbHO ITONMydw 3D-CIeKTp JoMu-
HECLICHIIMM MPOMyKTa B3aWMONEHCTBUS OodaMuHa
¢ ¢imyopeckaMUHOM, M3yIi BivsiHue pH, mmopsimka
BBEICHUSI PEareHTOB, BPEMEHU peaKlMX W KOHIIEH-
Tpammu (iyopeckaMMHa Ha MHTEHCHUBHOCTD JIIOMM-
HECLICHITUM.

Ha puc. 1 npuBeneH HOPMUPOBAHHbLIA
3D-crekTp JTIOMMHECIEHIIUM IIPOAYKTa peaKIIuu
nogamuHa ¢ GyopecKaMUHOM, 3apeTUCTPUPOBaH-
HEBIN Ha crieKTpodayopumerpe. MakciMyM BO30yXK-
JIEHUs JIIOMUHECLIEHLIMK Habmonaercsd npu 395 HM,
MaKCUMYM JIIOMWHECHIEHIINT — TIpu 485 HM, IpyTHe
BBIpAXKEHHBIE CIEKTPaJIbHbIE OCOOCHHOCTU B M3Yy-
YEeHHOM JAMalla30He UIMH BOJIH BIUIOTH A0 220 HM
He oOHapyXeHbl. B KauecTBe aHATUTUYECKOTO CUT-
HajJla TIIpU IIPOBENECHWU M3MEPEHMII C IIOMOIIBIO
CIIeKTpoGIyopuMeTpa MCIIOIb30BaI HMHTEHCUB-
HOCTB JTIOMUHECIICHIINH TIpU 485 HM.

Bimsnne pH u mnopsanka BBeJAeHHS PeareHTOB.
Hna n3ydeHus BiausHUsI pH Ha MHTEHCHUBHOCTH
JIIOMAHECHEHIINY TOTOBWJIM PAaCTBOPHI C IIOCTO-
SIHHOM KOHIIEHTpamueit modamuHa U iyopec-
KaMrHa co 3HayeHusMu pH B mmamasone ot 2
po 11.5. Heobxoanumele 3HaueHust pH coszpaBanu
C IIOMOIIBIO YHMBEPCAJIbHBIX Oy(MEpHBIX CMeceil.
Ha pmuc. 2 npencraBieHbl 3aBUCMMOCTH MHTEHCHB-
HOCTHU JIIOMHHecIeHIInn oT pH st cirydaeB, Kor-
Ia B TIOCIIEAHIOI0 OYepeldb B PEaKIIMOHHYIO CMECh
BBOmMIIM (piryopecKaMuH (KpwBasg ) m modamMuH
(kpuBas 2). BumHo, 4TO0 B 000MX CIy4asX MHTCH-
CHBHOCTb JIIOMMHECIIEHIINM MaKCUMaJlbHa IIpH
npoBenennu peakumu npu pH 8—8.5. Dro cBga3a-
HO C TeM, YTO B CWJIHHOIIEJIOYHON Cpele MPOMYKT
peakuy aMuHa ¢ (IyOpeCKAMUHOM HaXOOUTCS

B THAPOKCIIMPOBAHHOM, a B CIJIBHOKHCION —
B JIAKTOHHOI1 ¢popMe, KOTOpPhIe MMEIOT HEILJIOCKOE
cTpoeHue n He moMuHecupyoT [13]. Kpome Toro,
YMEHBbIIIeHe WHTCHCUBHOCTHA JIIOMUHECILICHIINU
B KHCJIOI cpele MOXeT OBITh CBSI3aHO C YMEHBIIIE-
HUEM KOHIICHTpAIUM JIOMHUHECHMPYIOIIETO IIPO-
IyKTa M3-3a IIPOTOHUPOBaHMS HodaMUHA U CHU-
XKEHUS ero HykKjieo(duibHOi akTuBHOCTU. [Ipu pH
8—8.5 modaMUH IPUCYTCTBYET IIPEUMYIICCTBEHHO
B He3apsokeHHOM (opMe, a IPOOYKT €ro peakInu
¢ ¢IyopeKCaMHOM — B BHJIE XKECTKOI'O IUIOCKOTO
KaTUoHa, 00J1aJaiollero JIOMUHECLEHIIAEHA.

IIpu BBemeHMM B pPeakIMOHHYIO CMECh B IIO-
CJIeIHIOI ouepenb (ayopeckaMrHa WHTEHCUB-
HOCTb JIIOMUHECUEHLIMM 3HAYMTEIbHO BBIIIE, YeM
B cCilyyae, KOrga MOCA€AHUMM BBOAST OOMaMuH.
BepositHO, ecnu cHayana BBECTH (PayopecKaMuH,

Vs

max

555
495, um

JIIOM?

Puc. 1. HopmupoBannblii 3D criekTp JTIOMUHECLEHLUIMU
MNpoayKTa peakuuu godaMuHa ¢ (IyopecKaMUHOM.
C}:l()(l)'dMlAHa = 25 MKMa c(hnyopeckaMMHa = 200 MKM: pH 85> V:
5.0 ma).

e
_ 12\

+ R—NH, +H,0
HO. NH,
coon ©
HO
dnyopeckaMuH ®yopecuupyromui
yop Jodamun TPOTYKT
Cxema 1. BzaumoneiictBue nodamuHa u iiyopecKkaMuHa.
XKYPHAJI AHATUTUYECKON XUMUN TOoM 80 Ne 1 2025
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I, ycn.en.
035

0.30 -

0.25

0.20 r

0.15 |

0.05 r

coon ©

Puc. 2. 3aBucHMOCTb MHTEHCUBHOCTHU JIOMUHeCUEHUMM OT pH pacTBopa. C opuuma =

12 14 pH

25 MxM, ¢ =200 MxM, 2.0

yopekcamuna

MJI YHUBEpCaIbHOI1 OydepHoit cmecu, V = 5.0 mi1, B mocieqHow0 odepens BBogw (1) pyopeckamuH, (2) nodamuH.

TO eIlle IO Hayajla B3auMOAEHCTBUS ¢ 10(haMUHOM
OH IIOJABEPTHETCS TMAPOJINU3Y WIU BCTYIUT B peak-
LIMI0 C KOMIIOHEHTaMu OydepHOro pacrBopa, T.e.
€ro KOHIIEHTpaLMsI YMEHBIINUTCS U, KaK CJIENCTBUE,
YMEHBIIUTCS M KOJWYECTBO I1IEJIEBOTO IIPOMYKTA.
C mocdamMuHOM 3a MaJIblii TIPOMEXKYTOK BpEeMEHU
HUKAaKMX U3MEHEHUI He IIPOUCXOIUT, IIOITOMY €T0
cJIemyeT BBOOUTH paHblie (hIyopecKaMuHa.
M3yyunm BimssHuMe coctaBa OydepHOro pac-
TBOpa Ha MHTEHCUBHOCTbH JIOMHHecLeHUMU. s
5TOTO TOTOBUJIM YHUBEPCAIbHYIO Oy(pepHYIO CMECh,
oopaTtHBIN M ¢ocdarHBIil OydepHBIE pacTBOPHI
co 3HauenneM pH 8.5. Ha puc. 3a B Bume rucro-
rpaMMBbI IIPEACTaBICHbI 3HAYeHUSI MHTEHCUBHOCTHU
JIIOMUHECIIEHIINM B COOTBETCTBYIOIIUX OydepHBIX
pacTtBopax. Kak BUIHO, MHTEHCUBHOCTH JIIOMHHEC-
HEeHINMA MaKCUMaJibHa B (¢ocdaTtHoM OydepHOM
pacTtBOpe. BeposiTHO, 3TO CBSI3aHO C TEM, YTO MaTpU-
a JaHHOTO Oy(PepHOTO pacTBOpa MMeeT Hanmboiee
MPOCTOM COCTaB, B KOTOPOM B HAMMEHBIIICH CTeIe-
HU TIPOXOIIT NOOOYHBIE peakluu GJiyopecKaMrHa

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

C KOMIIOHEHTaMM PacTBOpa, a TaKKe TYIICHHE JIIO-
MUHECLECHIINH.

Bapwuposanue oobema 0ydepHoii cmecu ot 0.5
OO0 2 MJ 3aMETHO He BJIMSICT Ha MHTECHCHUBHOCTH
JIIOMUHECHEHIIUN. [J11 yMEHBIIIeHUs BIUSHUS T10-
CTOPOHHUX KOMIIOHEHTOB Ha OIpeIe/IeHHE 1IeJIeCO-
00pa3HO UCHOJIb30BaTh KaK MOXHO MEHbIIUI 00b-
eM OydepHOil cMecu, CIIOCOOHBII MomaepXKuBaTh
3agaHHOe 3HadyeHue pH, mMosTOoMy B majnbHEWIIMX
SKCIEPUMEHTAaX B PEaKIMOHHYIO CMECh BBOIWIN
0.5 M pocdaTtHOTO Oy(hepHOTO pacTBOpA.

BiausgHue BpeMeHH, MpoLIEAIIEro IOCJIE Hayda-
Jla peaklliy, Ha MHTEeHCUBHOCTD JIIOMUHECLICHIINN
WITIOCTpupyeT puc. 36. M3aMmepeHus MIpoBOIWIN
Ha CIeKTpoIyopuMeTpe dYepe3 OIpeneIecHHEIS
MPOMEXYTKM BpPEMEHM TIIOCJe Hayaja peaklnu
Mexny modaMUHOM U (iryopeckaMruHOM. B3zanmo-
NEeCTBHAE TIPOMCXOMUT MEHBIIIe YeM 3a 1| MUH, B Te-
YeHHUe MEePBhIX 5 MUH IOCJIE CMEIICHUSI PEarcHTOB
HaOII0maeTcsl yMEHbBIIIEHNE TIOMUHECIICHITAM, CBSI-
3aHHOE, BEPOSITHO, C 00pa30BaHUEM HEYCTOMYNBEIX
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JIIOMUHECIPYIOIINX IIPOAYKTOB (IIlyopecKaMrHa
C IIOCTOPOHHUMM KOMIIOHEHTAaMM CMECH, KOTOPhIE
B TeYeHWE 5 MUH pacIiajaroTcs. 3aTeM B TedeHue 1 4
WHTEHCUBHOCTD JTIOMUHECIIEHIINM IIPOIYKTa IIpaK-
TUYECKM He M3MeHseTcs. B manpHeieM musMepe-
HUSI TIPOBOIMIIM Y€Pe3 5 MUH MOCJIE CMEIIEHMS pe-
areHTOB.

WNayuniu Bingnue coaepxkanus (uyopeckamu-
Ha Ha IIOJIHOTY IIpoTeKaHus peakuuu. Ha puc. 3B
MpencTaBlieHa 3aBUCMMOCTh MHTEHCUBHOCTHU JIIO-
MUHECIEHIIMA OT KOHIIeHTpauuu peareHrta. Ilpu
MOBBIIIEHUA KOHIEHTpanuu (pIyopecKaMuHa
B peaknuoHHO cmecu ot 50 mo 1000 MKM wmH-
TEHCHUBHOCTb (PIyOpecUeHIIMM IIPOAYKTa pPacTeT,
MIpUY JaJbHEHIIEM YBEIUIYCHNH COmepxKaHus (hIyo-
peckaMrHa 3aMETHOro pocTa QIyopeCcHeHINN
He Habmomaercs. st ompenenenus modamMuHa
MOXHO BBIOpaTh KOHIEHTpanumo ¢GIyopecKaMu-
Ha 200 MKM, a i yBenIM4YeHWS WHTEHCUBHOCTH
pETUCTPUPYEMOTO CUTHajla M, BEPOSITHO, IIOBBI-
IIEHWST YYBCTBUTEJIBHOCTU OIPEHACICHUS MOXHO
HCIIOJIb30BaTh 0o0Jiee BBHICOKME KOHIICHTpAIlUU
dayopeckamMmHa.

Onpenenenne nodaMuHa Mo peakunud ¢ (iyo-
peckaMuHOM. B BBIOpaHHBIX YCJIOBUSIX OIlpenaese-
HUS 1o aMUHA TTOTYIWIN CIIEKTPhI JIOMUHECIICH-
LIMM C UCITOJIb30BaHMEM CIIEKTPOGIyopruMeTpa ISt
pacTBOPOB ¢ KOHIIeHTpauuen ¢gayopeckammHa 200
n 1000 MKM, a TakKe CIEeKTPhI CBETOITOTIONICHMS,
n3MepeHHbIe Ha crekTpodortomerpe (puc. 4a—B),
IJISI pACTBOPOB C pa3HOI KOHIIEHTpalueit mopamu-
Ha (ot 1 mo 100 MKM) 1 MOCTPOMIIN 3aBUCUMOCTH

[, ycinen.
1.0 ¢
(6)

»

¢
0,8 -“

- ®
*

06
0.4 . . g

0 20 40 60 ¢,MuH

AHAJIMTUIECKOTO CHUTHajJa OT KOHIIEHTpAluW IIO-
¢damuaa. B kadecTBe aHAIUTHMYECKOTO CHUTHAala
B ClIyyae M3MEpPEHMs JIOMUHECICHIIMM Ha CIIeK-
TpoIyOpuMETpe HCIIOIb30BaId WHTEHCUBHOCTD
JIIOMUHECIeHIMA IIpu 485 HM; B ciydae CIIeK-
TPo(OTOMETPUUYECKOIO aHaIM3a aHAJIUTUICCKUM
CHTHAJIOM SIBJISUIACh ONTHUYECKAas IUIOTHOCTH IIpH
395 HM (MaKCUMYM MOIJIOIIECHHUS IPOOyKTa peak-
nun). IpamynpoBOYHBIE 3aBUCUMOCTH, IOIYYCH-
HBIE C IIOMOIIBIO CHEKTPOGIyOpruMeETpa U CIIeK-
TpodOTOMETpa, TMHEIHBI B BHIOpAaHHOM JUAIIa30HE
KOHIIEHTpaluii nopaMruHa, ypaBHEHUS 3aBUCUMO-
cTeil ¥ 3HaYeHUsI KO3 (PUIIMEeHTOB IeTepMUHALIUN

(@

I, ycn.en.
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Puc. 3. Bauanue (a) mpuponsl OydepHoro pactsopa, (0) BpeMeHM B3aMMOAEMCTBUSA, (B) KOHIIEHTpaUUM (hyopecka-
MUHA Ha MHTEHCUMBHOCTb JIIOMMHECLIEHLMU NPOAYKTa peakuuu NopamMuHa ¢ (QIYOPECKAMMHOM. Cipama = 20 MKM;
Comyopexcasmma — 200 MKM (), (6); 0.5 mn 6ydepnoro pactsopa ¢ pH 8.5; dbocdaTHerit 6ydepHblii pactsop (0), (B); V = 5.0 mu;

(ayopeckaMWH BBOAWIN B TIOCJIEAHIOI OUepeb.

XKYPHAJI AHAJTUTUYECKON XUMUU
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npuBeneHbl B Taba. 1. ITockoabKy, KaK OTMEYEeHO
BBIIIIE, BBEACHUE OOJBIIEr0o KoandecTBa ¢ayopec-
KaMHHa B peaKLIMOHHYIO CMECh ITO3BOJISIET TOCTUYD
0oJiee BBICOKOM MHTEHCUBHOCTH JTIOMUHECIICHIINH,
1IeJIeCO00pa3HO M3YYUTh BIMSHUE KOHILIEHTpAIlUU
(nyopeckamMmnHa Ha YyBCTBUTEILHOCTD OIpenesie-
Husl. HavyanbHBINM y4acTOK IpagyupOBOYHON 3aBU-
cuMocTtr Tipu nob6asinenun 1000 MKM ¢iryopecka-
MHHa OEHCTBUTEIBHO XapaKTepU3yeTCsl OOIBbIINM
TaHT€HCOM YIJIa HakJIoHa. B ciydae criekrpodoTo-
METPUYECKOI0 aHaim3a, KaK BUIHO U3 CIIEKTPOB,
MaKCHUMYM IIOTJIOLIEeHMS IIPOAYKTa peaKIny IoIla-
JaeT Ha IUIeY0 MaKCUMyMa IOIJIoIeHus ¢ayopec-
KamMuHa, ()OHOBBIM CUTHAJI B JAaHHOM CIIydae BBI-
COK M MOXHO OXHOAaTb, YTO BOCIPOU3BOINUMOCTH
aHa/M3a B JaHHOM cjiy4yae OyneT HU3Koi. I1o aToit
MpUYINHE CIIEKTPO(GOTOMETPHUS HE PEKOMEHIYETCS
IS oIIpenesieHusI 1o aMuHAa B JAHHBIX YCIOBUSIX.
Ilpn B3aumopeiictBuM podaMmHa ¢ GIyo-
peckaMuHOM o0OpasyeTcsl MPOAYKT, O0Jamarolni
JIIOMUHECLIeHIMeil B BUAMMON 00JacTU cHekTpa,
MO3TOMY 1I€JIeCO00pa3HO OLICHHUTh BO3MOXHOCTH
HCIIOJIb30BAHMUS IIBETOMETPUM IJISI OIIpedeaeHUS
modammrHa. OgHUM 13 BapMaHTOB IIBETOMETpUYC-
CKOI'0 aHaliM3a SIBJISAETCS M3YYCHHE 3aBUCUMOCTH
3HAYCHUI KOOpAWHAT 1LIBETa, IOJYyYeHHBIX U3 (o-
torpa¢uii 0Opas3loB, OT KOHIEHTPALlMM aHaJIH-
ta. ST TIpoBedeHUS IIBETOMETPUUYECKOrOo aHa-
qM3a noaydunn (Qororpadum rpagyrupOBOYHBIX
pacTBOPOB IpHU OOIYICHUHU UX YIBTPaDUOIETOBOM
JaMrion (puc. 5a), U3 MoNMydYeHHBIX (oTorpadmii
M3BJICKIN KOOpOMHATH 1BeTa B cucremMax RGB,
CMYK u Lab. YcranoBumimn, 910 3Ha4eHUST KOOP-
IWHATHI IIBeTa 110 3eieHoMy KaHany (G) B cucre-
Me RGB, gpkoctn L n XoopauHaThel b B cucTeMe
Lab MOHOTOHHO YBEIMYMBAIOTCS IIPH YBEIMYCHUN
comepxaHusa modamMyHa, 3HAYCHHS KOOPIMHATHI
M B cucteme CMYK m KoopauHaTH a B CUCTEME
Lab MOHOTOHHO YMEHBIIAIOTCSI — UCIIOJIh30BAHME

(a)

YKa3aHHBIX KOOpPAMHAT B KadyeCTBE aHaJIUTHYEC-
CKOI'0 CHUTHaJIa MOXET OBITh MOJOXEHO B OCHOBY
oIpeneiaeHUsT nodaMrHa ¢ IIOMOIIbI0 ¢oToaIma-
pata. 11 oCTalbHBIX KOOPAMHAT B JAHHBIX IIBE-
TOBBIX IIPOCTPAHCTBAX KOPPEJSIILINK C COOEPKAHU-
eM godammuHa He HabmomaeTcs. C menbpio BEIOOpa
HanOoJiee MOIXOMSINEro CUTHala IJIs OIpenelie-
HUS godaMUHA OLEHWIM BEIMYMHBI OTHOIICHUS
cuTHaia Tpu copepxannn gopammuHa 10 MKM (3a
BBIYETOM KOHTPOJILHOTO OIThITa) K POHOBOMY CHUT-
Hajay (cTaHOAapTHOE OTKIIOHEHHE KOHTPOJHHOTO
OITBITA), BEIYMCIICHHBIC IIPXA MCIIOJIb30BAaHUM B Ka-
YeCcTBE aHAJIMTHMYECKOIO CUTHala Pa3HBbIX IIBETO-
BBIX KOOpauHaT (n = 5):

KoopauHata uBeta G| M| L a b

CurnHan/ponH 1219 8 8 9

Kak BunHO, HanOoJbIIee COOTHOIIEHNE JOCTU -
raeTcs Ipy UCIoJIb30BaHUM KoopanHaTel G. Kpome
TOr0, CMCTeMa LIBETOBBIX KoopauHaT RGB saBiser-
¢ HanboJiee pacIpoOCTpaHEHHOM M, KaK IIPaBUIIO,
HCIIOJIB3YETCS 110 YMOJYAHUIO B PAa3IMYHbBIX IIBETO-
PEeTUCTPUPYIOIIMX YCTpoiicTBax. B maHHOM ciydae
B KaueCTBE aHAJIUTUYECKOTO CUTHAJA IIeIecoo0pas-
HO MCTIOIb30BaTh KoopanHaty G. Ha puc. 56 mpuse-
JIieHa TpamyrupOBOYHAsI 3aBUCUMOCTD, IIOJIydeHHAs
¢ MOMOIIBIO (poToammapara, B Ka4eCTBe aHAJIUTU-
YECKOI'0 CUTHaJjia MCIIOJIb30BAIM KOOPAMHATY IBE-
ta G 3a BBIYETOM CHUTHAaJIa KOHTPOJBHOTO OIIBITA.
IlonyyeHHast 3aBUCMMOCTb JIMHEIiHA B IHMAaIla30HE
KoHUeHTpauuii 0—15 MKM, mpu OONBIINX KOH-
LIEHTPAIMSIX HAOMIOMACTCSI OTKJIOHEHUE OT JIMHEM-
Hoctu. B mmanazone xkonueHTtpaumii 0—100 MmkM
MOJIyICHHYIO 3aBUCUMOCTb MOXHO AaIllIPpOKCHUMU-
pOBATh C MOMOMLIBIO (GDYHKIIMHU BUIA y = gl — e*(b)‘))
rae y — 9To koopauHara 1seta G, x — KOHIIEHTpa-
mus nodamuHa, MKM, a, b — nmocTtosHHBIE. [laH-
Hasg (PYyHKUIMS COOTBETCTBYET 3aBHCHUMOCTU WMH-
TEHCUBHOCTHU JTIOMUHECIIEHIINM OT KOHIIEHTPAIlU1

(6) (8)

I ycn.en. I ycn.en. A
307 1.2 ¢ 0.5

Loy 0.4}
2.0t 0.8 1

Cuotbawma cuod)amyma 0.3 cuotbammia
0.6 |
0.2+

1.0 0.4

0.2 0.1
0.0 e — 0.0 . L — 0.0 . .

410 460 510 560 610 410 460 510 560 610 350 400 450
, HM , HM A, HM

Puc. 4. Cnexrpsl (a), (0) TOMUHECLIEHIIUM (B) U TTOIJIOIIEHUS paCTBOPOB To(haMKrHa MMocie B3auMOIAeHCTBUS ¢ (hIyopecKa-
MUHOM. (a), (B) 0—100, (6) 0—10 MxM mnodamuHa; (a), (8) 200, (6) 1000 MxM dayopeckamuna; 0.5 Ma ¢pochatHoro 6ydep-
Horo pactBopa ¢ pH 8.5; r = 5 Mmun; V' = 5.0 mu1; paryopecKkaMUH BBOAWJIN B TTOCJICAHIOIO OYEPE/b.
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58 I'POMOBA u np.

OIIpEAE/ISIEMOTO BellleCTBAa IMPU BHICOKMX 3HAYEHU-
SIX ONTHUYECKOM ILIOTHOCTY aHAIM3UPYEMBIX pac-
tBOpoB: [ = 1,0, (1—107%%) npu ele > 0.05, rme
[ — MTHTEeHCHBHOCTD JIIOMUHECLICHIIMY aHATIU3UPYe-
MOTO pacTBopa, [, — MHTEHCUBHOCTh MCTOYHMKA
WU3JTy4eHUs, (p, — KBAHTOBBII BBIXOM JIOMUHECIICH-
WU, € — MOJSIPHBIN KO3(P(GULIMEHT MOTIOIICHMUS,
| — nnuHA ONTUYECKOTO MyTH, ¢ — KOHIIEHTpALIUs
JIIOMUHECIIUPYIOLIET0 BelecTBa. ToT akT, 4TO
IJISI OMHOTO M TOTO K€ MHalla30Ha KOHIIEHTpalLUid
rpagyupOBOYHAsI 3aBUCMMOCTD, MOJIyIeHHAs C I0-
MOIIIBIO (biIyopuMeTpa, alImpoOKCUMUPYETCs TUHEH -
HOU (yHKIIMEI, a ¢ TTOMOIIBIO (oToammapara —
3KCIOHEHIMAIbHOI, MOXHO OOBSICHUTH CIUIIKOM
OOMBIIIOI 171 TaHHBIX YeIoBMiA BeIIepkKoii (0.5 ¢)
M, COOTBETCTBEHHO, IOJII'MM HAKOILJIECHUEM CUTHA-
J1a: 3HaueHue KoopnuHatel G IMpuOIMXKaeTcs K ee
MaKCUMaJTbHOMY 3HadeHuIo (255). [l n3amepeHus
PacTBOPOB C BHICOKMMHM KOHIIEHTPALSIMU pearcH-
TOB PEKOMEHIIYETCSI YMEHBIIIATh BpeMsI BBIIEPXKKHU
(mms 25—100 MmxM pactBopoB 1/10—1/15 ¢), mnsa
pasbaBneHHBIX 0—10 MKM pacTtBOpoB, HA0OOPOT,
yBermuuBath (0.8 ¢).

AHaJIMTHYECKHE XaPAKTEePHCTHKH OIpeeIeHus
aopamuna. B Taby. 1 mpeacTtaBieHbl HEKOTOpPHIE
AHAJIUTUISCKNE XapaKTePUCTUKU IIPEIIOKEHHBIX
criocoboB ompeneneHusa godamMuHa. HamMeHb-
II1M IIpeneioM oOHapyXeHMsI, KaK 1 OXUIAJI0Ch,
XapakTepusyercss Hpo¢eCCHOHAIbHBII CIEKTPO-
(ayopumeTp, Ipy 3TOM BBEIEeHHE B PEaKIIMOHHYIO
CMech OObIIeTo KOJMYEeCTBa (dryopecKkaMuHa
HE IMPUBOIUT K CHIDKCHMIO TIpeaeia 0OHapyKeHUs
M3-3a YBEINYCHMS CTAHAAPTHOTO OTKJIOHEHMSI KOH-
TPOJIBHOTO OIIBbITA, T.€. UCIIOJIb30BaHME 00Jiee BbI-
COKMX KOHIICHTpaluii pJyopecKkaMuHa HelleIeco-
o6pa3Ho. ConocTtaBUMEBIE MpeaeIbl OOHAPYXKEHUS
MOCTUTAIOTCSI IIPU UCIIOJIB30BAHUM CIIEKTPO(DOTO-
MmeTpa u ¢oroanmnapara. Poroarmapar — Ooiee

KOMIMAKTHbIA, MOOUIbHBIA U HEAOPOIoii MHCTPY-
MEHT, MO3TOMY €ro, B OTJIMYME OT NpodeccHo-
HaJbHBIX IIPUOOPOB, MOXHO PEKOMEHIOBATh IS
M3MEPEeHMI B IOJIEBBIX YCIOBHSIX.

Mzyuunu BnussHue HanboJjiee pacipoCTpaHeH-
HBIX HEOPraHMYEeCKMUX MOHOB Ha MHTEHCHUBHOCTH
JIOMUHecHeHIInU. KputepreM Melniamomero BIms-
HUS CITYKWJIO OTKJIIOHEHME HaliIeHHOTO comepxKa-
HUs godaMMHa OT BBeIeHHOro 6oJjiee ueM Ha 5 %.
YcranoBunu, uyro wmonel Na*, K*, CI-, NO,-,
SO, Mg?" He MelIalOT onpeneiaecHUIo 1odaMuHa
IIPU COOTHOIIIEHUM AO(PaMUH : TIOCTOPOHHUN MOH
1 : 10. OnpeneneHNIo TakKXKe HE MeIIaeT MPUCYT-
CTBUE COIIOCTAaBUMBIX KOJMYECTB aJpeHaJIMHa —
KaTexoJlaMMHa, COIepKalllero B CBOEIl CTPYKType
BTOPUYHYIO aMUHOTPYIIITY.

AHaJjm3 peaibHOr0 00beKTa — METUITMHCKOTO ITpe-
napara “Jodamun-Depeitn” (ITAO “Bbprbiuanos-A”,
Poccus; neiicTByroniee BelecTBO — IOIMaMUHA THI-
poxinopun, 40 mMr/Mia) Ha comepxxaHue aodaMuHa.
HaHHEBIE, ITOJTYYeHHbBIC ¢ IIOMOIIBIO (poToammapara,
cniekTpodiyopuMerpa 1 MetonoM BDXKX, mpuse-
IeHBI B Ta0J1. 2. Pe3ynbTarsl, molydeHHbIE pa3HbIMU
croco6aMm, XOPOIIO COTTIACYIOTCS MEXITy CO00I, YTO
TOBOPHUT O MPABMILHOCTH OIIPENCICHUS.

% %k 3k

Takum obGpa3oM, B3amMomelicTBue godamMmuHa
¢ hryopecKaMUHOM IT0JIOKEHO B OCHOBY JIIOMUHEC-
LIEHTHOTO omnpeneieHus nodamuna. [1pu ucronb-
30BaHUM CIIEKTPO(IyopuMeTpa BO30YKIEeHNE JTI0-
MUHECLEHUMN 00pa3loB MpoBOAMIN pu 395 HM,
W3MEpeHNe — IPU IJIMHE BOJTHBI JIOMUHECIICHIINN
485 um. OO6pasylomuiics MMPORYKT 00JIamaeT JIo-
MUHECLIEHLIUEN B BUAUMOI 00JacTU CIIeKTpa, Mo-
3TOMY BO3MOXHO IIBETOMETPUYECKOE OIIperaesie-
HUe JogaMuHa ¢ UCIOJb30BaHUeM (poToanmnapara

Tabmua 1. AHaTUTHYECKHe XapaKTePUCTUKH Pa3IMIHBIX CITOCO00B onpeneneHus nodamuna (n =5, P = 0.95)

VYpaBHeHUe
Perucrpupyroiee ycTpoiicTBO rpagyupoOBOYHOMN R Crnin, MKM HOC, MM
3aBUCUMOCTH
CniekTpodnyopnmetp y=0.0254x + 0.06 0.9965 0.5 1.5-100
(200 MxM ryopeckamMuHa) ) ’ ) ’ ’
CrekTpob1yopumeTp y=0.101x + 0.067 0.9991 0.5 1.5-10
(1000 MxM dayopeckaMHrHa) ' ) ) ) )
CrektpodoToMeTp y =0.0025x + 0.116 0.9909 1.6 4.8—100
®doroanmapat y=186(1 — e~0:05%) 0.9951 1.8 5.4-50
Ilpumeuanue: JOC — auara3oH onpeacaseMbIX COIepKaHMIA.
XKYPHAJI AHATUTUYECKON XUMUN ToM 80 Ne 1 2025
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(a)

YBenuueHne KOHIEHTpau: 10(paMUuHa

(6)

200

150
(:3 y= 186(1 _ e—0.0SSX)
2 R*=0.9951
=
<
5
£ 100
=
o
3
~

50
0 1 1 1 J
0 20 40 60 80 100
cnocbaMHHa’ MKM

Puc. 5. ®ororpadun rpanyrpoBOYHBIX (a) paCTBOPOB IIPOAYKTa B3anMOAeHCTBUS nodaMuHa 1 dayopeckamuHa u (0) rpa-
IyMPOBOYHAs 3aBUCUMOCTb JIJIST oTpenesieHus noaMuHa, ToJlydeHHast ¢ ToMollbio oToantapara. 0, 2.5, 5, 10, 15, 25, 50,
100 MxM nodamuna; 200 MKM dayopeckamuna; 0.5 mit ¢pocdarHoro 6ydepHoro pactopa c pH 8.5;t = 5mun; V= 5.0 m1;

¢ryopeckaMyH BBOIUJIU B TTOCJIEIHIOI OYEPENb.

Ipu BO3OYXACHUM JIOMUHECUCHLIMU BHEIIHUM
Y®-ucTOYHUKOM, B KayeCTBE aHAJIUTUYECKOIO
CUTHAJIa MCIIOJb30BaIM 3HaUeHHe KoopauHatel G
B cucteMe RGB. Bo3MmoxHO Takxke criekTpodo-
TOMETpHYECKOe OIpeAcieHue godaMuHa IO pe-
akunu godamMuHa ¢ giyopeckamMmruHoM. [Ipemenst
oOHapykeHNsT JTodamMHnHa C TTOMOIIBIO CIIEKTPO-
dayopumerpa, cnekrpodoToMmeTpa n ¢oToanma-
pata coctaBigoT 0.5, 1.6, 1.8 MKkM, nunama3oHbI
KYPHAJI AHAJJUTUYECKOU XUMUH

Tom 80 Nel

omnpenenaseMbIx comepxannii — 1.5—100, 4.8—100,
5.4—-50 MKM cooTBeTcTBeHHO. OmnpeneneHuIo
HE MelIaeT IPUCYTCTBHE HamOoJiee pacIpocTpa-
HEHHBIX HEOPraHMYECKMX MOHOB, COIEpXaHME
KoTopuiX B 10 pa3 mpeBwIIIaeT comepXaHue moda-
MHHA, U CONOCTAaBUMBIX KOJMYECTB aIpeHaJIMHa.
IIpenmoxeHHBIN cToco6 ompeneneHusT JodpaMuHa
MOXHO IIPUMEHSTH IUISI aHajM3a JIEKapCTBEHHBIX
IpernapaTos.
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Tabmmma 2. Pe3ynbratsl onpeneneHus godpamMmuHa

B MeAuLIMHCKOM Tpenapare “Jlodamun-Pepeitn”
(ITAO “Bbpeianos-A”, Poccust) pa3HBIMA METOIAMU
(n=3,P=0.9)5)

3.

ConepxaHue
nodaMuHa
B TIperapare,
MT,/MJT

Meton

JltoMuHeclieHTHas
CIIEKTPOCKOITUA

CIeKTPOhIYOPUMETP 47+ 3

0.02

¢doroamnmapar 45+ 7

0.06

BOXKX 478 £0.3

0.003

OMHAHCHUPOBAHUE PABOThI

Paborta BbhImoONHeHa mpu (pUHAHCOBOK TMOMI-

nepxke Poccuitckoro wHayuHoro ¢donHma (Tp
No 24-23-20004).

BJIIATOAAPHOCTH

WccnenoBaHue nipoBeaeHo B pamkax [Iporpam-

MBI pa3BUTHSI MeXIUCHUIUIMHAPHON HaydHO-
pa3oBarenbHON IIKOJBI MOCKOBCKOTO YHUBED

aHT

00-
CcH-

TeTa “bynyliiee MIaHeThl U IJI00OabHbIE U3MEHEHUS

OKpYyXKaloIei cpennl”.

KOH®JIMKT UHTEPECOB

ABTOpBI JaHHOI paboOTHI 3asIBISIIOT 00 OTCYT-

CTBUU KOH(MJIMKTa UHTEPECOB.
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LUMINESCENT DETERMINATION OF DOPAMINE USING A CAMERA
S. A. Gromova®, M. V. Matiash® *, V. V. Apyari‘, S. G. Dmitrienko“, Yu. A. Zolotov**

9 Lomonosov Moscow State University, Department of Chemistry
Moscow, Russia
b Kurnakov Institute of General and Inorganic Chemistry Russian Academy of Sciences
Moscow, Russia
*FE-mail: masha13_1992@mail.ru

Abstract. It is shown that the interaction of dopamine with fluorescamine can be used as a basis for the
luminescent determination of dopamine using a camera, since the product formed as a result of this
interaction is characterized by a luminescence maximum in the visible region (485 nm), and a light-
emitting diode emitting light in the near ultraviolet region (395 nm) is sufficient to excite the luminescence.
The reaction should be carried out at pH 8—8.5 in a phosphate buffer solution for 5 min; fluorescamine
should be added to the reaction mixture last. Some analytical characteristics of the determination using a
camera are assessed and compared with the characteristics of a similar determination of dopamine using a
professional spectrofluorometer and spectrophotometer. The detection limits of dopamine using a camera,
spectrophotometer and spectrofluorometer were 1.8, 1.6 and 0.5 uM, the range of determined contents was
5.4-50 uM, 4.8—100 uM, 1.5—100 uM, respectively. The presence of common inorganic ions, the content
of which is 10 times higher than the content of dopamine, does not interfere with the determination. The
proposed method for determining dopamine can be used for quality control of drugs.

Keywords: dopamine, luminescence spectroscopy, colorimetry, camera.
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N3y4yeHo BIMSAHME XMMMYECKU aKTUBHBIX QTOopconepxainx nodasoxk AlF; ZnF,, n SrF, Ha xapak-
Tep UCTHApPEeHMST TPYAHO- M CPENHEIETYUYMX 3JIEMEHTOB-TIpUMEceil M3 KpaTepa 3JeKTpoma AYTu I0-
CTOSIHHOTO TOKa IIpU aHaiu3e rpaduroBoro mopomka. ITokazaHo, yro ucnoms3oBanue AlF; u ZnF,
CIIOCOOCTBYET 3HAYMTEJIBHOMY POCTY MHTCHCHMBHOCTH CHEKTPAaJIbHBIX JIMHUM OIPEHeIsIieMbIX 2JIe-
MEHTOB ¥ YMEHBIIICHUIO BpEMEHHU MX ITOJTHOTO MCIApEeHMS M3 KpaTepa JIEKTPona. YCTaHOBJIEHO, YTO
Haunboisee 3¢ GeKTUBHOM 100aBKOI sABjIsIeTcsS (GTOPUA LMHKA B KOHLIeHTpauuu 5 mac. %. [1pu atom
MaKCHMaJbHBI POCT MHTCHCUBHOCTH HAOIIOOAETCS B CIyyae TPYAHOIETYYNX 3JIEMEHTOB, CKIIOHHBIX
K KapougooOpazoBaHuto. Mcnonb3zoBanue ZnF, MOo3BOAMIO CHU3NUTDL NPEAEIbl ONpeaeaeHUs TPYI-
HO- M CPEIHEJIETYYMX 3JEMEHTOB B IpadUTOBOM ITOPOIIKE MPSIMBIM ITYTOBBIM aTOMHO-3MMUCCUOH-
HBIM aHaAM30M Ha 2—3 mopsiaka 1o n X 107—n x 10 Mac. % v yay4lnTh B IBa pa3a CXOAUMOCTh pe-
3yJIbTAaTOB MX ONPEACIICHUS 110 CPABHEHUIO C aHATN30M IrpachMTOBOTO MOPOIIIKA 03 MCTIOIb30BaHUS

no0aBoOK.

KimroueBbie cj10Ba: 1yroBoii aTOMHO-3MUCCUOHHBIN aHAIN3, TPa(UTOBBIN MOPOIIOK, XMMUYECKHA aKTUB-
HbIe (pTOpCcomepxKaIre 100aBKU, IIPENeIbl ONPEAEICHMS, CXONMMOCTD PEe3yIbTaTOB.

DOI: 10.31857/50044450225010069 EDN: aavrna

MeTon aTOMHO-3MUCCUOHHOTO aHanm3a (ADA)
C IYyTOBBIM HMCTOYHMKOM BO30YKIEHHSI CIEKTPOB
0 CUX MOp HAaXOOHUT IIMPOKOEe MpUMeHeHue OJa-
rogapsi BO3MOXHOCTA OZHOBPEMEHHOTO OIIpene-
JICHUSI OOJIBIIIOIO KOJMYECTBA 3JIEMEHTOB C JIO-
CTaTOYHO HU3KUMHM IIpedejiaMy OIpeAeIeHUs
(ciim) — 1075—107° mac. %, a Takxe WMPOKOW 1O-
CTYITHOCTH U SKOHOMUYHOCTHU. DTOT METOI He3a-
MEHHUM IIpM aHaJM3e HEPacTBOPUMBIX OOBEKTOB,
B TOM 4Wuclie rpadUTOBOrO MOPOILIKA. XOPOIIO
M3BECTHO, YTO TPU OIIPENeICHUM Ype3BbIYAiHO
HU3KMX COAEPXAHWM 3JEMEHTOB, HalpuMep IIpu
aHaJIM3e BEIIECTB 0COOOM YMCTOTHI, IYyTOBEIM ADA
rpadUTOBBIIT MOPOIIOK 0COO0M YUCTOTHI IITUPOKO
HCITOJIB3YETCS B KAUECTBE KOJUIEKTOPA IIPUMECHBIX
3JIEMEHTOB II0CJIe UX MPEeaBapUTEIbHOIO KOHIICH-
TPUPOBAHUS Pa3TIMIHBIMU METOAAMM, TaK KaK 3TOT
MaTepuaJ; MMEET OYE€Hb IIPOCTON 3MUCCUOHHBINA
CIIEKTP M OO0ECIIeUYMBAET BBICOKYIO TEMIIEpaTypy
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nia3Mel ayru. TpebyemMoe copepxxaHue Ipumeceit
B rpacduTe B 3TOM ClIydae IOJDKHO OBITh Ha YPOB-
He 1 X 107°—5 x 10=> mac. % [1] mist gOCTUXKEHUSI
HEOOXOMMMBIX IIPEIEIOB OIpeneeHUsT ImpruMeceit
B aHAJIM3MPYEeMOM MaTpulle, Aaxe C y4eTOM MX
BBICOKMX KO3 (UIINEHTOB KOHIEHTPUPOBAHMUSI.
Boicokue TpeboBaHMS MPEIbSIBISIOTCS TaKXe
K 4ucToTe rpacduTa, MCIIOJb3yeMOro B KadyeCTBE
3aMeIIuTeNsl B sAepHbIX peakrtopax. Comepxka-
HUE B HEM TaKUX IIPMMECHBIX 3JIEMEHTOB, Kak B,
Hf, Ti, V, a Takxke HEKOTOPBIX PEIKO3EMEITbLHBIX
3JIEMEHTOB, MMEIOIIMX OOJIbIIOe CEYEHHE 3axXBa-
Ta HEUTPOHOB, OOJKHO HAXOMUTHCS Ha ypPOBHE
5 x 1073 mac. % u Huxe [2], 4TO TpeOyeT BHICOKO-
YYBCTBUTEJIBHOTO KOHTPOJISI YMCTOTHI ITpadura.
Oco0yi0 TpPyOZHOCTb IIPENCTAaBIISIET OIpele-
JieHue B Tpadure TPYyOIHOJIETYIMX DIIEMEHTOB,
METaJIJIbl M OKCHUIBl KOTOPBIX MMEIOT BBICOKHE,
okoJjio 4000 °C, TemnepaTypbl KATIEHUS, a TaKXKe
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3JIEMEHTOB, KOTOpbIE 00pa3ylT B KpaTepe 2JeK-
TpOIa AYTYM B MPUCYTCTBUU IpaduTa TPYTHOJETY-
yue Kapobuabl. Beicokue TemmepaTrypbl KMIEHUS
METaJIJIOB, OKCUIIOB M KapOUIOB, B BUIE KOTOPHIX
oIpeneisieMble 3JIEMEHTHI-IIPUMECU MOTYT HaXo-
IUTHCS B aHAJM3UPYEMOM IrpacUTOBOM ITOPOIIKE,
3aTPYIHSIOT UX HUCIIapeHHe U3 KpaTepa DJIEKTPO-
Ia, B pe3yJbTaTe 4ero TPYOHOJIETYy4He SJIEMEH-
TBl MOXHO OIIpEeNeNIsiTh B I'papUTOBOM MOPOIII-
K€ IPSIMBIM OYTOBBIM METOIOM JIMIIb Ha YPOBHE
n X 107*—n x 102 mac. % [3]. U3BecTHO, uTO HaU-
6omee 3(pPEeKTUBHBIM CITOCOOOM CHUKEHUS HIXK-
HEU TpaHMULbI OMPEACISIEMbIX COOCPKAHUUN TPYI-
HOJIETYYHMX 3JE€MEHTOB SIBJISIETCSI MCIIOJIb30BaHME
XMMUYECKM aKTUBHBIX T00aBOK, BBEICHME KOTO-
pBbIX B aHaAJIU3UPYEMbIII OOBEKT MPUBOAUT K 00-
pa30BaHMUIO B KpaTepe d3JIEKTpoma Iy JIETKOJIe-
TYYUX COCOIUMHEHUN OIpeneIsieMbIX 3JICMEHTOB [4,
5]. DTo crmocoOCTBYeT KaK YMEHBIIIEHUIO BpEMEHN
MOJIHOTO HCIIAapeHUSI TPYOHOJETYIUX SJIEMEHTOB
M3 Kparepa 3JeKTpoaa, TaK 1 3HAUUTEIbHOMY pO-
CTY WMHTEHCUBHOCTM HX CHEKTPAJIbHBIX JIMHUIA.
M3BecTHO, YTO YYBCTBUTEIHLHOCTh METOAA OIIpE-
nensercsa coorHowenuem I,/1, (I, — MHTEHCUB-
HOCTb JIMHUU, & I, — UHTEHCUBHOCTb (POHA PAIOM
¢ Heit). 1o 310l MpYMHE OMHOBPEMEHHBIN POCT
WHTEHCUBHOCTHU CIIEKTPaJIbHBIX JMHUI OIIpene-
JISIEMBIX B I'pauTe 3JI€MEHTOB U YMEHBIIIEHNE MH-
TEHCUBHOCTU (pOHa criekTpa (Onaromapst yMeHb-
IIEHUI0 BPEMEHU 3SKCIIO3UIMH) B IMPUCYTCTBUU
XMMUYECKM aKTUBHBIX JO0ABOK JOJKHO CIOCO0-
CTBOBAaTh 3HAYUTEILHOMY POCTY COOTHOIIeHUs 1,/
1, 5TUX 3]1IEMEHTOB U, CJIEA0BATENbHO, CHUXEHUIO
IpeaenoB UX OIpeneaeHus B rpadure.

B xauecTBe XMMHUUYECKU aKTUBHBIX J1OOABOK UC-
MOJIB3YIOT, KaK MpPaBUjIO, XJIOp- WK (pTopcomep-
Kallye COeTMHEHNsI, TaK KaK HanuboJiee JIeTYIMU
COCAVMHEHUSIMU TPYIHOJIETYYMX DJIEMEHTOB SIBIISI-
IOTCSI UMEHHO UX XJIOpUAbI U propuabl. Mcrmonb3o-
BaHue CuCl,, AgCl u XJI0pHUI0OB IIEIOYHO3EMEIIb-
HBIX 3JIeMEHTOB [6, 7] MO3BOJMIIO CYILIECTBEHHO
CHU3UTh Mpeaesibl onpenenceHus nuiib Ti u Mo,
OIHAKO Ha OIIpele/icHHEe TaKMX DJIEMEHTOB, KakK
Hf, W n Zr, 3T 106aBK1 IMpakKTUYEeCKN HE OKa3a-
JIN TIOJIOXMTENIbHOTO BiausHUs. JlobaBKa xjopuma
HaTpusl, KOTopas TpaaullMOHHO PEKOMEHIYeT-
cs B KadyecTBe HOOABKU IJISI CHUXKEHUS IIpEaesioB
oIpenesIicHUsT 3JIEMEHTOB B rpadure [8], mmpakTu-
yecku Hea(h(deKTUBHA IIPpU OMNpeneIeHUU TPYIHO-
JIETY4YMX 3JIEMEHTOB, oOpasyiommux kKapounmel (B,
Hf, Nb, Ta, Ti, V, Wu Zr). B 1o ke BpeMs B psizie
paboT TI0Ka3zaHo, 4To Hambojee 3(PEPEeKTUBHBI-
MU XMMHUYECKMMH HOO0ABKaMM IIPU OIpeneJeHUN
TPYOIHOJIETYYUX BJIEMEHTOB B Pa3IWYHBIX MaTpH-
nax SBISIOTCA (Topcomepxaliue COSTUHEHUS.
Tak, B pabore [9] mucmonp3oBanu Ho6aBKy AlF;,
KOTOpas Mo3BoJWJIa MOHU3UTD ¢y, 11, Zr, Mo u V
B BBICOKOYMICTOM OKCHJIE aTIOMUHMS O--MOaU(pUKa-
nuu. Ilpu onpenenenuun racdpHUS B HUPKOHUEBHIX
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MaTepuajaXx MCIIOJb30Baau  (TOpCcoaepKalIne
nob6asku BiF; u BaF,, kotopble Takxke oKa3zaauch
sadppextuBHbIMU [10, 11]. ABTOpamu pab6or [12, 13]
MMOKa3aHO, YTO MpPU ONPEACICHUN TPYIHOJIETYINX
3JIEMEHTOB B TrpaUTOBOM MOPOIIKE IIEIeCO0-
Opa3Ho ucnoab3oBaTh ¢ropun Bucmyra BiF;, ko-
TOPBII CITOCOOCTBYET KaK YCKOPEHUIO MCIIapeHUs
TPYIHOJIETYYHX 2JIEMEHTOB M3 KpaTepa 3JIeKTpoaa
IyTd, TaK U 3HAYWUTEJIbHOMY POCTY MHTEHCHUBHO-
CTU MX CHEKTPaJbHBIX JUHMUIA. ABTOpaMu CIejlaH
BBIBOII 00 00Opa30BaHMM JIETKOJETYINX (DTOPUIOB
OIIpenesieMBIX 2JIEMEHTOB B KpaTepe rpaduToBO-
ro 3JeKTpola B IIPUCYTCTBUU 3TOi mobaBku. Mc-
noab3oBaHue BiF; M03BOJMIO CHU3UTD Cj, TPYI-
HOJIETYYUX 3JIEMEHTOB B IpaUTOBOM IIOPOIIKE
o 1 x 1075 mac. %, omHAKO MPU 3TOM IIPOBOIMIN
ux npeaBaputreabHoe 10-KpaTHOE€ KOHIEHTPHU-
poBaHME TyTeM O30JIeHUsI TIpadura Ha BO3IyXe
npu 700 °C. DdpdeKTUBHOCTh AeiCcTBUS (PTOPCO-
nepxaiux no6asok AgF, AlF; BaF,, SrF, u ZnF,
Ha OIlpeneeHNe TPYAHOJETYYUX 3JIEMEHTOB B TY-
roIUIaBKMX MaTpHUIlaX JOKa3aHa TakxkKe Hamu [14—
16]. O4eBMIHO, 3TO MOXHO OOBICHUTH TEM, UYTO
oOpasyloniuecs B KpaTepe 3JeKTpona (PTOpHIbI
TPYIHOJIETYYHUX DJIEMEHTOB SIBJISIIOTCSI HE TOJIBKO
JIETKOJIETYYUMM, HO U JOCTATOYHO YCTOMYMBBIMU
coenvHeHusIMU [17], 4TO TTO3BOISIET UM UCHAPUTH-
csl U3 Kpatepa aiekTrpona 6e3 pasznoxeHus. Ilpu
3TOM HauOoJjee MePCHeKTUBHBIMM HaM IIPEnCTaB-
JISIIOTCST (DTOPUIBI AIIOMUHUS, CTPOHIINS U IIMHKA,
TaK KaK 3TU COCTMHEHMS UMEIOT IIPOCTOM CIIEKTD,
YCTOMYMBBEL M1 MMEIOT JOCTaTOYHO BBICOKHE TEM-
neparypaM kunenus (1280, 2460 u 1505 °C coor-
BETCTBEHHO), UTO HE II03BOJISIET UM HCHAPSTHCS
M3 KpaTepa 3JIeKTpoda IIpexXae, YeM 3aBepIIUTCS
(TopupoBaHHNEe OIpeneIsIeMbIX 3JIEMEHTOB-IIPHU-
meceil. icnonb3oBaHUe yKa3aHHBIX GTOPUAOB MO-
JKeT 0Ka3aTbCsl BeChMa IePCIIEKTUBHBIM IS 1aJlb-
HEHIIIEro CHUXKEHMUS C;;,, TPYIHOJIETYUYMNX 3JIEMEHTOB
B TpapUTOBOM MOPOIIKE TTPSIMBIM JTYTOBBIM ADA.

TakuM o0Opa3oM, OIMCAaHHBIE B JUTEpaType
XMMUYECKM aKTHUBHBIE T00aBKM, HCIOJIb3yeMBbIC
MpU aHaJn3e rpadUTOBOro MOPOIIKA 0COOO0M M-
CTOTHI, MO0 HEe3(h(PEeKTUBHBI TIPU OINpPEACTCHUN
CKJIOHHBIX K KapOuaoo0pa3oBaHUIO TPYAHOJIETY-
YUX 3JIEMEHTOB, 00€CIIeUnBasl ¢}, IUIIb Ha YPOBHE
n X 10~*mac. %, 1160 TpeOYIOT TOMOIHUTEIBHOIO
KOHIIEHTpUpOBaHMUsA mpumeceii. O4eBUOHO, YTO
MOVICK ONTUMAJIbHBIX XUMWUECKM aKTUBHBIX 100a-
BOK IIpY aHaJIM3e TpapUTOBOrO MOPOIIKA IPSIMBIM
IyTOBBIM ADA He TepseT CBOeit aKTyalTbHOCTH.

ILlens Hacrosiieil paboOTbl — M3ydyeHUE Me-
XaHNW3Ma MCHApEeHUs TPYOIHO- U CPEIHEISTYIUX
3JIEMEHTOB M3 KpaTepa 3JIeKTpolda IYyTW II0CTO-
SIHHOTO TOKa B MIPUCYTCTBHU (PTOpCOomepKaIInuX
XMMMYECKM aKTUBHBIX 100aBoK AlF; SrF, u ZnF,
U1 YIYYIIeHHS METPOJIOTMYECKUX XapaKTepHu-
CTHMK HUX OIIpenejeHUs] B IpadUTOBOM ITOPOIIKE
0C000I1 YUCTOTHI.
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OKCITEPUMEHTAJIbHAA YACTb

Hcnons3oBanu criekrporpad PGS-2 ¢ pemrer-
Koit 651 wmTp/mMM, obecleuyMBaIOIIMi OOpaTHYIO
nuHelHyto nucnepcuio 0.74 am/mMM. McTouHnkoM
BO30OYXKIEHUS CIIEKTPOB CJIYXWJIa Oyra ITOCTOSIH-
Horo Toka 12 A. [l permcTtpaliii SMUCCUOHHBIX
CIIEKTPOB IIPMMEHSUIM pa3padOTaHHYIO B Hallei
naboparopun (hOTORIEKTPUUECKYI0 CHUCTEMY pe-
TUCTPallM C MCIOJB30BAaHUEM JIMHEEK MPHUOOPOB
¢ 3apsmoBoil cBs3bio [18]. KpuBble umcmapeHus
3JIEMEHTOB CTPOMJIM 110 pe3yjbTaTaM perucTpanun
CIEKTPOB € IKCHO3UIUSIMU 110 5 vt 10 ¢ 70 ToJTHO-
ro X UcnapeHus: u3 KkaHana anektpoga. [Ipody Ha-
OMBaJIM B KpaTep HIDKHETOo 3JIeKTpoaa (aHoma) TUIa
“proMmka”. Kpatep “proMKn” Mmen mIyOMHY U Tra-
MeTp 4 MM, TOJNIIVHY CTeHOK 1 MM U IIeiiKy aua-
MeTpoM 2 1 BeIcOTOM 4 MM. KoHer BepxHero aJeK-
TpoJa ObLI 3aTOYeH Ha KOHYyC. PaccTosiHue Mexnmy
3JIEKTPOIaMU COCTaBIsLIo 4 MM. Takue yclIoBus
CXXUTaHUS MPOOBI BEIOpAaHBI HAMU KaK OINTHMAJib-
HbIE DKCIEPUMEHTAJIBHO P padbore ¢ pTopupyro-
LIMMHU 10OaBKaMU U ONyOJIMKOBaHbI paHee [ 14—16].
Hcmonp3oBaim TPeXIMH30BYIO W ABYXJIMH30BYIO
CHCTEMBI OCBEIIICHMS LIEIIN.

B kauecTBe 00pa3lioB CpaBHEHUSI HCIIOIb30-
BaJlu CTaHAApPTHBIE 0Opa3lbl cocTraBa TIpadura
(xommekt COI'-21), n3rorosnennbie B [OY BIT1O
“¥Ypanbckuii rocynapcTBeHHbIN TEXHUYECKUI YHU-
Bepcuter — YIIW um. b.H. Exsumaa”. B xauecTBe
no6asok uccnenopanmu AlF; SrF, u ZnF, oc. 4.
B HalIEHHBIX ONTUMAaJIbHBIX KOHIIeHTpauusix: 10.0,
10.0 1 5.0 mac. % cooTBeTcTBeHHO. ONTUMAILHOE
KOJIMYECTBO NO0ABKM HAXONWJIM ITyTeM W3Yy4CHUS
3aBUCUMOCTA MHTEHCUBHOCTU CIIEKTPaJbHBIX JI-
HUIA 3JIEMEHTOB-IIPUMeECe OT colep:KaHus J00aB-
K1 B TpadutoBoM Tmopoiike. [[o0aBKy BBOIWIH,
TIIATEJIbHO IIepeMeINBasl e¢ C IpaduUTOBBIM IO-
POIILIKOM.

PE3VJIBTATbI U UX OBCYXAEHUE

OmnpenensieMble 2JIEMEHTHI, a TaKxKe TeMIlepa-
TYpBl KUIIEHUS UX METAJIOB M OKCUAOB, B BUIE KO-
TOPBIX OHU MOTYT IIPHCYTCTBOBAaTb B aHAJIU3UPYeE-
MOM TpaUTOBOM TTOPOINKE, ITPUBEICHBI B Ta0. 1.
K TpymHOIeTYyYnMM OTHECEHBI JIEMEHTHI, IJIsI KOTO-
PBIX TeMIIepaTyphbl KUIICHUSI METAJJIOB M UX OKCH-
IoB aHoMaJIbHO BEICOKM (4000—5000 °C), a y aie-
MEHTOB CpemHEeM JETYy4eCTH HAXOHATCSI Ha YpOBHE
3000 °C.

Ha puc. 1 npencrasieHbl KpuBble ucnapeHus:t W
U Zr B TIPUCYTCTBUU UCCIIEAyEMbIX N100ABOK U 0e3
JobaBku. M3 pucyHka BMAHO, 4TO 0€3 H00aBKU
MHTEHCUBHOCTb CIEKTPaJIbHBIX JWHUMN 3JIEMEH-
TOB OY€Hb Majia, TaK KaK UX UCIIapeHHUE U3 KpaTepa
3JIEKTPOIA 3aTPYIHEHO M3-3a BEICOKUX TeMIIepaTyp
KHIIEHUSI METAJIJIOB M OKCUIOB, B BIIE KOTOPHIX OHI
HaxomsTcsl B TpacduToBOM ITopoiike. Kpome Toro,
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MPUCYTCTBUE TpaduTa CIOCOOCTBYeT 0Opa3oBa-
HUIO ellle 0oJiee TPyAHOJIETyunux Kapouaos. He3na-
YUTEJbHBIA POCT MHTEHCUBHOCTU CHEKTPAJIbHBIX
JIMHUI TPYOHOJIETYYMX 3JIEMEHTOB HAOIIOmAeTCs
TOIBKO mocie 30 ¢ ropeHus Ayru, Korga 3JIeKTPOL,
IOCTaTOYHO CUJIBbHO pasorpeT. CTeHKHM Kparepa
00ropamT M CO3MAIOTCSA YCJIOBHUS VIS MCHApEHUS
3JIEMEHTOB M3 HIKHel ero yactu. Mcmonp3oBaHue
AlF;u ZnF, criocoOCTByeT He TOJBKO 3HAUUTEIIBHO-
MY POCTY MHTEHCUBHOCTH CIIEKTPaJbHbIX TUHUI W
U Zr, HO ¥ 3HAYUTEJIbHOMY YMEHBIIIEHUIO BpeMEHN
MX TIOJTHOTO MCITApEHMS U3 3JIEKTPOoIa. DTU pe3yilb-
TaThl CBUACTEIBCTBYIOT O TOM, YTO B IIPUCYTCTBUU
AlF; u ZnF, B Kkparepe 37eKTpoaa IporuCXOIuT 00-
pa3oBaHME JIETKOJIETYYNX (PTOPUIOB BoIb(ppama
u uupkoHus. Mcnonp3oBanue ¢propuaa CTPOHIINS
MPaKTUIECKX HE M3MEHSET XapakTep HCIapeHUs
U UHTEHCUBHOCTb CIIEKTpaJdbHbIX JUHUNA W u Zr,
T.e. SrF, okaspiBaeTcs MaoaddekTUBHOM m100aB-
KO MpHU OIpeneleHHuru B IpadUTOBOM ITOPOIIKE
TPYAHOJETYYHX 3JIEMEHTOB, CKJIOHHBIX K KapOumo-
0o0pa3oBaHMIO. AHAJIOTMYHBIE KPUBBIE MCHAPEHUS
B IIPUCYTCTBUU J00aBKU 1 0€3 Hee TTOJIyYeHbI U [1JIsT
OCTaJIbHBIX TPYIHOJIETYInX 251eMeHTOB — B, Be, Cr,
Hf, Mo, Nb, Ta, Ti, Wu Zr. Ha puc. 2 Ha mpume-
pe Co u Si mokazaHoO BIMSTHUE UCCIIEAYEeMBIX 100a-
BOK Ha XapakTep MCIIApEHMS DJIEMEHTOB CpeaHeit
JeTydyecTd. BuoHO, 4TO B cllydyae TPYTHOJETYIMX
W u Zr Beenenue AlF; u ZnF, cnocobCcTByeT Kak
POCTY MHTEHCUBHOCTU CIEKTPaIbHBIX JTUHUI 3THUX
3JIEMEHTOB, TaK U UX OBICTPOMY IIOJIHOMY HCIIape-
HUIO U3 KpaTepa 2JIEKTPOAa, YTO CBUIACTEIHCTBYET
00 00pa3oBaHUM B KpaTepe 2JIEKTPOJa UX JErKoje-
Tyunx ¢propunoB. Mcroap3oBanue xe nodasku SrF,
MPaKTUIECKN HE BIMSIET Ha UHTEHCUBHOCTD U Bpe-
M rtostHOTO nctapenust Co u Si. I3 puc. 1, 2 BumHO
TakKe, YTO MaKCHMAJbHBIA POCT MHTEHCUBHOCTHU
CIIEKTPAIbHBIX JUHUN TPYOIHO- U CPEOHEIETYUMX
3JIEMEHTOB HaOJIIOmaeTcsl B IMPUCYTCTBUM (PTOPCO-
nepxaineil no6asku ZnF, (KpuBble 2). DTOT (akT
MOXHO OOBSICHUTb, OUYEBUIHO, OJIATOIIPUSATHBIM
couyeTaHWEM 3HAUYCHUI IIOTeHILIMaja WOHU3aIUKN
IIMHKA ¥ TeMIIepaTypsl KumeHus ero ¢propuna. [lo-
TEHIIMaJI MOHU3ALIMU UCCIENYEeMBIX TPYIHO- U CPEeI-
HelneTyunx 37eMeHTOoB (Tabi. 1) coctaBmsier 7—8 5B.
OnTumasnpHas TeMIlepaTypa Tuia3Mbl IUIST BO30yX-
IEeHUs WX aTOMHBIX JIMHWI, pacCUMTaHHAs HaMu
10 IpenjIoKeHHOM B padote [19] hopmyie, cocTaB-
et 5800—5900 °C. DddexTuBHAs TeMIepaTypa
TUIa3Mbl YUCTOM yrojibHOM myru pasHa 6000 °C [20].
H3BectHO [21], 9TO BBEmeHME B IJ1a3My 2JIEMEHTOB
¢ Beicokumu V; (okoio 10 3B) mpakTuuecku He BIUS-
eT Ha 3(p@PEKTUBHYIO TeMIIepaTypy CTOJ0a IyTH.
CnenoBarenbHO, BBeneHMe 1ooaBku ZnF, (V, umHka
9.393 3B) B yroibHy10 1yry He IPUBOIUT K U3MEHE-
HUIO ee 3P PEeKTUBHOI TeMITepaTypbl, OHA OCTaeTCs
0m3Koii K BenuunuHaM 7, . 171 BO30YXKIEeHMS aTOM-
HBIX CIIEKTPaJbHBIX JIMHUN OMNpenensieMbIX B Ipa-
(ute TpyaHO- U CpemHENeTYInX 2JIeMeHTOB. B TO ke
Ne 1
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BpeMsI BBeicHME B IIa3My OyTU 3JIEMEHTOB C HU3-
kuM V; (5—6 3B) BeI3bIBaeT cCHIKeHHE 3DDEKTUB-
HOI TeMIeparypbl IUIa3Mbl IyTU, IIPUYEM CHIUKE-
HHUE TeMIIepaTyphl ILIa3MbI TeM OOJIbIIIE, YeM HIDKE
V. BBOOMMOIO 3JIeMEHTa M OOJIblle €ro KOHIICH-
Tpauust B cronbe ayru. CiemoBaTesbHO, BBEICHME
B aHAJIU3UPYEMBIN TPpadUTOBEIN MTOPOIIOK (PTOPU-
JIOB aJIIOMUHUS ¥ CTPOHLUS, IOTEHIIMAIbI HOHU3a -
Y METAJJIOB B KOTOPBIX COCTABJISIOT Bcero 5.985
# 5.694 5B cCOOTBETCTBEHHO, BbI3BIBAET CHUKEHUE
Temrieparypsl riasmel 1o 5600 £ 100 °C [20], yTo

SIBISIETCS TIPUYMHONM MeHbIIeH >((eKTUBHOCTH
3TUX H00aBOK II0 CPaBHEHMIO C (DTOPUIOOM IIMH-
Ka. U3 puc. 1, 2 Takke BUIHO, YTO (PTOPUI IIMHKA
0co0eHHO 3 (PEKTUBEH MPU ONPEACICHUN TPYIHO-
Jnetyunx W u Zr, CKJIIOHHBIX K 00pa30BaHUIO Kap-
O6umoB B Kpatepe aiekTpoma. OMBIT IoKasan, 4To
3TO CIPABEMIMBO U IUISI OCTaJIbHBIX MCCISTYEeMBbIX
TpyaHoAeTyunx 31eMeHTOoB (B, Hf, Mo, Nb, Ta, Ti),
TaKKe CKJIOHHBIX K 00pa30BaHUIO B KpaTepe 3JIeKT-
pola BEICOKOKHMTISIIIINX KapouaoB. U3 puc. 1, 2 Bua-
HO, YTO B mpuUcCyTcTBUMM ZnF, mnoysHoe ucnapeHue

Ta6mua 1. TemriepaTypbl KUTIEHUS] METAJIJIOB M OKCHUIIOB, a TAKXKe TTOTEHIIMAIB noHM3auu (V) ncciaemyeMbix
3JIEMEHTOB-IPUMECEH ¥ JJIMHBI BOJIH CIIEKTPAIbHBIX JIMHUM, UCIIOJIb3yeMbIE VISl KX OIIPEAeICHMS

DJIEMEHT A, HM T e °C T i mexoy, °C V., 2B
B 249.772 3865 1860 8.29
Be 313.042 2970 4120 9.32
Co 306.182 2870 3143 7.88
Cr 302.156 2672 3800 6.76
Fe 302.064 2862 3414 8.23
Hf 277.335 4600 5400 6.82
Mo 315.820 4639 1200 7.10
Nb 309.417 4742 4744 6,77
Si 288.160 2350 2950 8.15
Ta 293.355 5458 >5000 7,89
Ti 307.865 3287 2972 6.84
A" 310.229 3377 1750 6.74
W 294.698 5828 1800 7.86
Zr 268.945 4409 4300 6.95
0] ; (©6)
1407 160 I

1201 140 ;’I ‘l‘\

100 120 :jl {;’\3.\“\'

: £ |

60
404

204

Puc. 1. Kpusbie ucnapenus tpyaHosaeryuux (a) W u (6) Zr u3 rpadutoBoro rnopoiika 6e3 106aBok (/) U B MpUCyTCTBUU
no6aBok: 2 — 5 Mac. % ZnF,, 3 — 10 mac. % AlF,, 4 — 10 mac. % SrF,.
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Puc. 2. Kpusbie ucnapenus cpenHeneryuux (a) Co u (6) Si u3 rpacduroBoro nopoika 6e3 106aBok (/) 1 B MpUCyTCTBUU
no6aBok: 2 — 5 Mac. % ZnF,, 3 — 10 mac. % AlF,, 4 — 10 mac. % SrF,.

omnpenensieMbIX 3JIEMEHTOB M3 KpaTepa 3JIeKTpona
MPOUCXOINT B TedeHMe TepBbix 30 ¢ TopeHus IyTH,
nostomy nociie 30—40 ¢ oHUM B TIa3Me IyTH OTCYT-
CTBYIOT (KpUBBIE UCTIAPCHUS 2).

st cpaBHeHUS >O(MEKTUBHOCTA JEHCTBUS
Pa3IMYHBIX H00ABOK MCCIICAOBANIM TaKXe BIIUSI-
HHE Ha XapakKTep HCHapeHUs] BJIEMEHTOB H00aB-
ku 4 mac. % NaCl, koTopast TpagULIMOHHO PEKO-
MEHIyeTCs IJIsI CHYDKEHUS IIPEeNeioB ONpeae/ieHUs
pa3IMYHBIX 3JIeMeHTOB B Tpadure [8]. Ha puc. 3
MPUBEICHBI KPUBBIC HCIAPEHUS TPYIHOJIETYUEro
LIMPKOHUSI M CPEOHEICTY4ero xenesa u3 rpadura
B npucyrctBur NaCl, ZnF, u 6e3 no6aBok. BunHo,
yto B npucyrctBun NaCl HabmomaeTcs JUIIb He-
3HAYUTENbHBIA POCT MHTEHCUBHOCTU CIEKTPAasb-
HBIX JIMHUII 3TUX 3JEMEHTOB, U OH 3HAYMTEJIBHO

180 7 (a)
160:
140
120:
100:

80

1, oTH.ex.

60
40

20 4

te

MEHBIIIE, YeM B MPUCYTCTBUM ¢TOpuAa ITMHKA.
OueBUIHO, TAKOW HE3HAYMTENbHBIN dDdeKT meit-
ctBust NaCl oObsICHSIeTCST TUIITb COBMECTHBIM yJle-
TY4MBaHUEM OIIpenesIseMbIX 3JIEMEHTOB U3 KpaTepa
BJIEKTPOJA C DTOW OOaBKOM, a He 0Opa3oBaHUEM
HX JIETKOJETYINX COSNMHEHUI. DTO elle pa3 Ioa-
TBepXmaeT BeIBOJ [12], uTto mo6aBka NaCl geiicTBy-
€T CKOopee KaK CIEKTPOCKOIMYeCcKuil Oydep, a He
KaK XMMWYECKM aKTuBHas nob6aBka. I1o 3Toii npu-
YHHE €€ UCIO0JIb30BaHUe IIPU ONPeNeIeHUN TPYIHO-
JIETYYMX DJIEMEHTOB B IpaduTe HeleIecooO0pas3Ho.
AHalorMYHbIe 3aBUCUMOCTH MOJIYYCHBI M UISI BCEX
OCTaJIbHBIX UCCIIEAYEMbBIX B TAaHHOM paboTe 3JIeMeH-
TOB-IIpPUMECEH.

B Tabn. 2 mpuBeneHhl ¢, TPYAHO- U CpEIHE-
JIETYyYNX 92JIEMEHTOB B TpacduTe B IPUCYTCTBUU

180 4 (0)
160 - 2
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120 4 ’
100

80
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Puc. 3. Kpusbie ucnapenust (a) Zr u (6) Fe u3 rpadpuroBoro mopoika 6e3 m06aBok (/) ¥ B NPUCYTCTBUU T00ABOK:

2—5wmac. % ZnF,, 3 — 4 mac. % NaCl.
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U B OTCyTCTBUE n06aBKu ZnF,, KOTOpble OLEHU-
BaJIM MO KOHLIEHTpALIMU B HYDKHEH TOYKE Tpamyu-
poBOYHOTO TpaduKa, HalOeHHON ¢ MIpUeMIIeMOI
TOYHOCTBIO [22]. VI3 TabI1. 2 BUITHO, YTO UCITOJIH30-
BaHMe (TOpMUIA LIMHKA CIIOCOOCTBYET CHIDKEHUIO
Ciiy CPEMHENIETYYMX 2JIEMEHTOB Ha JIBa, a TPYIHOJIE-
TY4MX 2JIEMEHTOB-TIIPYMECE Ha TpU MOpsIaKa.
BaxkXHbIM METPOJIOrMYECKUM MapaMeTPOM Hapsimy
C ¢y, OTIIPEHEIIIEMBIX JIEMEHTOB SIBJISIETCSI TOYHOCTD
pe3yabraToB aHanu3a. M3BeCTHO, YTO IIpU OTCYT-
CTBUM CHUCTEMATHMUYECKOM IIOTPEIIHOCTH TOYHOCTh
aHAJIM3a OMNPEHCISIETCS CIYyYailHOU ITOTPEIIHOCTHIO,
KOTOpas1 BEIPAXKaeTCsI OTHOCUTEILHBIM CTaHIAPTHBIM
OTKJIOHEHHMEM PEe3Y/IbTaTOB OIPEICIIEHUST JIEMEHTOB
(s,). IlpmymHamMy TOSIBIIEHMST CIyJaiiHOI ITOTpell-
HOCTHY aHaJIn3a MOTYT OBITh (Cpemy MpoUYero) HecTa-
OMJIBHOCTD YCJIOBUM BO30YXIEHMSI CIIEKTPOB M pe-
TUCTPAIlMd WHTEHCUBHOCTU CHEKTPaIbHbBIX JMHMIA,
a TaKKe HepaBHOMEPHOCTD IOCTYIUICHYSI OTIpeesie-
MBIX 3JIEMEHTOB B IJIa3My IyTU 13 KpaTepa 3JIeKTpo-
na. M3-3a BBICOKMX TeMIIepaTyp KUIIEHUSI COeIHEe-
HUI TPYIHOJIETYIMX JIEMEHTOB, B BUIE KOTOPBIX OHU
MOTYT HAXOIUTHCS B TpaUTOBOM ITOpoIke (Taoir. 1),
MX MCIIapeHNe IMPOKUCXOIUT He 13 BCEro o0beMa Kpa-
Tepa 3JIeKTpona, a TOJIbKO U3 TeX MECT, Ha KOTOPbhIC
oIMpaeTcsl Oerarollee MSATHO Iyrd, MMEIOIIe TeM-
neparypy okosio 6000 °C. B pesynsraTe cXOIMMOCTb
OIIpeNesIeHNsT TaKNX 2JIEMEHTOB HeBbICOKa. O0pazo-
BaHME B KpaTepe dJIEKTPOoIa JIETKOJIETYInX (bTOPUIOB
CIOCOOCTBYET OBICTPOMY, IIOJTHOMY U PABHOMEPHOMY

HCIApPEHUIO TPYIHOJETYIMX O3JIEMEHTOB B ILIA3-
My IyTH, YTO JOJDKHO CIIOCOOCTBOBATH YIIYUIIICHHIO
CXOOMMOCTHU pe3y/IbIaToOB aHaiau3a. [lpuBemeHHBIC
B Ta0JI. 2 pe3yJabTaThl ITIOKA3bIBAIOT, YTO MCIIOIb30Ba-
Hue QTopuaa HMHKA CIIOCOOCTBYET YIYYIIEHUIO CXO-
IMOCTHU Pe3y/ILIaTOB OIPEACICHUS 3JIEMEHTOB-TIPH -
Mecel B IBa pasa.

IToMuMO TIpenenoB ompeneneHuss 1 CXOOUMOCTH
PE3YIBTaTOB OMNPEACICHUIA BaXXHOU METPOJIOTUYEC-
CKOIl XapakTCpMCTUKOM aHajlmM3a SBISIETCS IIpa-
BWIBHOCTb IIOJIyYEHHBIX pe3ynsTaToB. IlpaBumib-
HOCTb pe3YJIETaTOB OIIpenecHusI B IyroBoM ADA
B 3HAUWUTEIBHOM CTEIIEHU 3aBUCUT OT MIEHTHUYIHO-
CTU COEMWHEHMIA, B BUIE KOTOPBIX OIPEHEISIeMbIi
3JIEMEHT HAXOOWTCS B aHAJIU3UPYEeMOM OOBEKTE
U oOpaslie cpaBHEHUS. BhINOJHUTL 3TO TpeboBa-
HUS TP OIpeAeIcHNN HEKOTOPBIX TPYIHOJETYIMX
3JIEMEHTOB B TpaduTe OCOOCHHO TPYAHO, TaK KakK
B aHAJU3UPYEeMOM OOpaslie OHM MOTIYT COomepXKaTh-
¢S KaK B BHIIE METAJUIOB WJIM OKCHIOB, TaK 1 B BUIE
KapoumoB. TemmepaTyphl KUIIEHUSI 3THUX COCOUHE-
HUIM HEKOTOPBIX TPYIHOJECTYIMX DJIEMEHTOB 3HAUM-
TEIBHO OTIMYAIOTCS, a 3HAYUT, Pa3INdeH 1 XapaKTep
HCIIAapEHMST 3TUX JIEMEHTOB M3 Kparepa 3JIeKTpOoa.
Hanpumep, temmneparypsl KureHust okcuaoB B, V
n W nexar okoio 1800 °C, a Mo — okomno 1200 °C,
B TO BpeMsI KaK TeMIlepaTyphl KUIICHUS 3TUX Me-
TAUIOB M 60pa M nx KapommoB cocrtaBisgior 4000—
5000 °C. Ha pwmc. 4a mokazaHbl KpWBBIE HCIIape-
HUS MOJIMOIEHA U3 KpaTepa 2JIeKTpona OyTU B BUIC

Ta6mua 2. [Tpenensr onpeneneHust (¢;,) 1 CXODTUMOCTD PE3YJIBTaTOB OIPEAEICHUS (S,) CPeaIHE- U TPYTHOICTYINX
3JIEMEHTOB B rpaduTe B IPUCYTCTBUU 106aBKu 5 Mac. % ZnF, u 6e3 no6asku (n = 10, P =0.95)

DJeMeHT Cimy M12C. 7 o
6e3 mobaBKu ¢ ZnF, 6e3 106aBKM1 ¢ ZnF,
B 1x1073 5% 10 0.21 0.10
Be 5x 10~ 5% 1077 0,18 0.09
Co 1x 1073 1 %1073 0.20 0.10
Cr 1x1073 1 %1073 0.16. 0.08
Fe 1 %1073 5% 107° 0.22 0.12
Hf 5x 1072 3x 1073 0.19 0.11
Mo 5x 1073 2x10°¢ 0.18 0.10
Nb 5x 1073 5% 10°¢ 0,16 0.09
Si 1x1073 5% 10-° 0.20 0.10
Ta 5% 1072 5x107° 0.19. 0.08
Ti 1x1073 4x10°° 0.20 0.12
A\ 5x 10 2x107° 0.17 0.08
w 5x 1073 5% 1073 0.21 0.08
Zr 5x 1073 2x 1073 0.20 0.11
XYPHAJI AHATTUTUYECKOU XUMUU  Tom80 Nel 2025
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okcuaa M kKapbuaa. BumHo, 4TOo ucnapeHue Mo-
nubneHa B BUIE OKCHIA, MMEIOIIEro 0ojiee HU3KYIO
TEMIIEpaTypy KHUIIEHUSI, IIPOMCXOONUT aKTUBHO B Te-
yeHre nepBbix 20 ¢ TopeHus ayru. OMHOBPEMEHHO
B KpaTepe 3JIeKTpoaa MPOUCXOOUT BOCCTAHOBJIEHUE
OKCHIIa 10 MeTajlIa, a TakKe o0pa3oBaHue KapOuaa
monarbaeHa. MHTeHCMBHOCTh UCHAapeHUsT MOJIMOIe-
Ha ITajaeT, v IMIOCTYIUICHNE 3TUX COeNMHEHMI B IJ1a3-
MY IyTY HadnmHaeTcs TobKo Tocie 40 c. Mcmapenne
MoaubAeHa U3 3JIeKTpoJa B BUJIe KapOuaa 13-3a ero
BBICOKOI TeMIIepaTypbl KUIICHUs 3aTpPyIHEHO, I10-
3TOMY HHTEHCUBHOCTb €r0 CIIEKTPaJbHON JMHUM
HeBbICOKa. POCT MHTEHCHBHOCTY HAYMHAETCS TOJb-
Ko 11ocie 40 ¢ ropeHnst Iy, KOTIa JIeKTPO, yKe 10~
CTAaTOYHO pa3orpeT. Takoe HecoBHaIeHNE B MHTEH-
CHUBHOCTSIX KPHUBBIX MCIIAPEHUS MOXET IIPUBOIUTH
K CHCTEeMAaTHYECKO TOTPEIIHOCTU B pe3y/Ibrarax
OIIpeneIeHNs TaKMX 3JIEMEHTOB, €CJIM COCTaB UX CO-
eIMHEeHU! B aHAJIM3MpyeMOM obpa3slie U B oOpasliax
cpaBHeHMS HenaeHTHYeH. [1ockonbKy nHpopMaus
0 TOM, B BUJIE KAKOTO COEeNMHEHNST HAXOMUTCS OIpe-
NENSIEMBIA 3JIEMEHT B aHAJIU3UPYEeMOM TpaprUTOBOM
MOPOIIKE, OTCYICTBYET, WICHTUYHOCTH COCTABOB
00pa3loB CpaBHEHMUSI M aHAJM3UPYEeMbIX 00pa3lioB
rapaHTUPOBaTh HEBO3MOXHO M pE3yJIbTaT aHaau3a
MOXET CoAepKaTb CUCTeMAaTUIECKYIO IOTPEITHOCTb.
YcTpaHeHnio pazmuyuuds B XapakKTepe HCHapeHUs
Pa3IMYHBIX COCOMHEHWM 3JIEMEeHTa M3 3JIEKTpoma
MOXET CIIOCOOCTBOBAaTh IIPMMEHEHME XUMUIECKU
aKTUBHOI1 N00aBKM, IPUBOAMAIIEEe K 00pa30BaHUIO
B Kparepe 3JeKTpoma JETKOJETYIMX COSIMHEHMI
oIIpeneIsieMbIX 3JIEMEHTOB. B ¢BSA3M ¢ 3TMM M3ydnm
XapakTep ucnapeHust okCuaoB U KapouaoB B, Mo, V
1 W u3 rpaduTOBOTO MIOPOIIKA B Iyre ITOCTOSTHHOTO
B IIPUCYTCTBUM OIITHMAJIPHOI B TAHHOM ciry4dae (pTo-
pupyronieit nooasku ZnF,. Ha puc. 40 npuBeneHsbI
KPUMBbBIC UCITAPEHNS MOJIMOICHA U3 3JIEKTPOIa B BUIE
OKCHJa 1 Kapouaa B mpucyrctBuu ZnF,. BunHo, yto
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XapakTep MCIAapeHMsI OKCHUIAa M KapOuma Monmone-
Ha W3 3JIeKTpoAa IYyTrd MOCTOSHHOTO TOKa B IIPH-
cyrcTBUM 100aBKu ZnF, cTaHOBUTCS MpakKTUYEeCKH
WIEHTUYHBIM. UHBIMU c10BaMM, 0Opa3oBaHuUE JIeT-
KOJIETy4YrX (hTOPUIOB IIPY MCIOIb30BaHUHU (hTOpHIA
IIMHKA B Ka4yeCTBe MO0aBKU MO3BOJISIET O00ECIICYNTD
WIEHTUYHOCTh XapakKTepa WMCIIApeHHUs TPYIHOJETY-
YUX 2JIEMEHTOB U3 3JIEKTPOaa, HE3aBUCHUMO OT TOTO,
B BUIE KaKOIO COEMWHEHMSI OHU IIEPBOHAYATILHO
HAXOOWJIMCh B aHAIM3UPYEMOM 00pa3Ile, YTO JOJLK-
HO CIIOCOOCTBOBATh YCTPAHEHUIO CUCTEMATUIECKIX
MOTPEIIHOCTE B pe3ynbratax aHanmsa. B Tabm. 3
NpUBENCHBl NaHHBIE MPOBEPKU IPABUILHOCTU pe-
3yJIBTATOB aHaJInM3a rpaduTa Ha cogepxKanne B, Mo,
V u W MeTonoM BBeAeHO—HaIeHO B IPUCYTCTBUU
nob6aBku ZnF, u 6e3 1o6aBKu 1151 Citydasi OTCYTCTBUS
WIEHTUYHOCTHU COCTaBOB COSIMHEHMIT STUX JIEMEH-
TOB B aHAJIU3UPyeMOM oOpasile (B BUIe KapOMIOB)
n obpasiie cpaBHeHUS (B BUIe OKCUIOB). M3 Tabmm-
IIbI BUIHO, YTO 0e3 J100aBKM HaiIeHHbIE 3HAYCHUS
He YKJIaIbIBaIOTCS B IOBEPUTEIbHBIM MHTEPBAJI, YTO
CBHUIIETEILCTBYET O IPUCYTCTBUU CHUCTEMATUYECKOM
MOTPEIIHOCTH B pe3yJibTaTax aHanu3a. Ilpu ucrmonb-
30BaHMU 100aBKU ZnF, monyyeHHbIE JaHHbBIE YKIIa-
IBIBAIOTCSI B JOBEPUTENIbHBII MHTEPBAJ, T.€. CUCTE-
MaTU4YecKasi IOrpelIHOCTb Ipu onpeaeieHun B, Mo,
V u W B rpagure OTCYTCTBYET, HEB3Mpast Ha pa3iini-
yrie GopM MPUCYTCTBUS STUX DJIEMEHTOB B aHAJIM3H-
pyeMbIX 00pa3iax U 00pas3lax CpaBHEHMSI.

B T1ab71. 4 npuBeneHBI pe3yabTaThl TPOBEPKHU TIpa-
BWIBHOCTH OIIPENEICHUs BCEX HCCIEAyeMbIX B CTa-
Tb€ EMEHTOB-IIpUMeceil B IpacUTOBOM ITOPOIIKE
B IIPUCYTCTBUM A00aBKM ZnF, 1JI1 COOTBETCTBYIOIIIE-
Ir0 YpOBHSI KOHILIEHTPALii METOOOM BBEICHO—HAaM-
neHo. IToayyeHHBIe pe3ynsraThl (Ta0m. 4) CBUIETENb-
CTBYIOT 00 OTCYTCTBUM 3HAYMMBIX Pa3IAYMA MEXKIY
BBEIEHHBIMU M HaWIEHHBIMU CONCPXKAHUSIMU JUIS
BCEX OIPEIesIIeMbIX 3JIEMEHTOB.
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Puc. 4. CpaBHUTEIbHBIE KPUBbIC UCITAPEHMST MOJIMOIEHA U3 KpaTepa 3JeKTpona ayru B Buzae (/) okcuna u (2) kapouna (a)

0e3 no6aBku u (0) ¢ moGaBkoii 5 mac. % ZnF,.
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Ta6mua 3. CpaBHeHME pe3yJIBTaTOB ONPEICIICHUS TPYTHOJIETYINX JIEMEHTOB B TpachuTe B IPUCYTCTBUM T0OABKH

Swmac. % ZnF, u 6e3 106aBKU MpU OTCYTCTBUU UACHTUYHOCTH COCTaBa COENMHEHUI B aHAIM3UPyeMOM o0Opa3iie (B

BUIe KapOuaoB) 1 obGpaslie cpaBHeHus (B Buae okcunos) (n =4, P=0.95)

69

Haiineno, ¢ X 10°, mac. %

Dnement | Beemeno, ¢ X 103, mac. %
6e3 ZnF, ¢ ZnF, 6e3 ZnF, ¢ ZnF,
B 5.0 3.6x1.2 4.7+0.8 0.21 0.10
Mo 5.0 34+1.0 5.0+0.8 0.18 0.10
A\ 5.0 3.8+1.0 46+0.7 0.17 0.09
W 5.0 33+ 1.1 45+0.9 0.21 0.12

Ta6mmua 4. [IpoBepka MpaBMILHOCTH PE3YJIBTATOB OIPEACICHHUS CPEIHE- U TPYIHOJICTYUNX DJIEMEHTOB
B rpahuTOBOM IOPOILIKE B IPUCYTCTBUU 100aBKuU 5 Mac. % ZnF, 1yroBbiM aTOMHO-3MUCCUOHHBIM METOIOM

(n=4, P=0.95)
DJIEMEHT BBeneno, mac. % Haiineno, mac. % s,

B 5.0x 107 (4.6£0.7) x 10 0.10
Be 5.0 x 103 (4.8£0.7) x 103 0.09
Co 5.0 x 103 (4.7£0.8) x 103 0.10
Cr 5.0x 107 (49£0.6) x 10°° 0.08
Fe 5.0x 107 (4.5£0.9)x 107 0.12
Hf 1.0 x 10~ (0.9£0.2) x 10-* 0.11
Mo 5.0 x 107 (4.7£0.8) x 10° 0.10
Nb 5.0x 107 (4.8£0.7) x 10°° 0.09
Si 5.0 x 103 (4.84£0.8) x 103 0.10
Ta 1.0 x 10~ (1.0+0.1) x 10 0.08
Ti 5.0x 107 (4.5+£0.9) x 103 0.12
v 5.0x 107 (49£0.6) x 10°° 0.08
W 1.0 x 10~ (1.0£0.1) x 10~ 0.08
Zr 5.0 x 103 (4.5£0.8) x 10-° 0.11
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Takum o6pa3oM, YCTAaHOBJIEHO, YTO U3 UCHOJIb-
3yeMbIX ¢Topcomepxkammux ao6aBok Jjuilb AlF,
u ZnF, criocoOCTByI0OT 00pa3oBaHMIO B KpaTepe
3JIEKTPOIA IYTU JIETKOJETYIMX (PTOPUIOB TPYIHO-
U CpEemHeNeTYyYMX 3JEMEHTOB IPU OIpeaeTIeHUN
nx B TpaduTOBOM TTopoike. OO 3TOM CBUIETEb-
CTBYyeT KaK 3HAYUTEJIbHBIA POCT MHTEHCUBHOCTH
CIIEKTPAIbHBIX JIUHUI OIpeneseMbIX 3JIEMEHTOB,
TaK M MX OBICTpOE MCIIapeHHEe M3 KpaTepa 2JIeK-
Tpoga B muasMy ayru. Ilpm sTom Hambomee 3¢-
(exTuBHON moGaBKoil sBisercss ZnF,, KoTopslit
MO3BOJISIET CHU3UTD Cy;,, OIPENeIsaeMbIX TPYIHOJIE-
TY4MX DJIEMEHTOB B IpacduTe Ha ABA-TPU IOpPsIKa
1o n x 10~-n x 10~ Mac. % v yy4ImTh CXONUMOCTD
pe3y/IbTaTOB MX OIpene/ieH!iI B IBa pa3a II0 CpaB-
HEHMIO C aHaJM30M rpaduTOBOTO MOpoIIKa 0e3
MCNOJIb30BaHUs 100aBoK. Kpome Toro, UCnonab3o-
BaHue (pTopuma IIMHKA IT03BOJIIET YCTPAaHUTb CH-
CTEMATUYECKYIO TIOTPEIIHOCTh B pe3y/IbTaTax oIpe-
NeJIeHNI, BOSHUKAIOIIYIO M3-3a Pa3HUIIBI B COCTaBe
COeNVMHEeHUIT OpenesseMbIX 2JIEMEHTOB B aHAIU3H -
pyeMoM oOpa3slie u o0pa3luax CpaBHEHUS, U yIyd-
IIUTH TEM CaMBbIM IIPaBWJIBHOCTh PE3YJIETaTOB aHA-
Jn3a.

OMHAHCHUPOBAHUWE PABOTDhI

Hannag pabora ¢uHAHCHpoBalach 3a CYET
cpencts Owomxkera MHCTUTYTA TPpoOIEM TEXHOIOTUU
MUKPOBJIEKTPOHUKA M OCOOOYMCTBIX MAaTepuajoB
Poccuiickoil akagemun HayK. Hukakux mOIoJHU-
TEJIbHBIX TPAHTOB Ha IIPOBEICHNE MU PYKOBOICTBO
JAHHBIM KOHKPETHBIM HCCIICHOBAHUEM IIOJIYYCHO
He ObL10. PaboTa BhINlOJIHEHA B paMKaxX roc3aJiaHus
Ne 075-00296-24-01.

KOH®JIMUKT UHTEPECOB

ABTOpBI JaHHOUW pabOThI 3asIBISIOT 00 OTCYT-
CTBUY KOH(IMKTA UHTEPECOB.
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STUDY OF THE MECHANISM OF EVAPORATION OF IMPURITY
ELEMENTS IN ARC ATOMIC EMISSION ANALYSIS OF HIGH-PURITY
GRAPHITE POWDER IN THE PRESENCE OF FLUORINE-CONTAINING
ADDITIVES

N. I. Zolotareva® *, S. S. Grazhulene®

“[nstitute of Problems of Microelectronics Technology and High-Purity Materials of the Russian Academy of Sciences
Chernogolovka, Russia
* E-mail: zol@iptm.ru

XKYPHAJ AHATUTUYECKON XUMUU

Abstract. The effect of chemically active fluorine-containing additives AlF;, ZnF,, and SrF, on the nature
of evaporation of low- and medium-volatile impurity elements from the crater of a DC arc electrode during
graphite powder analysis is studied. It is shown that the use of AlF; and ZnF, contributes to a significant
increase in the intensity of the spectral lines of the elements being determined and a decrease in the time of
their complete evaporation from the electrode crater. It is found that the most effective additive is zinc flu-
oride at a concentration of 5 wt. %. In this case, the maximum increase in intensity is observed in the case
of low-volatile elements prone to carbide formation. The use of ZnF, made it possible to reduce the limits
of determination of low- and medium-volatile elements in graphite powder by direct arc atomic emission
analysis by 2—3 orders of magnitude to n x 10~7—n x 1073 wt. % and to improve the convergence of their
determination results by two times compared to the analysis of graphite powder without the use of additives.

Keywords: arc atomic emission analysis, graphite powder, chemically active fluorine-containing additives,

limits of determination, repeatability of results.
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[IpemnoxeHa mpolenmypa Mo pasaeIeHUI0 MUKPOKOMIIOHEHTA TaJUTisl U MakpokKoMmmoHeHToB Cr, Mo,
W, Ni u Co mis onpeneiaeHus TaJlids METOIOM aTOMHO-3MUCCHOHHOM CIIEKTPOMETPUN ¢ WHIYKTUB-
HO CBSI3aHHOI IIJIa3MOI1 B CIUIaBax Ha OCHOBE HUKENS U Xeje3a (MPeM3MOHHbIC HUKEIEeBhIC CILIABHI,
JIETUPOBAaHHASI M BRICOKOJISTMPOBAHHAS CTajlb). B KauecTBe ocamuTeliss UCIOJIb30BAIN (DTOPUI HATPHUSI.
OmnpeneneHbl ONTUMAIbHBIC YCIOBUS COOCAXKICHUS TS Ha OCalKe IPU OTACICHUU OT paccMaTpH-
BaeMBIX MaKpOKOMITOHEHTOB. [Ipemen oOHapyKeHMS TaJIvs TIPYU OTOEACHUH OT MakpokKoiaumdecTB Cr,

Mo, W, Ni, Co cocraBuin 5 X 104 mac. %.

KimoueBbie €i1oBa: aTOMHO-3MHUCCUOHHAST CITIEKTPOMETPUS C MHAYKTUBHO CBSI3aHHOM TUIa3MOii, COOCaXK-

IIEHUE, TaJUIMN.
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lannuit SBaseTcs peaKuM 2JIEMEHTOM U OTHO-
CUTCS K YKCIIy PACCEeSIHHBIX, TIOCKOJIbKY IIpaKTH4e-
CKM He 00pa3yeT cOOCTBEHHBIX MUHEPAIbHBIX (a3,
3a UCKJIIOYEHUEM HEKOTOPBIX OYeHb PEIKUX MUHE-
pajioB, ¥ HAXOOUTCS B IIPMPOIE B OCHOBHOM B BUIE
npuMeceit B mopomax M MuHepanax [1]. TIamaui
BOCTPE0OOBaH B BBICOKOTEXHOJOTMIHBIX OTPACIISIX
MIPOMBIIIICHHOCTH, TAKMX KaK 3JIEKTPOHHAs IIPO-
MBIIUIEHHOCTD, SHEPreTUIeCcKue, Ja3epHble U Me-
IULIMHCKAE TeXHOoJIornu [2, 3].

CrutaBel Ha OCHOBE HUKENd M Keieda (TIpe-
LIM3MOHHBIC HUKEJIEBBIC CIUIABHI, JIETUPOBAaHHAs
¥ BBICOKOJIETUPOBAHHAs CTajib) Ojarogapsi CBOMM
MIPEBOCXOOHBIM  BBICOKOTEMIIEPAaTypPHBIM  CBOM-
CTBAaM B COYETAHUM C KOPPO3MOHHOI CTOMKOCTBHIO
IIMPOKO MCHOJIB3YIOTCSI B PEAKTUBHBIX M Ia30Typ-
OMHHBIX IBUTATENISIX, Te TPeOyeTCsl BEICOKAs IPOoU-
HOCTh TP BBICOKMX TeMItepaTypax [4]. KadgecTtBO
3TUX CILIAaBOB 3aBUCUT B 3HAUYUTEIBHOM CTEIICHU
OT KOJIMYECTBA IIPUCYTCTBYIOIINX MHKPOS3JIEMEH-
TOB, IIOCKOJIBKY OHM MOTYT C€pbEe3HO BIMSThH HA Me-
XaHMYeCKre M (pU3NIEeCKUe CBOMCTBA MaTepHaa.

72

Tak, IpUCYTCTBUE TAIUIUSI U €T0 COSOUMHEHUMN MO-
JKeT IMPUBECTH K MPEXIECBPEMEHHOMY Pa3pyIIeHUIO
CIJIaBOB Ha OCHOBE 3KeJie3a U HUKes [S].

B OonblIMHCTBE cllydyaeB Tajuldii COOEPXXUTCS
B CIUIaBaxX B BUAE MHKPOIIPUMECH C COAEPKaHUEM
OT TBICSIYHBIX OO COTBIX HOJIeii IpoIeHTa (IO Mac-
ce), HO CYIIECTBYIOT CILIABBI C COMEPKAHNEM TaJUIUsI
Ha YPOBHE IECATUTHICSTYHBIX MO IIPOLICHTA.

B Hacrosiee BpeMsi oIpeaeieHre ConepKaHus
TaJuIis B CIUIaBax 1M KOHIIEHTpAaTax perjiaMeHTHpY-
eT rocymapcTBeHHBIMHN craHgaptamMu (I'OCTamn)
[6, 7], B KOTOPBIX AJisl aHAJIK3a MCIOJIB3YIOT METO-
IIBI CTIEKTPOGOTOMETPHH, AaTOMHO-a0COPOLIMOHHOM
criekTpomeTpun. IIpemioxeHHbIe cieKTpodoToMe-
TPUYECKNE METONUKU OIIPEHeICHMUST COOCPKAHUS
TaJUIHSI TPYAOEMKH, IIPEAIIONararoT UCIIOIb30BaHIE
OpPTaHMYECKMX PaCTBOPUTEIICH, TaKMX KaK OyTuja-
eTat 1 6EH3011.

Hns ompeneneHus] TSl B IIPUPOTHBIX BO-
Iax, YIJISIX, TOPHBIX IOpodax, CIIaBaX MCITOJIb3Yy-
IOT CIIeKTpajbHbIe METONbl aHajn3a, TaKue Kak
aTOMHO-a0COpOLIMOHHAsI CIIeKTpoMeTpust [8, 9],



OTPEAEJIEHUE TAJJIMSA METOJOM ATOMHO-3MUHUCCUOHHOW CIIEKTPOMETPUU 73

MAacCC-CIIEKTPOMETPUSI C HHIYKTUBHO CBSI3aHHOI
mrazmoin (MC-UCII) [10—12], aToMHO-3MHUCCH-
OHHasl CIIEKTPOMETPUS C MHAYKTUBHO CBSI3aHHOM
mwra3moit (ADC-UCII) [13, 14].

OgHUM U3 YYBCTBUTEJIBHBIX METOHOB OIIpEle-
nenns ramnms aassetcs MC-UCITI. B pa6ore [10]
omnpenensiv cogepxanue Ga, Ge, As 1 Se B cepTu-
(puIpOBaHHBIX CTAHIAPTHBIX 00pa3liax HUKEJIEBBIX
CILIaBOB, MUKPOJIETUPOBAHHBIX PEAKO3EeMEIbHBIMU
metamnamu, merogoMm MC-UCII. Ilpenen obHaApy-
XeHus rajumms coctaBun 2 X 1076 mac. %. OngHako
aBTOpPBI OTMEYAIOT, YTO Ha Pe3yJbTaThl OIlpeaesie-
HUSI MUKPOIIPUMECE MOTYT BIUSTH CIIEKTPaJIbHbIE
nHTep(epeHIINM, KOTOPhIe B JTaHHON paboTe Mpe-
JIOXKEHO YCTPaHSITh C TOMOIIBIO YPpaBHEHUM MaTte-
MaTudeckoit koppekunu. CTOUT OTMETUTD, UYTO HC-
nons3oBanme MC-UCII He Beerpa mpencraBisieTcs
BO3MOXHBIM, B TOM YMCJI€ BCJICACTBHE BBICOKOI
CTOMMOCTH 000PYIOBaHMUSI.

Panee HamMu yCTaHOBJIEHO, YTO aHAJIUTHYE-
cKue crekrpaibHble nuHuM raumst Ga 1 294.364,
Ga 1403.298, Ga I 417.206 nonBepXeHbl HAUMEHb-
IIeMy CHEKTpaJIbHOMY MAaTPUYHOMY BIIMSTHUIO
ot MakpokoMnioHeHTOB (Fe, Cr, Mo, W, Ni u Co)
npu ADC-UCII-onpeneneHnn TaJlIis B METAITyp-
rudeckux Matepuainax [15]. B taba. 1 conocraBiaeHbl
IUTAHBI BOJIH aHAJTUTUIECKUX CIIEKTPaIbHBIX JIMHUN
TAJUIMSI U pacCMaTpUBaeMbIX MaKpOKOMIIOHEHTOB
[16—18].

I ycTpaHeHHMSI MAaTPUYHBIX BIUSIHUM U CHU-
JKEHUSI TIpeneaoB OOHAPYXKEeHMS TajuIus B pa3imi-
HBIX 00BEKTax, KaK IPaBUJIO, UCIIOIb3YIOT METOIBI
pa3ngeneHus] M KOHIEHTPUPOBAHMUS — KUOKOCT-
HO-XXMIKOCTHYIO SKCTpaKIuio [8, 19], akcTpaKkInio
Toukr TToMyTHeHUd [20], TBepmoda3Hylo 3KCTpaK-
oo [21], coocaxmenne [22].

Taxkum o6pazom, HECMOTpPSI Ha IIPOIrPecC B OCHA-
IIEHUM aHAIMTUYISCKUX JIabopaTtopuil mpubopaMu
(ADC-UCII-, MC-UCII-, AAC-crieKTpOMETpHI),
CYILIECTBYET HEOOXOOMMOCTH Pa3pabOTKU YHHBEp-
CaJIbHOM, IIPOCTOM, SKCHOPECCHON M S3KOHOMMWYHON
MPOLEnypPhl IIPEABAPUTEIIFHOIO OTASICHMS TaJINS
OT OCHOBHBIX KOMIIOHEHTOB METaJLTypTUYECKIX
MaTepuajaoB (IIpelu3nOHHbIE HUKEICBBIC CILIABHI,
JIETUPOBAHHAsI ¥ BEICOKOJIETUPOBAHHASI CTAlIb).

Panee HaMK MIPEII0XKEHBI METOIVKH
ADC-UCII-omnpeneneHNST MUKPOKOMITOHEHTOB AsS,
Sb, Se, Te B MeTaJUTypru4ecKMX MaTepurajax ¢ Ipe-
BapUTEIbHBIM OCAXICHUEM MATPHULBI pPa3IddHBI-
MU ocaguTensiMu [23—26]. JaHHbIH 1TOAX0H MOXET
OBITh MCIIOJIB30BaH IIPU MOATOTOBKE METaJLIypIri-
yecknx marepmaioB K ADC-UCII-onpeneneHnIo
TaJUIHSI.

Lenp HacTosIeil paboThl — pa3paboTka Mpo-
LHeayphl OCAXICHWS M OTIEJICHHS MaKpOKOMIIO-
HeHTOB, To3Boysiomeit mpoBoanTs ADC-UCII-
oIlpenelIeHHE COIep:KaHMSI TaJIINS B IIPEIIN3NOHHBIX
HUKEJIEBBIX CIUIaBaX, JIETMPOBAHHBIX M BBICOKOJIE-
TUPOBAHHBIX CTAJISIX.
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OKCITEPUMEHTAJIbHAA YACTb

Pearentsl 1 00beKkTHI MccaenoBanus. s mpu-
TOTOBJICHUSI PacTBOPOB  HCIIOJIL30BaJl  COJH
FeCl;-6H,0, CrCl;6H,0, Na,Mo0,2H,0,
Na,WO0,2H,0, NiCl,,6H,0, CoCl,;:6H,0 4. n. a.
PactBopel mns rpamynpoBku ADC-UCII-criex-
TpOMeTpa  TOTOBWIM  pa30aBIeHHMEM  CTaH-
JApTHBIX OOpa3l0oB COCTaBa pPacTBOPOB MOHOB
Ga(III) (1000 mxr/mn), ¢dou — 7 %-Hass HNO,,
Fe(11I) 'CO 7766-2000, Cr(I111) TCO 7257, Mo(VI)
I'CO 8086-94, W(VI) MCO 0542:2003, Ni(1I) r'CO
7265 u Co(I1I) 'CO 7268, Na(I) I'CO 7474, F(I) I'CO
7261. WUcnonb3oBaay rocymapcTBEHHbIE CTaHIAPT-
HBle 00pasnbl (CO) crutaBoB Ha HUKEIEBOH OCHO-
Be TunmoB XH62MBKIO (H13r), XH65MB (H12B),
BBICOKOJIETUPOBaHHYIO cTanb Thna IIXH28MJIT
(MCO C66).

IIpurotroBienne pacrBopoB. PacTBopbl s
pa3pabOTKU METOOVKM OCAXICHUS U OTIEICHMS
MaKpPOKOMIIOHEHTOB TOTOBWJIM IIO npouyedype I
B TEPMOCTOIiKMe (DTOPOILIACTOBBIE CTaKaHBI HO-
6aBmsin 15 M pactBopa moHoB Fe(I1l), Cr(III),
Mo(VI), W(VI), Ni(Il), Co(Il) ¢ xoHLEHTpaLMeit
10 000 mr/m u 5 M1 pactBopa nonoB Ga(lll) ¢ koH-
nentpanueit 50 mr/n. Jdoo6asasm 20 v konu. HCI
(5 m, 37 mac. %), HNO, (15 mn, 95 mac. %) u HF
(ot 1 mo 15 mu, 37.5 mac. %). I[lony4eHHBIE pacTBO-
pel HarpeBanm no Hadama kureHus (7= 75 °C).
Hust otnenenns marpusl ipu pH 0—1.8 mo naan-
KaTopHoOU Oymare cHayaja moBomwin pH mo 3Ha-
yeHUs B amamazoHe (0—2.0, mpmimBasg MOpUUSIMU
IIpY IOCTOSIHHOM IlepeMelnnBaHuu 2 M pacTBop
NaOH, 3aremM K MOJIy9eHHOMY PacTBOpPY ITOPISI-
MU IIpA MOCTOSTHHOM II€peMeIINBaHUM 100aBIIsUIN
ot 0 1o 15 r NaF, BeinepskuBanu 10 MuH. BermaBmmii
0CaloK OT(UILETPOBBIBAIM 4epe3 (puiIbTp “Oenas
JeHTa”. OuibsTpar NepeHOCUSIM B MEPHYIO KOJIOY
3 monumponmieHa eMkK. 250 ma. Ocagok pacTBO-
psiii Ha GUIBTPE C IOMOIIBIO XJIOPOBOIOPOTHOM
(8 M, 37 mac. %), asornoit (17 mum, 95 mac. %)
n dropoBomoponHoii kuciaor (8 mia, 37.5 mac. %)
npu HarpeBanuu (7 =75 °C). Bce 3kcnnepuMeHTHI
MPOBOMWIN B IISITU napajuiesissx. IloaydeHHbie pac-
TBOPBI aHAJIM3UPOBAJIM Ha COMepKaHNEe KOMIIOHEH-
toB MeTonoMm ADC-UCII.

PactBopsr CO roToBuiu 1o npouedype 2: B Tep-
MOCTOIKHE (bTOPOIUIACTOBBIE CTaKaHbI ITOMEIIaIn
HaBeCKy Marepuaja Maccoii 0.5 T 1 pacTBOpsUIM IIpHU
HarpeBaHUM (B TATH Mapajulelissx) B CMECH KOHII.
HCI (5 mn, 37 mac. %), HNO; (15 M, 95 mac. %)
u HF (1 mn, 37.5 mac. %), npeaBapuTeIbHO BBOAMIN
nmobaBku pactBopa Ga(lll) m3BecTHOI KOHIIEHTpa-
uuu. PactBophl oxnaxaanu. B craHmapTHble 00pa3-
1IbI HUKEJIEBBIX CIJIABOB JOIIOJHUTEIHFHO JOOABISLIN
anukBoTty 11 mu pactBopa xenesa Fe(11l) (12 r/n), no-
Bomawym 3HaueHre pH mo 0—0.3, mpuimBast mopLmsi-
MM IIpHU IIOCTOSIHHOM IlepeMeInnBaHuu 2 M pacTtBop
NaOH. 3areMm K MoJy4eHHOMY PacTBOPY ITOPLIUSIMU
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TaﬁJmua 1. ComnocTaBiieHHe JIMH BOJH aHAJTUTUYECKUX JIMHUIA TajuTus U IMHUIA MaKpOKOMIIOHEHTOB

AHanuThyeckas AHanutuyeckas
Koppekuus
AHaIuTHYeCKas Koppexkiust CIIeKTpaJibHast CIIeKTpaJibHast
OrtHOocuTenbHas ¢oHa
CIIeKTpaJibHast AHTEHCHBHOCTS doHa JIMHUS MELIAIOLIErO (cripasa) JIMHUS MEIAIOIIETo
JINHUS TaJUIvs, HM (c1eBa), HM | 2JeMeHTa (ClieBa), - ’ aJIeMeHTa (CIIpaBa),
HM HM
Cr11287.406 [17]
Gal287.424 [16] 50 [16] 287.390 Fe 1287.417 [17] 287.449 Fe 1287.430 [18]
Co1287.388 [17]
W1294.333[17] Nil294.391 [16]
50 Mo 11 294.338 [17] W1294.396 [17]
Ga1294.364 [16] 16 294.324 294.404
[16] Co 1294.348 [17]
Mo 11 294.399 [18]
Crll294.364 [18]
W1294.333[18] Mo 1294.421 [17]
Mo 11 294.481 [16] W1294.439 [17]
Co1294.348 [16] Fe 11294.440 [17]
50
Ga 1294.418 [16] [16] D431 crr9aseans] | 24PN | Mol1294.482(17]
NiI294.391 [16] Fe 1294.505 [17]
W1294.396 [17] Cr1294.511 [17]
Mo 11294.399 [18] Fe 11294.526 [17]
W1403. 238 [17]
100 Fe 1403.246 [17]
Ga1403.298 [16] [16] 403.199 403.349 Cr1403.326 [17]
Mo 1403.250 [18]
Fe 1403.263 [17]
W1417.054 [16]
Fe 1417.212 [17]
Co1417.090 [18]
Fe 1417.091 [17] Fe 1417.264 [17]
Ga 1 417.206 [16] 100 [16] 417.025 Mo [417.107 [18] 417.303 Fe 1417.274[17]

W1417.052 [17]

Cr1417.168 [17] Cr1417.277 [17]
Fe 1417.104 [17]
KYPHAJI AHAJITUTUYECKOU XUMUU ToM 80 Nel 2025
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MPH TTOCTOSTHHOM TiepeMeInmBaHnuu g1o6asusum 10 T
NaF, BeimepxxuBany 10 MuH. [dajee BeITIABIINI Oca-
JIOK OT(WIIBETPOBBIBAIIN Uepe3 QIIIBTD “OenastjaeHTa”.
Ocanku pacTBOPSIN Ha (UIIBTPE C TIOMOIIBIO a30T-
Hoit (16 mu, 95 mac. %), XJIOpOBOIOPOTHOM (8 MII,
37 mac. %), © GHTOPOBOTOPOMHOM KUCIOT (8 M,
37.5 mac. %) u noay4anu pacTBop oobeMoM 250 MiL.
IlomyyeHHBIE PacTBOPHI aHAIM3UPOBAIM Ha COIEpP-
xkanwne raumsa MmetonoM ADC-UCII. s onpenene-
HUS 3JIEMEHTOB B (pMyIbTpaTe U B pacTBOPE U3 OCal-
Ka MCIIOJIb30BaIM BhIpaXeHUE IJISI OTHOCUTEIHHOTO
CONEPXaHMUA C,/C,, TIE ¢, — KOHUEHTPALIMS SJIEMEHTa
MOCJIEe COOCAXKACHUS Ha OCAlIKe U3 PacTBOPA; ¢, — UC-
XOIHAasI KOHLIEHTpAaIus 3JIEeMEHTa B paCTBOPE.

[TorpemHocTh aHaMM3a PAaCCYUTHIBAJIM I10 YPaB-
HEHMUIO:

l0.95:4) = ﬁ’ (1

rme t — koadduumeHT CreiomeHTa (IJISI IBYCTO-
pOHHETO pacrpeneyieHnsI), paBHbIi 2.78 Tipy n = 5
u P=0.95, s — crangapTHOE OTKJIOHEHHE.

ODHOBPEMEHHO C HCCIEAYyeMbIMU PacCTBOPaAMM
TOTOBUJIA XOJIOCTHIE PACTBOPBI, COAEpXKAIIME BCE
KOMIIOHEHTHI B T€X K€ KOHIIEHTPAIINIX, KPOMe HO-
voB Ga(III).

Bnusinue HaTpus u dTopa Ha aHATUTUYECKUE
CIIEKTpaJIbHBIC IMHUY TaJUIUs U3y4aayd Ha MOIEJIb-
HBIX pacTBOpax. PacTBOphI TOTOBWIN IIO Hpouedy-
pe 3: B xKonOy eMK. 50 mu momemanu 5, 10, 15, 20,
25 M pactBopoB noHoB Na* mimm F- ¢ KoHIeHTpa-
nueit 1000 mr/m u 1 M pactBopa Ga(lll) c koH1eH-
tpamueit 50 mr/in. JoBoauau oObeM IO METKU IHC-
TUWUIMPOBAHHOM BOIOM.

[IposiBIeHNEe MAaTPUIHOIO BIUSIHUSI CO CTOPOHBI
HaTpus U (pTOpa Ha THTCHCUBHOCTD CIIEKTPaJIbHBIX
JIMHUI TS paCCYMTHIBAIM IO YPaBHEHMIO:

(7 —1y)
Iy

rae /, — MTHTeHCUBHOCTD CIIEKTPaJbHOM JIMHUU Taj-
JIMSI B BOOHOM PacTBOpe, I, — MHTEHCUBHOCTD CITEK-
TPaJbHON JMHUU TAJIUS B IPUCYTCTBUM HATPHUS
mim propa.

Yenosust u3mepenus aromuoii smuccnn Fe, Cr, Mo,
W, Ni, Co, Ga. Ucnonb3oBamu ADC-UCII-cnek-
tpomeTp Optima 2100 DV (Perkin Elmer) ¢ kBapiie-
BOIf ropenkoit. OmnepallioHHEBIE TTapaMeTphl CITeK-
TPOMETpa: BHICOKOYACTOTHAsI MOIITHOCTL — 1500 Br,
npobonogaomuii moTok aproHa — 0.75 1/MuH,
BCIIOMOTaTeJIbHBINI IToTOK aproHa — 0.2 j1/MUH, Ij1a3-
MOOOpa3yloluii IMoToK aprona — 15.0 j1/MuH, cro-
co0 HaOMIOOeHMS IIa3Mbl — paadalibHBINA, BBEICOTA
HabmoaeHus — 15 MM, CKOpOCTh oaa4Yy pacTBopa —
0.9 mu/MuH, Bpems pacnbuieHHs: odpasia — 40 c,
YUCJIO M3MEPEHUI TTpUOOpOM OTHOIT mpoOBl — 3.
[IpuMeHsIM pacIbUIMTENbHYIO CHCTEMY, YCTONIM-
BYI0O K arpecCMBHOMY BO3IEHCTBUIO (DTOPOBOIO-
pPOIHOI KUCIOTHI. AHAIUTUYECKUE CIIEKTPaIbHbBIC

y = -100% ,

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

muHun: Ga 1 294.364, Fe 1 302.107, Cr II 206.158,
W 1I 207.912, Mo 1I 202.031, Ni II 231.604, Co 11
228.616 1 Cu I 327.393 um, Fe 11 238.204 um, Cr 11
267.716 um, Mo 11 202.031 am, W11 207.912 M, Ni 11
231.604 um, Co 11 228.616 HM.

I'pagynpoBka cniekrpomerpa. PacTBOpHI 1151 Tpa-
OYMPOBKU CIIEKTPOMETpa TOTOBWIM pa30aBIeHU-
€M TOoCydapCTBEHHBIX CTAaHIAPTHBIX 00pa3IloB CO-
ctaBa pactBopoB nonoB Ga(lIl), Fe(IIl), Cr(III),
Mo(VI), W(VI), Ni(Il), Co(II). IobaBnsimn B HUX
aJIMKBOTBI XOJIOCTOTO PacTBOpa TaK, YTOOHI COJIEBOM
COCTaB COOTBETCTBOBAJI COCTaBY aHAIM3UPYEMBIX
pacTBOpPOB.

Pentrenoda3zoBbiii anamm3. IlosydyeHHbIE ocan-
KM MCCJICIOBAIM METOIOM PEHTIE€HOBCKOTO IH(-
pakumonHoro aHaimm3a (PHA). PIA BemomHsIn
¢ momotIbpio mrudpakromerpa Shimadzu XRD-7000
(Anonus) B manydennn CuKo ¢ HMCIIOJB30BaHU-
eM TIpaduTOBOro MOHOXpOMaTopa. MOIITHOCTb
Ha pPEHTTeHOBCKOM TpyOKe 2 KBT, HampskeHHe
U=40.0 kB, Tox /= 30.0 MA, pasMmepnl doKyca
1.0 x 10 MM, BHEITHUI cTaHAAPT — ITOPOIIOK KPEeM-
Hus. JndpakKummoOHHBINA CIEKTP PErMCTPUPOBAIN
B YIIOBOM auamna3oHe 20 = 2—8(0° B momaroBom
pexxume ¢ maroM ckanupoBaaus AQ = 0.03° u mm-
TETbHOCTBIO HAKOIUICHUS UMITYJIbCOB 2 C.

H1s1 Ka4eCTBEHHOTO M KOJIMYECTBEHHOIO aHa-
JIN3a WCIOJB30BAIM MEXIYHAPOTHYIO KapTOTEKY
ICDD (The International Centre for Diffraction
Data), Bepcus PDF—2, xoropast BKIIO4aeT Ipo-
rpaMMHBII MakeT JAJisl IepBUYHOI 00padboTku nud-
paKTorpaMM, aBTOMaTHYECKOTO ITOMCKa (a3 U BBI-
MOJIHEHMS KOJIMIeCTBEHHOT0 aHanu3a. BctpoeHHast
porpaMMa IIOJYKOJIMYSCTBEHHOIO aHalIm3a HC-
MOJIB3YET METOI KOPYHIOBBIX UHMCEIL.

MuKpocKonnyecKne UccienoBanusa. MUKpocKo-
MMUYCCKUE UCCIENOBAHUS — PAaCcTPOBYIO BJIEKTPOH-
Hylo MuKpockomnuio (POM) u 371eKTpOHHO-30H-
IOBBIMI  PEHTITEHOCIIEKTPAIBHEIM ~ MHUKpPOAHAIIN3
(PCMA) ocangkoB IIpOBONIJIM Ha CKaHUPYIOIIEM
alleKTpoHHOM MmKpockorne Carl Zeiss EVO 40
C BHepromucHepcMoHHBIM crekTpoMeTpoM INCA
X—Act (Oxford Instruments, BemmukoOputaHwus).
I TIpoBeneHUsI KOJIMYSCTBEHHOIO 3JIEMEHTHOIO
aHaJM3a TOTOBWJIM TaOJETKU M3 MCXOOHBIX OCal-
KOB B IIpecc-(opMe IraMeTpoM 1 cM U JaBIeHUU
40 xH/cMm?. HccnenyeMyio TOBEPXHOCTh TabJIETOK
nepen u3MepeHUsIMU TG OBaIN MEIKON HaxXaaq-
HOM Oymaroii.

PE3VIIBTATBI U UX ObCYXAEHUE

IIponenypa ocaxKaeHus U OTIeJieHHs] MAKPOKOM-
nonentoB Cr, Mo, W, Ni, Co or Ga. B uccienona-
HUSX B KAYECTBE OCaIUTEIISI UCIIOIb30BaIU (DTOPUI
Hatpus (NaF), ocaxknaroninii xXene3o B onpeaeieH-
HBIX yCIoBUsX [23—26]:

Fe** + 6NaF = Na,FeF i +3Na*. (2)
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ITo mpouenype 1 ipu pH 0.3 ¢ ucrmonp3oBanneM
10 r NaF u HF (1 mu, 37.5 mac. %) (cMm. “Dxcnepu-
MEHTAIBHYIO YacTh”) MOMYYMIIM OCAIKH, KOTOPKIE
nccaenoBany Mmerogamu PIIA 1 MUKpOCKOTTNH.

B Tabm. 2 mpencraBiaeHbI JTaHHBIE KOJTUYECTBEH-
HOro ba30BOTO aHajaM3a oOcaika, ITOJIYyYeHHOTO
¢ ucnojib3oBaHueM npouenypsl 1. ITo pesynsratam
PJIA ycTaHOBUIIM, 9YTO OCHOBHEIE (Da3bl OCATKOB —
NaHF,, Na,FeF,, NaF.

Pesynsratel POM mokazanm, 4TO MCClenye-
MBI€ OCAIKM COCTOSIT M3 arjioMepaToB pa3MepoM
5-200 mxMm (puc. 1). HabmomaeTcsa HakKoTieHUE
3apsiga Ha MIOBEPXHOCTH arjIoMepaToB B BUIE OEIbIX
TOYEK M MOJIOC M3-3a IJIOX0i1 3JIeKTPOIIPOBOIHOCTHU
HCCIIEAYyEeMbIX COCTUHEHMIA.

Metonom PCMA B Touke Tipu (POKYCHPOBKE
3JIEKTPOHHOI'O MyYKa Ha MOBEPXHOCTU Pa3IUYHBIX
arJIoMepaToB yIajloch Ha Ka4eCTBEHHOM YPOBHE
YCTAaHOBUTDH 2JIEMEHTHBIN cocTaB. Ha sHeprermue-
CKUX CIEeKTpax HaOJII0dal0TCsl MHTEHCUBHBIE ped-
Jiekchl, oTHocsuecsd K Na, F, Fe, a Takke oOHapy-
xkeHbl W, Mo, Cru Ga.

PesynbraThl KOIMYECTBEHHOIO aHaIM3a ITOKa-
3a/IM, 4TO OOpa3lbl MPeacTaBIsIIOT COOO cMmech
He MeHee uyeM Tpex (pa3. Metomom PCMA yctaHoB-
JIEH 3JIEMEHTHBIN cocTaB 3TuX (a3 (Tabdin. 3). CocTan
ocanka o maHHeIM PCMA cormacyeTcs ¢ pe3y/ibTa-
tamu PIIA.

OnTuManbHble YCJIOBHS COOCAKIECHHSA TaJUIHs
Ha ocaake. McciaemoBaniu BausiHue pH Ha co-
ocaxneHue raumsa. Ha puc. 2 mpuBemneHBl OTHO-
CHUTENIbHBIC COINepXaHUsl rauius B (UIbTpaTax
¥ B pacTBOpax ocamka B 3aBUCUMOCTH OT pH mocie
MIPOLIEAYPHI €T0 PAaCTBOPEHUS (30eCh U Jajiee Iepen
ADC-UCII-ananm3om Bce ocaaky MpeaBapUTEThb-
HO IIEPEBOIMIIM B PACTBOP PACTBOPEHHEM B CMECH
a30THOM, XJIOPOBOIOPOOHOM M (HTOPOBOTOPOI-
HoM kucyotT (3:1: 1), cM. “DKcniepuMeHTaIbHYIO
JacTh”).

B ¢dwunbsrpare mocie mpolemypbl COOCaKICHUS
JKeJIe30 He 00HApYy:KeHO, CIeI0BaTEIbHO, BCE XKele-
30 pacxoayeTcd Ha oOpasoBaHue ocagka Na,FeF.
BepxHiolo rpaHuuny auamnazoHa pH BbiOupanu
¢ yaetoM pH ocaxnenus rugpoxkcnnos xkene3a(I1l)
u ranmug(111) (2.0 u 1.6 coorBeTcTBeHHO). C pocTOM

Puc. 1. Uzo0paxkeHus ocanka, moJy4eHHOTO Ha pacTpo-
BOM CKaHUPYIOIEM MHUKPOCKOIIE IIPU ITOMOILIN JeTeK-
Topa DBepxapTa—TopHau. Ycinosus ocaxnenust: pH 0.3,
10 r NaF, 1 m1 HF (37.5 mac. %).

pH B amnanasone ot 0.6 1o 2.0 creneHb coocaxie-
HUSI TaJUIMS Ha ocaake yMeHbimaeTcs. [1pu aTom Bece
paccMmaTpuBaeMble MaKpOKOMMOHEHTHI (Mo, W,
Ni, Co), kpome xpoma, B quarazorne pH ot 0 mo 2
nepexonsar B (wibrpar. XpoM IIpA HM3KHUX 3HaYe-
Hugx pH ot 0 1o 0.6 npakTuyecku Bechb HAXOOUTCH
B ¢unbrpare (comepxanue 95 mac. % OT UCXOTHO-
ro), a ¢ yBenmueHueM 3HayeHUsT pH mo 2 gactmu-
HO TepeXoguT B ocanok (comepxkaHue 60 mac. %
OT MCcXomHoro). TakuMm oOpa3oM, WIS TPOLEIYyPhI
COOCaXIEHMS TaJUIUs PEKOMEHIYEeMbIil OITHMAaJIb-
HEBI nuana3oH pH cocrasisger 0—0.3 (comepkanne
rajutist B puiisTpare MeHee 1 Mac. % OT MCXOIHOTO).

WccnenoBanu BIMSIHME KOJIWMYECTB (Topuaa
HaTpus U PTOPOBOIOPOTHON KUCIOTHI Ha IIPOIIECC
COOCaXIEHMS TaJIAS Ha ocanke npu otaeaeHun Cr,
Mo, W, Ni u Co. Pesynsrater ADC-UCII-ananu3a
pacTBOPOB OcCaaKa, MOJYYEHHBIX IIOCIe IPOIEIy-
PBI OTIENCHNST MAaKPOKOMITOHEHTOB, IIPEACTABICHbI
Ha puc. 3.

YcTaHOBWIIN, YTO MPHU COOSPXKAHUSIX Ay, OT 0.1
1o 0.25 moap u nye ot 0.05 mo 0.45 mmoins (3mech
N — KOJMYECTBO BEIIECTBA) COOCAXICHHUE TaJlIvs

Taoimna 2. Ma3oBelii cocTaB ocanka 1o JaHHBIM peHTreHoarpakMoHHOro aHanu3a (ycmosus ocaxaeHus: pH 0.3, 10T

NaF, 1 w1 HF (37.5 mac. %))

da3a 1 COOTBETCTBYIOIIMIA 3TAJIOH Conepxanue, Mac. %
NaHF,, PDF — 00-006-0479 56.46
Na,;FeF,, PDF — 01-072-1916 5.83
NaF, PDF — 00-071-4667-1455 36.95
Na,Fe,F;, PDF — 00-024-1098 0.76
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Ta0amua 3. DireMeHTHBIN cocTas (Mac. %) da3 ocagka
(ycnoBust ocaxnenust: pH 0.3, 10 r NaF, 1 mn HF
(37.5 mac. %))

(npg::f[;[l:a 1) F Na | Cr| Fe [Mo| W | Ga
®a3za | 54.20 {25.00| 1.10|19.30|0.10|0.20{0.10
®aza 2 5420 (4580 — | — | = | = | =
®Paza 3 66.00 {33.60| — |040| — | — | —
1004 = PacTBop

m Ocazok

80+
o\c 60_
Sy
3 40

20

O_
0.0 0.3 0.6 0.8 1.0 2.0
pH

Puc. 2. OTHOCUTEIBbHOE CoAepKaHKe rajuius B GuiabTpa-

Te ¥ B pacTBOpe ocaaka npy BapbupoBanuu pH. YeinoBust:

cFe(m) 500 Mr/n, cgaqm = 1.0 Mr/n, nyr = 0.25 moinb,
= 0.45 Mmodb, 25 °C, V.= 250 mu.

p-pa

HEIIOJIHOE M3-3a HeAOCTaTKa KOMIIOHEHTOB OCaau-
teneit (cM. ypaBHeHue (2)). BeposTHO, KOJIJIEKTO-
poM a1 coocaxaeHus ramus gasiasercsa Na,FeF,
YTO CBSI3aHO C OJIM30CTHIO MOHHBIX PAIUyCOB Traj-
qust u xkenesa (0.076 u 0.075 HM COOTBETCTBEHHO)
[27]. Takum o6pa3oM, MPU BHIOPAHHBIX YCIOBUSIX
ocaxaeHus (ny,r = 0.25 monb, nyr = 0.45 MMOID)
rajuiiii coocaxnaercs Ha ocaake cocraBa Na,FeF
(comepkaHue B paCTBOpE ITOCJIE PACTBOPEHMS OCal -
Ka 6osiee 95 mac. %).

Hzyyeno Bausinne KoHneHTpauum xene3a(lll)
Ha IIpoliecc coocaxaeHus raumsa. U3 puc. 4 Buma-
HO, 4TO C POCTOM coiepxXaHus xene3a ot 100
no 500 mr/n HaOmomaeTcsl IIOJTHOE COOCAaXIECHUE
TaJUIMS U3 UCXOMHOI'O pacTBopa.

IlockonbKy B aHaIU3MPYEeMOM pPacTBOpPE CO-
nepXaTcsl HaTpuii 1 TOp, KOTOpPBIE BXOMST B CO-
CTaB OcalKa MpHU pas3ne]eHUd MaKpOKOMIIOHEHTOB
W TaJuIusl, U3YYWIU BIMSIHUAE JAHHBIX MAaTPUIHBIX
3JIEMEHTOB HA AaHAJUTUYECKUM CHUTHAJI TaJuIus.

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

100
(a)
95 |
90 |
S
2 85 -
B
80 |
70
15 025 03
Fy,p» MOJIB
100 -
(©)
95 -
90 -
S, 851
E
80 -
75 - I
70 -
005 010 025 045 065
Fy,p> MOJTIB

Puc. 3. OtHocuTebHOE conepxaHue (% OT KCXOMHOTO)
rajyiusl B pacTBOPE Ocajika B 3aBUCUMOCTH OT KOJIUYe-
ctBa ocagutens NaF (a) u konuuectBa HF (6). [Tpouue
500 mr/m, pH 0, 25 °C, V__, = 250 mu.

YCIOBUSL: Crepy = p-pa

100¢ # PacTBOp
B Ocanok
80
NN
§> 60
Q
40
20
0 3 : Y EE—
100 200 300 400 500 600
Crerim, MII

Puc. 4. OtHocutenbHOe comepxaHue (% OT MCXOMHO-
ro) rajutusl B puasTpaTe M B ocaake (IMocje pacTBope-
HusA) oT KoHUeHTpauuu coocamurens Fe(Ill). cg,um =
= 1.0 Mr/n, ny,r = 0.25 Monb, nye = 0.45, pH 0, 25 °C,
Vp-pa = 250 mi.
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PacTBOphl TOTOBMJIM MO METONMKE, OIMCAHHOM
B “ODKCcIepUMEHTAIbHON dYacTh” (CM. MpOLEIy-
py 3). YcTtaHOBMIN, UTO MPU Pa3IMIHBIX COmepKa-
HUSX HaTpusd M GTOopa Y cocTaBisieT He Gosee 5 %,
T.. M3MEHEHME WHTECHCHUBHOCTHM CIIEKTPaJIbHBIX
JIMHUI TaJlIdsl He3HauuTenbHOo. [ ydera ¢poHO-
BOTO BJIMSIHUSI B PacTBOPHI IJII IIOCTPOSHUS Tpa-
TYUPOBOYHBIX TpaKOB HEOOXOIMMO ITO0aBIISITh
HaTpUil 1 GTOp B KOJIUIECTBE, KOTOPOE COMEPXKUT-
Cs B aHAJIM3UPYEMBbIX pacTBOpax (CM. rpagydpOBKY
CIIEKTPOMETPA).

Taxkum obpazom, 411 pasaeeHus MAaKpPOKOMITIO-
HeHTOB Mo, W, Ni, Co, Cr u rayums peKoOMeHIyeT-
Cs IPYMEHSITD CJISMYIONINE ONTUMAIbHBIC YCIOBUS:
pH 0-0.3, ny,z=0.25 Monpb, nye = 0.45 mMmonb,
Creamy = 300 mr/m. i pacTBopeHuMs ocanka Heo0-
XOIMMO MCIIOJIb30BaTh CMECh a30THOM, XJIOPOBOAO-
ponHoii u ¢propoBogopomHoi kucmot (3:1: 1).

ADC-UCII-onpenenenne rainsi B MeTAJLIYPIu-
YecKHX MaTepuanax. {1 skcrnepuMeHTaIbHOM po-
BepkHn 3(P(HEKTUBHOCTH NPUMEHEHUST HaWIEeHHBIX

ONTUMAJIbHBIX YCIOBUII COOCAaXICHHUS TaJUIus
Ha ocagke IpU OTIEICHUN OT MaKpOKOMIIOHEHTOB
HCIIOJIb30BAJIM TOCYyIapCTBEHHBIE CTAaHIAPTHHIE 00-
pa3Ibl COCTaBa IPELM3NOHHBIX HUKEIEBBIX CILUIABOB
¥ BBICOKOJIETMpOBaHHas cTaib (Tad:m. 4). [Ipodonon-
TOTOBKa CTaHmapTHBIX 00pa3noB K ADC-UCII-o-
TpeneJIeHUIO TaJJINS OITMCcaHa B “ DKCIIepUMCHTATb-
Holf yactn” (cM. TIpouenypy 2). OTMeTuM, 4TO IS
nonTBepXXaAeHUS 3(P(PEKTUBHOCT pa3paboTaHHOI
MpOLenypbl MCIIOJIB30BAIM aTTECTOBAHHBIE CMECHU
W TIPOLIEYPY BBEACHO—HAMUICHO.

IIpaBMIBHOCTH ITOJTYYEHHBIX PE3Y/IBTaTOB OLICHN -
Bayi 1o kputepuio CreiogeHtanpu P=095un=>5
¥ YCTAaHOBWJIM, YTO MEXIy pe3y/braTaMM aHaIu3a,
noyaeHHeIMU MeTomoM ADC-UCII, 1 BBeneHHBIMUT
KOJINYECTBAMU TaJUIMSI OTCYTCTBYIOT 3HAYMMBbIC pac-
XOXIeHUs. MOXHO 3aKJIIOYUTD, YTO IIPEIIoKeHHAS
npoleaypa pa3neiaeHUs TaJidsi 1 MaKpOKOMITOHEH-
TOB 3((HEKTUBHA M MOXET OBITh pEKOMEHIOBaHA TS
ero ADC-UCII-ompenenenus. IlpenmmymecTBoMm
pa3paboTaHHOI IIPOLIEAYPHl SIBJIIETCS IIPOCTOTA,

Taomuna 4. Pesynbrathl (cg,, Mac. %) ADC-WUCII-onpeneneHus rajuiisi B HUKEJIEBbIX CIIaBax
U BBICOKOJIETMPOBAHHOM CTalU C MPeABAaPUTEIbHBIM OTAEIEHUEM C IIPUMEHEHUEM aTTeCTOBAHHBIX CMecei

M IIPOLeayphl BBeneHO—HalimeHo (n = 5, P = 0.95)

CraHmapTHbIi 00pasell BBeneno, cg, X 10° Haiineno, cg, X 10°

2.5 2.60 £ 0.06
5.0 55+0.1

I'CO 1479-9111 H13r 10.0 1.0+ 0.3
15.0 16.0 + 0.40
25.0 22.0+0.7
2.5 2.40 £0.05
5.0 470 £ 0.1

I'CO 1519-90IT1 H12B 10.0 12.00 £ 0.2
15.0 17.00 = 0.4
25.0 26.00 £ 0.6
2.5 2.70 £0.05
5.0 5.7+0.1

I'CO 10214-2013 UCO C66 10.0 1.0+ 0.3
15.0 16.0 £ 0.5
25.0 29.0 0.7
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OTPEAEJIEHUE TAJJIMSA METOJOM ATOMHO-3MUHUCCUOHHOW CIIEKTPOMETPUU

a Takke BO3MOXXHOCTh MCIIOJIb30BaTh €€ /I aHaJI-
3a IIMPOKOTro Kpyra MeTajuIyprudecKnxX MaTepruaaoB
(IpeuM3nOHHBIE HUKENIEBBIE CILIABhI, JIESTMPOBAaHHAs
U BBICOKOJIETMPOBAaHHAs CTajb) C OOJbIIUM COIEP-
xkaHueM Cr, Mo, W, Ni u Co.

IIpemen  oOHapyxeHust  (c,,,) OLIEHHBaJIN
Mo 3s-KpUTEPUIO; C,;, TaUIusd TpPU OTACICHUU
ot MakpokoandectB Cr, Mo, W, Ni, Co cocraBun
5 % 10~* mac. %.

OUHAHCHUPOBAHUWE PABOTHI

Pa6oTa BeITIONHEHA TPU (PMHAHCOBOM TTOIIEPK-
ke Poccuiickoro HaydyHoro dpoHma (mpoekTt Ne 23-
23-00138) ¢ ncmoap3oBaHueM obopynoBanus LleH-
Tpa KOJUIEKTUBHOTO TTOJIb30BaHus “Ypan-M”.
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DETERMINATION OF GALLIUM BY INDUCTIVELY COUPLED PLASMA
ATOMIC EMISSION SPECTROMETRY IN NICKEL- AND IRON-BASED
ALLOYS WITH PRELIMINARY SEPARATION FROM THE MATRIX

A. A. Belozerova®? *, A. V. Mayorova“, N. Yu. Kalinina?, M. N. Bardina“

4 Institute of Metallurgy, Ural Branch of the Russian Academy of Sciences
Yekaterinburg, Russia
bUral Federal University named after the first President of Russia B. N. Yeltsin
Yekaterinburg, Russia
*E-mail: aa_belozerova@mail.ru

Abstract. A procedure for separating the microcomponent of gallium from the macrocomponents of Cr,
Mo, W, Ni and Co is proposed for determining gallium by inductively coupled plasma atomic emission
spectrometry in nickel- and iron-based alloys (precision nickel alloys, alloyed and high-alloy steel). Sodium
fluoride was used as a precipitant. Optimum conditions for gallium coprecipitation on the sediment during
separation from the considered macrocomponents were determined. The detection limit of gallium during
separation from macroquantities of Cr, Mo, W, Ni, Co was 5 X 10~* wt. %.

Keywords: inductively coupled plasma atomic emission spectrometry, coprecipitation, gallium.
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OPUTI'MHAJIBHBIE CTATbU

PU3SNYECKU ALCOPBPOBAHHBIE ITOKPBITA HA OCHOBE
XUTO3AHA JJIA BDJJEKTPODPOPETUYECKOI'O PASAEJTEHUA
BUOJOI'MYECKUN AKTUBHBIX BEITIECTB

©2025T.
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ChopmrpoBaHBI TOKPBITHSI BHYTPEHHMX CTEHOK KBapIIEBOTO KaNWJIISIpa Ha OCHOBE KATHOHHOTO BBICO-
KOMOJIEKYJISIPHOI'O XUTO3aHa CO CTeIEHbIO AealeTinpoBaHus 95%. M3ydeHa 3aBUCHMOCTb CKOPOCTH
3JIEKTPOOCMOTHYECKOTO TTOoTOKa oT pH ¢hoHOBOrO 31eKTpONNTa, ¥ MPOBENCHA OLICHKA CTAOMIBHOCTH
TIOKPBITUS TIPU BO3MCUCTBUM PA3IMIHBIX pacTBopuTescii. Pe3ynbraTbl COMOCTaBICHBI C IPYTUM KaTH-
OHHBIM TTOKPBITHEM Ha OCHOBe Tonu(auaunuinuMmeTiammonnii xiaopuna) (ITJAJIMAX). ITTokazaHo,
YTO TIPU Pa3aeICHUM aMUHOKHUCJIOT, KaTeXOJAMHUHOB M OPTaHMYECKUX KUCIOT c(hOPMUPOBAHHBIE TT10-
KPBITHSI Ha OCHOBE XMTO3aHa HE3HAUUTEILHO YCTYIAOT B 3P ekTnBHOCTH MOKpbITUAM U3 [TIAJIMAX,
HO o0ecIieynBaloT 00Jjice BBICOKOE pa3pelIeHUEe HCCISTyeMBbIX OMOJOTMYECKU aKTUBHBIX aHAJIMTOB.
YcTaHOBIEHO, YTO XMTO3aH Ha BHYTPEHHHUX CTEHKAX KBaplIEBOTO KAaINWIISIpa CIIOCOOCTBYET IOBHIIIIC-
HUIO SHAHTHOCEJICKTUBHOCTH TIPY pa3aeIeHUN dHAHTUOMEPOB [3-0710KaTopoB (KapBenwmiosia, IpoIpa-
HOJIOJA, COTaj0JIa) IIPU HAJTUIUU B (DOHOBOM 3JIEKTPOJIUTE (2-TUAPOKCHUIIPOITILI)-B-IIUKIOAEKCTPUHA,
a TaKKe HECTEPOUIHBIX ITPOTUBOBOCITAIMTEIBHBIX BEIIECTB (KeTONpodeHa 1 KeTopajaka) ¢ UCIOJIb30-
BaHMEM B KaUeCTBE BTOPOTO XUPAJIBHOTO CEJIEKTOpa BAHKOMUIIMHA.

KimoueBble ciioBa: KanmUISIpHBIN 2JIeKTpodope3, GU3NIEeCKH aacopOMpOBaHHBIE MOKPBITUS CTEHOK
KBapIIeBOrO KaIMWLISIpa, XUTO3aH, XUPAJIbHOE pa3ae/ieHUe.

DOI: 10.31857/50044450225010086  EDN: abdcfk

DBomonrsg MeTola KaImuJIISIpHOTO 371eKTpodo-
pe3a (KD) B 3HAUMTENHLHON CTEIIEHW OOyCIOBIIeHA
TMOMCKOM M TIpUMeHeHNEM 3P (PEeKTUBHBIX MOTN(PI-
KaToOpOB 3JIeKTPOGOPETUIECKUX CHUCTEM, OOecIie-
YUBAOIIMX peAM3allNI0 Pa3IMIHBIX pexknuMoB KO
W TIO3BOJISIIONINX PETYIUPOBATh 3PPEKTUBHOCTD
M CEJIEKTUBHOCTD Pa3IeIeHUSI aHAIUTOB Pa3IMYHOM
npupons! [1-3].

OcHoBHOe orpaHmdyeHue Meroma KO, cBs3aH-
HOE ¢ copOLIMeli Ha CTeHKaxX KBaplieBOro KaIllmuispa
OCHOBHBIX aHAJIUTOB (KaTeX0JaMHUHOB, aMUHOKNC-
JIOT, AMUHOCITMPTOB, OEJIKOB), ycTpaHsieTcs OpMU-
pOBaHMEM Pa3INYHBIX TUIIOB ITOKPHITUI KBapleBO-
IO KaImuJjIsapa: KOBaJICHTHBIX [4, 5], IMHaMIYeCKIX
¥ dusmyecku (CTaTUYECKH) afcopOUPOBaHHBIX [6].
ITocnenHue npeacTaBisilOT OCOOBIA MHTEpec [7],
MOCKOJIBKY MX (DOPMHPOBAHME OTIMYAETCS IIPO-
CTOTOI M OCYIIIECTBIISICTCSI HETIOCPEACTBEHHO IIepen
MPOBEACHUEM 3JIEKTPO(MOPETUISCKUX aHAaJIM30B,
IIPY 3TOM B psiie CIIy9aeB He TpeOyeTCs IPUCYTCTBUE
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moaudukKaTopa B cocTaBe (pOHOBOTO 3JEKTPOJIUTA
(D) mrst obecredeHUsT CTAOMIIBHOCTH ITOKPBITHS.
BocTpeboBaHHBIMM MaTepuajiaMu st (OPMUPO-
BaHUs ITONOOHBIX ITIOKPHITUIM B HACTOSIIEEe BpPeMs
SBJISTIOTCS KaTMOHHBIE TTonMMephl [8—13], cmoco6-
CTByOIIME (POPMUPOBAHUIO CTAOMJIBHBIX ITOKPHI-
TUi1, 00pallleHUIO 3JIEKTPOOCMOTHYECKOIO ITOTOKA
(OOII) 1 3HAYUTETBHOMY COKpALIEHMIO BpPEMEHU
MUTpallMi aHUOHHBIX aHAJIUTOB. Takue IMOKPHITHS
COBMECTHMBI C MacC-CIIEKTPOMETPUIECKIM JIETEK-
TUpoBaHueM |14—16].

XuTOo3aH TIpeACTaBsIeT CO00il HealleTHINpPO-
BaHHYIO ¢popMy XUTHHA (cXeMa 1), omHOTO M3 Hau-
Ooylee pacIpoOCTpaHEHHBIX IIPUPOMNHBIX OMOIIO-
JINMEPOB, 00JIagaeT BBICOKOI aIcOpOLIMOHHOM
CIIOCOOHOCTBIO 1 aAre3ueil K CTeHKaM KBapIIeBO-
ro kammmurgpa [17, 18]. Ero ¢usmko-xumMmdeckme
CBOIICTBa CYIIECTBEHHO 3aBHUCAT OT CTEIICHM [Ie-
aneTwimpoBaHusa [19], or pacmopemeiaeHus aie-
TIWJIBHBIX TPYMIT ¥ MOJIEKYISIpPHOIT Macchl. XUTO3aH
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MPUMEHSUIA B KAYECTBE MOKPHITUSI KAITUJUISIPOB IIPU
aHanu3se 0enkoB [20], omHaKO oTMeUeH y3Kuii pabo-
yuii nruanasoH pH, B KOTopoM JaHHbIE KaUJUISIPBI
MOXHO 3(P(GEeKTUBHO MCIONIb30BaTh. Hemommndpu-
LIMPOBAHHBII XUTO3aH PACTBOPUM TOJIBKO B KMCIIBIX
BOIHBIX pacTBOpAX 3a CYET IMIPOTOHUPOBAHUS aMU-
Horpyni (pK, ~ 6.3) [21], mosToMy ISl pa3aeieHusI
OMOJIOrMYECKM aKTMBHBIX COCIUHEHUI, B IEPBYIO
ouepelnb B KauecTBe MOIU(MHUKATOPOB IMMOBEPXHOCTHU
KaIWIISAPOB, UCITOIb3YIOT IIPOU3BOAHBIC XUTO3aHA
[22—24], B TOM YHClIe M B COCTaBE MOIVCIONHBIX
MOKpBITHIA |25, 26].

OH OH

NH, NH,

KOJIOBOBA u np.

OKCITEPUMEHTAJIbHAA YACTb

Oo6opynoBanue. H3mepeHus MPOBOANIINA
Ha mpubope IS KaIWUISIPHOro 3JeKTpodopesa
KAIIEJIb®-105M (JIromakc®, Poccust) co criek-
TPpOo(OTOMETPUUECKUM JAeTeKTUpOBaHMeM (meii-
TepueBasl JaMIia; CIeKTpaIbHbIi Auama3oH ot 190
mo 380 HM) ¢ BO3MOXHOCTBIO THApOAWHAMMWYE-
CKOTO U 3JIEKTPOKMHETHYECKOTO BBOIA IPOOBKI.
Hcrnonp3oBaniy KBapleBble KanWLISpbl 001Ieit
gauHoit 60 cM u addexkTuBHON HnuHOK 50 cM,
BHYTPEHHUM JuaMeTpoM 50 MKM, ¢ BHEIIHUM I10-

OH OH
/A/O
H OH
HO
NH NH,
O m

Cxema 1. CTpyKTypa XUTHHA/XUTO3aHA. 1 — KOJUYECTBO MIOBTOPSIIOIIMUXCS SAMHULL IIIOKO3aMUHA, M — KOJUYECTBO IIOBTO-
PSIIOLLMXCST €AMHULL allETUINIIOKO3aMUHA, 1 + m — CTeleHb MoJuMepu3anuu, n/(m + n) — creneHb AealeTUINPOBAHUSI.
Korna n npessimaet 50% oT 0611ero KoJu4ecTBa 3BeHbEB, IMMOJIMMED Ha3bIBaeTCsl XUTo3aHoM [17].

HecMoTpss Ha HeKoTOpble OOHapy>KeHHbIE
orpaHMYeHUs MpUMEHEeHUs xuTto3aHa B KO mpwu
CO3JaHUM TOKPBHITUI, €r0 aHAJIUTUYECKUE BO3-
MOXHOCTU H3Yy4YeHBl HEIOCTaTOYHO, YYMTHIBAs,
YTO HaJIWYME MHOTOUYMCICHHBIX XUPaJIbHBIX LIEH-
TPOB MOXET O00eCHeuyuTh eMy (PYHKIMU XUpajb-
HOTO CEJIEKTOpa aHAJIOTUYHO APYTUM YIJIeBOIaM
[27, 28] mpum pasnmeneHUM SHAHTUOMEPOB OMO-
JIOTMYECKN AaKTUBHBIX coemuHeHuM. Tak, HU3-
KOMOJIEKYJISIDHBIA BONOPACTBOPUMBIA XMTO3aH
HCITOJTb30BaH B coctaBe PD coBMeCTHO ¢ (2-TUI-
POKCHUITPONWI)-P-UUKIoAeKCTpUHOM [29] 1 ape-
momunuHoM [30] mng siekTpodopeTHdecKoro
SHAHTUOpPA3IENIEHUS psga apoMaTUUECKUX KHUC-
JIOT U Ipo(dEeHOB.

Llenp HacTOSIIETO UCCIEOIOBAHUS — ITOIYYCHUE
(pusnyeckn amcopOMpPOBAHHOIO IMOKPHITUSL HAa OC-
HOBE BBICOKOMOJICKY/IIPHOIO XHTO3aHAa CO CTe-
MEeHbI0 JealleTUIUpOoBaHUS 95 %, BBHISIBICHUE €ro
AHAIMTUYECKNX BO3MOXHOCTEM IIpU OIIpeAeIeHUN
AHAJIMTOB Pa3JIMYHOM IIPUPOABI, a TAKXKe COIIO-
CTaBJICHHE TIOJYYCHHBIX 3JEKTPODOPETUISCKUX
mapaMeTpoOB pa3lIeeHUs C IIOKPHITUEM Ha OCHOBE
IIMPOKO MCIOJIb3yeMOI0 KAaTHOHHOIO IIOJHIJIeK-
TPOJIUTA TMOJU(INAJUIMUIINMETIIIAMMOHUMA XJIOPH-
na) (IIJAJIMAX) [31—34], akTMBHO TIpUMEHSIEMO-
TO IPU CO3TaHMU MHOTOCJIOMHBIX ITOKPHITUIL B KO
[34—41].

XKYPHAJI AHAJTUTUYECKON XUMUU

JIMAMUAIHBIM ITOKPBITHEM. Pe3yapraTel 3JeKTpo-
dopeTuuecKux 3KCIEpUMEHTOB 00pabdaThiBaaIu
C KCIIOJIb30BAHUEM IIPOTrPaMMHOIO OOeCIIeUeHUS
Dnpdopan (Jliomake, Pocens).

CHUMKU BHYTPEHHEH MOBEPXHOCTH KBapIie-
BBIX KaIIMJUISIPOB ITOJyYai METOIOM CKaHUPYIO-
meit ayeKTpoHHONM MuKpockonuu (CHOM) ¢ moMo-
mbio cucteMbl Zeiss Merlin (I'epmaHust).

Cpencrsa m3mepeHusi U JIONOJHUTEIbHOE 000-
pyaoBanue: aHanuThdeckue Bechl Shimadzu AUW
(Shimadzu, Smouwms), memonuszatop AKBUIIOH
I 301 (AkBuioH, Poccus), pH-merp HI 2210-2216
(Hanna, Urtanus), ynerpa3BykoBast BaHHa Cargup
TTH (PMO) (Poccus), nenrpudyra Eppendorf
5430 (I'epmanmst), mynabTu-BopTekc V32 (Biosan,
JlatBusT), MexaHMYECKHE MMKPOMO3aTOPHI IIepe-
MeHHoro oobeMa eMK. 1—20, 20—100  100—1000,
500—5000 Mk (Sartorius, I'epmanHust)

Pearentsl. [vnpoxkcun HaTpus 4. 1. a. (PeaxumM,
Poccus), comstras kucnora oc. 4. (Peaxum, Poc-
cus), 6opHas KkuciaoTa oc. 4. (Peaxum, Poccust), Lie-
tunTpuMeTiamMmonuii opomun (IITAB) (Sigma-
Aldrich, CIIIA), MeTtaHon IS TpagUeHTHOMN
BO2XKX (Xummen, Poccust), alleTOHUTPII TSI Tpa-
mueHTHo BOXKX (Xummen, Poccust), mumerni-
cyabdoxkcun (Sigma-Aldrich, CIIIA), 6eH3oliHas
kucyota (BK) 4. 1. a. (Sigma-Aldrich, I'epmaHust),
IBYHATpUEBasl COJIb ATWICHINAMUHTETPAYKCYCHOM
Ne 1
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kuciaothl (Na,DJITA) (Sigma-Aldrich, CILIA), nu-
runpodocdar HaTpUS ABYBOIHEIN X. 4. (PeaxmM,
Poccus), austanonamun (JIDA) (Biochem, ®pan-
nus), xmopun Hatpust (Sigma-Aldrich, CIIA),
TpUuC(TUAPOKCUMETHIT)aMUHOMETaH (TPUC)
(Sigma-Aldrich, CIIA), d¢docdhopHas Kuciaora
x. 4. (Peaxum, Poccus), ykcycHasg Kuciiora X. 4.
(PeaxnMm, Poccus), (2-TUapOKCHUTIPpOTIN)-[-111-
kinonekctpud (I'TI-B-LJT) ¢ M, = 1396 (TCI, Sno-
Hus), P-mukinogekctpuH (B-II) (Sigma-Aldrich,

CHIA), BankomMuumHa Tuapoxyiopun (Sigma-
Aldrich, CIIIA).
Monmudukanyuio BHYTPEHHE  IOBEPXHOCTU

KBapLEBhIX KaNWUISIPOB OCYLISCTBIISIIIA C UCIIOJb-
3oBanuem IIJAJIMAX c M, 200 000—350 000,
20 mac. % B Bone (Sigma, CIIIA); BEICOKOMOJIEKY-
JIIPHOTO XUTO3aHA CO CTEIEHbIO AealeTIMPOBa-
Husa 95% (kat. No BD120608) (BLD pharm, I'epma-
HUS).

CranaapTel, MCHOJbL3OBAHHBIE /i TNPHIOTOB-
JIeHHsl MOIENbHBIX cMeceil. KapOonogvie Kucaomot:
1IaBeJieBasi, MypaBbUHAasl, BUHHAsI, s10JIOUYHAs, JIU-
MOHHasl, THTapHasi, MOJIOYHAsI, YKCyCHasI, IIPOIIHO-
HoBas, MacnstHad X. 4. (Peaxum, Poccns).

Amunoxucaomur (Sigma-Aldrich, CIIA): L-de-
nwiananuH (Phe), >98% BOXX; D,L-tuposun
(Tyr), >98% BDXX; D,L-tpunrtodan (Trp), >98%
BOXX; 3,4-murunpoxkcudenmwiananud (DOPA),
>98% TCX.

Kamexonamunw (Sigma-Aldrich, CILA): moda-
muHa ruapoxiopun (DA), >97% BDXX; snunHed-
puna runpoxinopun (E), >98%; HopsnuHedprHa
runpoxiopun (NE), >97% BD2XKX; Hopmeranedpu-
Ha runpoxiaopun (NMN), >98%; 3-MeToKCUTHpa-
muH (3-MT), >97%.

Jlexapcmeennvie  eewjecmea  (Sigma-Aldrich,
CIIIA): (+)-mpompaHojoia ruapoxjaopun, >99%;
(%)-coramonma rumpoxiopun, >98%; (£)-kapse-
onon, >98% BOXX; (+)-ubympoden, >99%;
(*)-keronpodeH, >98%; S-kerompodeH, >98%;
(%)-keropoinak, >98%.

IIpuroroBiieHne pacTBOPOB. KoHUeHMPUPOBaHHble
pacmeopul kapbonoswix kucrom (10 Mr/mn 1maBene-
BOI, MypaBbUHOI, BUHHO, 10I04HO, TMMOHHOM,
STHTAapHOM, MOJIOYHOM, YKCYCHOI1, IMPOIIMOHOBOIA,
MACJISTHOI) TOTOBMJIM IIyTEM PACTBOPEHMSI TOUHBIX
HaBECOK B JEMOHM30BAHHOI BOIE B IJIACTUKOBBIX
npobupkax Thita dnmeHgopd emk. 1.5 mi, 3arem
THIATEJIBHO TepEeMEeIMBAIN IO MOJHOTO pacTBOpe-
HUSL.

Konuenmpuposannvie pacmeopvt  AMUHOKUCAOM
(10 mr/mn Phe, Tyr, Trp. DOPA), kamexosamuros
2 mr/Mn DA, E, NE, NMN, 3-MT) u B-6aoka-
mopoé (2 Mr/MJ1 KapBeauioJja, IIpoIpaHoJIona, Co-
Taj0j1a) TOTOBWIM CIIEAYIOIIMM 0Opa3oM: TOUHbBIC
HaBECKM BHOCWJIM B IIACTUKOBEIC MPOOMPKM TUIIA
ArmeHgopd eMk. 1.5 M, pactBopstin B 0.1 M cond-
HOI KUCJI0Te, IIepeMeIlINBaIu 10 TIOJIHOTO PaCcTBO-
peHusl.

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

Konyenmpuposanusie pacmeopvt HecmepouodHbix
npomusosocnasumensvhsvix cpeocme (2 Mr/mia udy-
npodeHa, KetompodeHa, KeTopoiaka) TOTOBWIN
IIyTeM PacTBOPEHMSI TOUHBIX HABECOK B METAHOJIE.

IlonroroBneHHBIE PACTBOPHI XPAaHWIN B MOPO-
3mIbHOM KaMmepe Tipu —20 °C.

Pabouue pacmeopsr cMeceli aHAIUTOB 3aMaHHO
KOHIICHTpAIIMM TOTOBIIIM IIyTeM pa30aBiIeHUS KOH-
LIEHTPUPOBAHHBIX PACTBOPOB B TpeOyeMoe KOJIH-
YecTBO pa3 ACMOHM30BaHHOI Bomoil. Mx xpaHWIu
B XOJIOMMWIbHUKE IIpH +4 °C B TedeHNE HEMEN.

IIpuroToBieHue pacTBOpPOB MOAM(MPHKATOPOB.
Pabouuii pacmeop xumoszama ¢ KOHIIEHTpalueit
0.1 mac. % TOTOBUIU B IIJIACTMKOBOM MIpOOGUpKE
tina dnneHgopd eMmk. 1.5 Ma myrteM pacTBOpe-
HUS TOYHOII HaBECKM XMTO3aHAa B TpeOyeMOM 00b-
eMe 1 %-Hoil YKCYCHOII KUCIOThI. BeloepXuBanu
B ¥Y3-0OaHe B TeueHME 5 MMUH U IlepeMellrBalIu
C IIOMOIIIBIO CUCTEMBI BOPTEKC 3 MUH IO IIOJIHO-
ro pacTBopeHUs IojamMmepa. I[IpuUTroTOBICHHBII
pacTBOpP XMUTO3aHA OKa3ajcs JOCTATOYHO BSI3KUM,
IMO3TOMY €ro pa30aBiisuiv B IBa pa3a 1 %-Hoii yK-
CYCHOI1 KMCJIOTOM 1 MCIIOIb30BaJIN Jajee I MO-
nndUKaIuy BHYTPEHHNX CTEHOK KBapIlEBOTO Ka-
MUJIIsIpa.

Pabouuii pacmeop ILIIAJIMAX c maccoBoi1 noneit
0.2 mac. % TOTOBUJIM B MEpPHOI KOIOe eMK. 5 M
IyTeM pa30aBlieHUs] TOYHBIX HABECOK CIICAYIOIINX
kommoHeHToB: 0.0500 r 20 %-Horo (1o Macce) pac-
tBopa I[TIJJAJIMAX, 0.0121 r TPUC, 0.0434 r NaCl
B 0.5 M1 0.1 M HCI. ITony4yeHHBI pacTBOpP JOBOAU-
JIX IO METKH TeMOHN30BaHHOU BOIOM.

Ilpucomoeénenue pacmeopos ¢hoHoGvIX 31€KMPO-
aumos. J1nsT McciaemoBaHUS 3aBUCHMOCTH CKOpPO-
cti DOII Ha XUTO3aHOBOM MOKPHITUY B TMana30He
pH 2.0-7.0 ®D rorosunu ¢docdarHbie pacTBOPHI
cJIeAyIolM 00pa3oM: B MEPHBIX KoJI0ax eMK. 50 M
pacTBOPSUIM TOUYHBIE HaBeCKU auruapodocdara Ha-
TpUs B 35 MJI 1eMOHU30BaHOI BoAbI U foBoaviav pH
no Tpedyemoro 3HaueHus 1 M H;PO, unu 1 M pac-
tBopoM NaOH. Takum 00pa3oM roTOBMJIM KOHIIEH-
TpUpPOBaHHBIE (oCPaTHBIE PACTBOPHI CICAYIOIINX
koHueHTpauuii: 0.2 M ¢ pH 2.0; 0.6 M ¢ pH 4.1;
0.5McpH 5.6;0.1 M ¢ pH 7.0. ®oHoBBIE 251eKTPO-
JINTHI TIOJyYaJIM IIyTeM pa30aBlieHUsI KOHIIEHTPU-
POBaAHHBIX PAacTBOPOB C 3adaHHBIM 3HadeHueM pH
JIEMOHU30BaHHOU BOAOK B TpebyemMoe KOJIUYECTBO
pa3 Tak, 4ToObl 3HAYEHUE TOKA ObUIO COMOCTABUMO
(32—34 MxA). Mapkep DOIT — 0.05% (110 06BeEMY)
numetuicyabgokcuna (JIMCO).

Onekrpodoperndeckne mnoaBkHocTH DOII

(Uson) PACCUMTHIBAIM O (hOPMYJIE:
ls@d)'lo6m

, 1
tson U M

e L, — AMMHA KalUJUIApa A0 sS4YeiKn JeTEKTH -
pOBaHUs, CM; [, — OOLIas IJIMHA KaWLIsAPpa, CM;
tson — Bpems murpauuu DOII, ¢; U — Hampske-
Hue, B.
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Ina pazneneHnss KApOOHOBBIX KMCJIOT Ha HEMO-
KPBITOM Kanwiuisgpe ucnob3oBaiu OB crenyiolie-
ro cocrasa: 10 MM BK, 1 MM DJTA, 10 MM JIDA,
0.5 MM LTAB u 0.2 06. % meraHona. Ha momucdu-
LIMPOBAHHBIX KaIlWLUIIpax pasaejeHue IIPOBOMU-
i B @B, comepxaniem 10 MM BK, 1 MM DTA,
10 MM DA 1 0.2 06. % meTanomna [39].

4 pa3zneneHns aMUHOKHUCIOT M KAaTeXOJIaMK-
HOB uctonb3oBam 10 MM docdaTHbIit OydepHBIii
pactBop ¢ pH 2 (moBenennsiii 1 M H,PO,).

[nsa pasneneHys SHAHTUOMEPOB JIEKAPCTBEH-
HBIX BEIIEeCTB MpUMeHsIN ochaTHbie OydepHbIe
pacTtBopsI ¢ KoHneHTpamusgsmu 10—50 MM ¢ pH 2.0,
4.2,6.4,7.0,7.4. unu aueTaTHO-aMMUAYHBIii Oydep-
Hbli pactBop ¢ pH 4.3. B coctaB @D BBOIMIN XUTO-
3aH B KoHueHTpauuu 0.01 mMac. %, a Takxke BTOpOit
xupanbHbIii cenexkrop (I'TI-B-LI, B-LI 1, BaHKoMuI-
IWH) B quara3oHe KoHueHTpaumii 0.25—5 MmM. g
W3MEHEHUS TUAPOPOOHO-TUIPODUIIBHOTO OanaH-
ca B coctaB ®D BBOOMUIN METAHOJ U alIETOHUTPUI
B KoHLeHTparmu 5—20 06. %.

VYenoBus dopvupoBanus ¢usnyecku aacopoupo-
BAHHBIX NOKPBITHI CTEHOK KBapIEeBOr0 KammLIApa.
Ilooeomoexa kanuanspa k pabome. HoBbwIii KBap-
LIEBBI KaIlWUISIp MOCJIEIOBAaTeIbHO IIPOMBIBAIN
aneronutpmwiomMm (10 muma, 1000 MG6ap), menoHU-
3oBanHoM Bomoit (10 muH, 1000 Mbap), 0.1 M HCI
(10 muu, 1000 wmbGap), IEeMOHM30BAHHOI BOMOM
(5 muu, 1000 m6ap), 0.5 M pacrBopom NaOH
(30 mur, 2000 M6ap) M CHOBa IEMOHM30BAHHOMN
Bomoit (10 mwmu, 1000 m6ap). KoHTpomamupoBamm
ckopocth DOII ¢ ucronp3oBanneM B KadectBe PO
10 MM 6GopartsbIil OydepHBIil pactBop ¢ pH 9.3
M IIPOMBIBAJIN KaIlWJLISIp B TedeHue 10 MUH IenoHu-
30BAHHOI BOIOM.

ITlokpeimue na ochose xumosana. Kamuuisip Mo-
IU(ULPOBAIN II0 CXeMe, OIMMCAHHOII B paboTrax
[20, 22], ¢ HEKOTOPBIMKA M3MEHEHUSIMU: KaTTILISIP
IIPOMBIBAJIM PACTBOPOM XMTO3aHA B TeUeHUE 15 MUH
M OCTaBJISUIM B KOHTakTe ¢ HUM Ha 10 MuH. 3aTem
MIPOMBIBAIM TEMOHM30BAHHOW BOIOIl B TeYCHUE
10 muH. IlokpeiTie crabummsupoBamn B 10 MM
docharaom pactBope (pH 2.0) mpm Hampske-
aum +10 kB B Teuenne 10 muH. 3ateM M3MepsUTH
Uson B (DOHOBOM DBJIEKTPOJIUTE TOIO XK€ COCTaBa
npu — 20 xB.

Ilokpoimue na ocnose I[IJAJIMAX. Kanuisip
MOIUGUIIMPOBaIN COIVIACHO pa3pabOTaHHOM pa-
Hee cxeme [38]: mepem Mommdukammeir pacTBop
IMIAJIMAX BeimepXxuBann B Y3-0aHe B TedeHUE
5 MHUH 1 TIepeMEIINBaJINA C IOMOIIBIO CUCTEMBI BOP-
TeKC 5 MUH. Jlajee IMOArOTOBIEHHBIM PaCTBOPOM
MPOMBIBAIM KalWUIAp B TeyeHue 60 MMH, 3aTeM
npoMbiBaim 10 MUH JeMOHM30BAaHHOI BOIOW IS
yoajeHus HU3IUIIKOB mnoimMmepa. Cradmim3aluio
NoKpeITUSA 1 n3mepenne DOIT mpoBoagnian B yciio-
BUSIX, AaHAJIOTUYHBIX IPUBEIESHHBIM UISI XUTO3aHa.

OneHkKa CcTaOMJIBHOCTH TNOKPBHITHI NpH BO3-
JeCTBHM PAa3JIMYHBIX PACTBOPOB M OPraHMYECKHX

XKYPHAJI AHAJTUTUYECKON XUMUU

pacteoputeieii. MoauuIIMpoBaHHbIC KaIWJUISIPHI
MOCAeA0BATEIbHO MPOMBIBAIM B Te€YeHUE 15 MUH
Pa3IUYHBIMKA PACTBOPUTEIISIMH B CIIEAYIOLIEi IO-
CJICMOBATEIBHOCTH: AalleTOHUTPUI — METaHONI —
AMCO — 0.1 M pactBop NaOH — 0.1 M HCI. ®ux-
cupoBaiau BpeMst mMurpanun DOIl 1o mpoMbIBKHI
PaCTBOPUTEIISIMU U IIOCIIE.

Crenenb nuaMeHeHnss DOI1 (%) paccuuThiBaIu
o popmyiie:

Ison —Ison
%I/I3MeHeHI/I}I = H;CHe 19 %100 %, (2)
DO0IT no

TA€ t50m 0 — BPEMS Murpaumu DO0I1 no o6padboTku,
MUH; a 500 nocre — BPEMS Murpanuu D011 mocie 00-
pabOTKM COOTBETCTBYIOIIMM PacTBOPUTEIEM, MUH.

YcaoBusi mpoBedeHMsi  3JeKTpPodopeTHIeCKUuX
3KCIepUMEeHTOB. MoenbHbBIe CMECH aMUHOKHC-
JIOT, KaTeXOJaMWHOB M JIEKAPCTBEHHBIX BEIIECTB
Ha HEMOKPBHITOM KaIWUISIpe pas3fesisuii IIpU Ha-
npsekennn +20 kB; Ha MommduImpoBaHHBIX Ka-
nusipax — npu Hanpsokenun —20 kB; pa3nenenne
CMecH KapOOHOBBIX KMCJIOT TaKXKe IPU HampsoKe-
aum —20 kB. Temneparypa TepMocTaTUpOBaHUS —
20°C; nmnmuHa BOJHBI JETEKTUPOBAHUS IJIST BCEX
a"HauToB — 230 HM; BpeMsI TUAPOIMHAMUYECKOTO
BBOJA MPOOBI BapbUpoBaiM B nuana3oHe 2—50 c;
JaBieHue BBoga mpoosr — 30—100 mOap.

PE3VJIBTATbI U UX OBCYXAEHUE

Hcxonst u3 CTpyKTyphl XUTO3aHa, MOIU(MDUKALIIS
MOBEPXHOCTH KANWLIApa IpHU pa3neIeHUN aHaIH-
TOB B yciaoBusx KB mMorma 66l 06eceynTh caemyio-
e 3¢ deKThI:

— 3a CYeT IIPOTOHUPOBAHMUS aAMMHOTPYIII
B KMCJIOM Ccpeae U BBICOKOI MOJIEKYJISIPHOM MacChl
MOJIEKYJIbI XUTO03aHa C(OPMUPOBAHHOE ITOKPBHITHE
Ha MOBEPXHOCTU KaIMJUISIPa TOJIKHO TeHEPHUPOBATh
obpamieHHbI (aHogHbI) DOII, 9TO, B CBOIO OYe-
penb, IMpeaoTBpaIIaeT COpOLMI0 OCHOBHBIX aHAJM-
TOB M CIIOCOOCTBYET pOCTY 3 DEKTUBHOCTH pa3ie-
JICHUS;

— HaIMIue MHOXECTBAa (PYHKIIMOHAIBHBIX
rpymnn (aMUHO- U TMIPOKCH-) B COCTABE XMTO3aHa
MOXET CIIOCOOCTBOBATh YBEIMUCHUIO CEICKTHMBHO-
CTU pasmeicHus OIpPEeIsIeMbIX COCOUHEHUI II0-
CPEICTBOM DPa3IMYHBIX B3aMMOICHCTBUI C aHAJIM-
TaMu;

— XWTO3aH, B COCTaB€ MOJEKYJIbl KOTOPOTO
MMEEeTCsI MHOTO XMPaTbHBIX IEHTPOB, MOXKET BBICTY-
IIUTH B KA4eCTBE XMPAJIBHOTO CEIEKTOpa IIPH pasie-
JICHUY SHAHTHOMEPOB JIEKAPCTBEHHBIX BEIIICCTB.

Ha ocHoBaHMM mepedyrCIeHHBIX BBIIIE OXU-
naeMbIX 3(p(PEeKTOB HCCIeOOBAHNE AaHATUTUICCKUX
XapaKTepUCTUK MOHOCJIOHHOTO XMTO3aHOBOTO IIO-
KPHITUS 1 COIIOCTaBJICHNE C IIOKPBITHEM Ha OCHOBE
IMOAIMAX BKII04a10 HECKOJIBKO 3TaroB:

— mnocrtpoenue 3asucumocTtt DOIT ot pH ¢po-
HOBOI'O 3JIEKTPOJIMTA M KOHTPOJIb CTaOMIBLHOCTHU
Ne 1
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c(OpMUPOBAHHBIX TOKPHLITHUI TTpU 00pabOTKe pas-
JIMYHBIMM PACTBOPAMU M OPraHUYECKUMM PaCTBO-
pUTEIISIMU;

— comnocTaBiieHne 3(P(HEKTUBHOCTA U CENIeK-
TUBHOCTU pa3deieHUsT OCHOBHBIX M KMCJIOTHBIX
AHAJIMTOB Ha C(hOPMHUPOBAHHBIX TOKPBHITHUSX;

— BBISIBJIEHNE BO3MOXHOCTE XMTO3aHA B Ka-
YeCTBE XMPAJIbHOIO CEIEKTOpa, B TOM YHCIIE U B CO-
CTaBe IBOMHBIX XMPAJbHBIX CHUCTeM (paclIMpeHHe
XUPaJIbHOTO OKHA) IIPH pa3deIeHUH SHAHTHOMEPOB
JIEKapCTBEHHBIX BEIIIECTB.

3aucumoctu DOII or pH Ha cdopmupoBan-
HBIX MOKPBITHAX HA OCHOBE XHTO3aHA M KOHTPOJIb X
cradbmipHocTH. POpMUpPOBaHUE MOKPBITUSL HA OC-
HOB€ KAaTMOHHOIO IIOJIM3JIEKTPOJIUTA MOJIKHO CO-
MIPOBOXIATHCS M3MEHEHHUEM IOBEPXHOCTHOTO 3a-
psima KBapleBOTO KaIlWLIIpa M, CJEIOBaTElIbHO,
BEIMYMHBI U HAIIPaBJICHUS 3JIEKTPOOCMOTHUYECKO-
ro ToToKa (Ha HeMOIn(PUIINPOBAHHOM KaITHJLISIpe
peructpupyercs Karogubiii DOII). Ha Bemmuuny
DOII BAULIOT MIOTHOCTH MTOKpBITUS U pH ¢oHo-
BOTO DJIEKTPOJIMTA, a Bocmpom3BoguMocTth DOII
OT aHanm3a K aHanuay B ®D, He comepKaIliM MO-
nuuKaToOp, SBISETCS ITOKa3aTeleM CTa0MIbHOCTU
nokpelTsa. Ha Kammmisgspax, MonudUIIMpoBaHHBIX
XWUTO3aHOM, BBEISIBUJIA 3aBUCUMOCTH cKopocTi DOT1
ot pH donoBoro snexrponura (puc. 1): mpu yBe-
mmyennn pH ckopocte DOIl ymenbmaercd. Ilo-
CKOJIbKY xuTo3aH npu pH > 6 (pK, ~ 6.3) He MoXeT
00eCIIeunTh OTPULIATEIbHBIN 3apsia, TO HaJIMJUE
HopManbHOTO (KatogHoro) DOIT nmpu pH 7 moctu-
raercsl Onaromapsl TUCCOLMALIMKA OCTATOYHBIX CH-
JIAHOJIbHBIX TPYIIII Ha IIOBEPXHOCTH KaIWJUIsIpa.

A Ha mokpeiTin Ha ocHOBe TTJAJIMAX n3meHeH1e
3apsiga MOBEPXHOCTU Kalmwisgpa B auama3zoHe pH
oT 2 1o 10 He HabOmoOgaeTCcsd BOBCE, UTO yKa3bIBAET
Ha (opMHpOBaHME TIOTHOTO CJI0ST MOAM(PUKATO-
pa, MakKCUMAaJIbHO 3KPAaHUPYIOLIETO CHJIAHOJBHbBIC
TPYIIIBI TOBEPXHOCTH Karmwuispa [39].

Hamuuue cnost xuro3aHa rnociie MoauGpUKaIuu
HE3aBUCHUMO MTOATBEPIUIN METOIOM CKAHUPYIOIIEH
BJIEKTPOHHON MUKpocKormu (puc. 2). YcTaHOBU-
JIN, 9TO TOJIIIMHA TTOKPBITUS cocTaBiseT 45—70 HM
(puc. 26), a oxpeitTusg Ha ocHoBe ITJIAJIMAX —
15—20 am (puc. 2B).

OLeHUI CTaOMIIBHOCTh IMOKPBLITHII B TeYeHUE
nHg (n = 10), Ipu OJTATEILHOM WCITOJIB30BaHNH
W TIpU BO3ICUCTBUU pa3IUYHBIX OPTraHUYECKUX
pacTtBopureicii. B xauecTBe KpuUTepusi MCIIONb30-
BaJIM OTHOCUTEILHOE CTAHAAPTHOE OTKJIIOHEHHUE (S,)
BpEMEHM MUTpALMK U cTereHb ndMeHeHuss DOII.
Huxe npuseneHbl 3HayeHus s, (%) BpeMeH MU-
rpanuit DOI1 Ha MOKPHITUSIX Ha OCHOBE XMTO3aHa
u [IJAIMAX (P =0.95):

XurosaH n=10;19% |n=47;7.6 %\n=28; 4.3 %*
. n=>53;1.5%n=6;,3.8%
TUIAIMAX |n = 10:0.29 %"~ ", (3]

*s, OT KalmWIIsipa K Kanwuisipy.

B Ta6a. 1 npuBeaeHbl 3HAY€HUSI CTENIEHU U3-
meHeHus DOIl Ha MOKPHITUSIX HA OCHOBE XUTO-
3ana u [JJAJIMAX. Usmenenue ckopoctu DOII

Hoon X 10%, eM’/B-c

pH donoBorO A1MekTponmTa

Puc. 1. 3aBucumoctu anexrpodoperndeckoii moasuxkHoct DOTI (Uyo;) oT pH hoHOBOTO 2n18KTpONUTA: [ — HETTOKPBITHII
Kamuuisap; 2 — Kanuuisip, MmoguduumrpoBaHHbiil [TJTAJIMAX [39]; 3 — Kanwuiap ¢ MOKPHITUEM Ha OCHOBE XMTO3aHa.
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Puc. 2. COM-cHUMKHY TTONIEPEYHOTO Cpe3a Kanmuuisipa ¢ TOKphITHEM (a), (0) Ha ocHoBe xuto3aHa u (B) IITAIIMAX, nony-
YeHHBIE TIPU Pa3IMYHOM YBEJIMYEHUH C MacITabHOI puckoii: (a) 2 MkMm; (0), (B) 200 aHm. [Tpubop: Zeiss Merlin, uzodpaxe-

HUE BO BTOPUYHBIX 3JICKTPOHAX.

TaﬁJmua 1. 3HayeHUd CTETIeHN U3MEHEHMS SJICKTPOOCMOTHUYECCKOTI'O ITOTOKA HAa IMOKPBITUAX HAa OCHOBE XMTO3aHa

v TIIAZIMAX
PactBopuTens Xurosan THAZIMAX
T50M 10 MMH | T50m noczes MUH | UI3MEHEHUE, % | f50m 100 MUH | 3001 nocres MUH | MU3MEHEHUE, %
ALIETOHUTPUI 6.78 6.77 —0.2 7.00 7.05 0.7
MertaHon 6.77 6.80 0.4 7.05 6.99 -0.9
AMCO 6.80 6.86 0.9 6.99 6.39 —8.6
bactbop 6.86 6.89 0.5 6.39 6.65 41
0.1 M HCI 6.89 7.03 2.1 6.65 6.63 —-0.4

MOXET CBUIETEILCTBOBATh KaK O pa3pylleHUHU
MOKPHITUSI, TaK U B ClIy4ae MOJIUMEPHBIX MOIU-
¢ukaTopoB 00 M3MEHEHWU KOH(POPMAIUU WJIN
TOJIIIMHEI CJI0S MMOJIMMepa Ha CTeHKaX Kalujuispa.
Cnenyer OTMETUTh, YTO 00a IOKPBITUS SIBIISIIOTCS
JOCTAaTOYHO CTAaOMJIbHBIMH, ITOCKOJIBKY BpeMeHa
murpanun DOI1 nmpakTnyeckn He MEHSIOTCS TIpU
JJINTETHbHOM MCITOoIb30BaHUM (Tadin. 1). YcraHo-
BWJIM, YTO IIOKPBHITME Ha OCHOBE XUTO3aHa SIBJISI-
eTcs1 0oJjiee YCTOMYMBBIM IO OTHOIIEHWIO K Aei-
CTBUIO Pa3JIMYHBIX PACTBOPUTEICH M IIO3BOJSET
MIPOBOIMUTh aHAIU3bl B (DOHOBBIX BJIEKTPOJIUTAX
C UX BBICOKMM COAEpXaHHEM, YTO BaxXHO IIpH
KOHTpOJIe TUIAPOPUIBHO-TUAPO(POOHOTO OamaHca
B CHICTEME.

IIpumenenne cHOPMHUPOBAHHBIX MOHOCJIONHBIX
NOKPBITHI ISl pa3jielieHuss OPraHMdecKHX KHCJIOT,
AMHHOKHCJIOT M KartexojamMuHoB. Panee [39] uc-
MBbITaHBl (PU3NMYECKU amcopOMpOBaHHBIE ITOKPBI-
Tusl Ha ocHoBe ITJTAJIMAX mipu pasaeiaeHuu op-
TaHWYECKUX KHCJIOT, IIO3TOMY Ha MIpHUMEpe 3THUX
aHAJIUTOB B IIEPBYIO OYepedb MCCIeq0BaIN aHAIM-
TUYECKNE BO3MOXHOCTY MOKPHITHS HA OCHOBE X1-
TO3aHa.

XKYPHAJI AHAJTUTUYECKON XUMUU

IIpu pasmeaeHMM OPTraHUYECKMX KMCIOT 3¢-
(beKTUBHOCTB Ha IBYX pa3HBIX IIOKPBITUSIX COTIOCTA-
BUMa (puc. 3, Tabi. 2), B To BpeMs KaK pa3pelieHne
R, aHaIMTOB Ha XUTO3aHOBOM MOKPBITUY IIPUMEPHO
B 1Ba pa3a Boeimie, yeM Ha [TJIAJIMAX. Takoit a¢-
(hexT MOoXeT HAOII0IAThCS U3-3a TOTO, YTO TIPU OH -
HaKOBOM 3HayeHuu pH reHepupyemblii XUTO3aHOM
DOII cnabee: BpeMeHa MUTpPALIMA OPTraHUYECKUX
KHCJIOT YBEIMYMBAIOTCS M CEIEKTUBHOCTD pa3ene-
Hus pacteT. [To 3HaueHUsIM TpeaesioB OOHapyxKe-
Hus (IIO) KUCIOT MOKPBITHE Ha OCHOBE XUTO3aHa
He3HauuTenbHO yerymaeT [TJJAJIMAX (tab6i. 2).

Omnpenenenue sI0JJOYHON (MayaT) M JTMMOHHOM
(IIMTpaT) KUCJIOT Ha C(POPMUPOBAHHBIX ITOKPHITHASIX
3aTPyIHEHO HAJOXEHNEM CUCTEMHOTIO ITHMKa.

D PEKTUBHOCTh IKPAHUPOBAHUS OCTATOUHBIX
CIJIAHOJIBHBIX TPYIII Ha MOBEPXHOCTU KaNWLIIpa
MOXHO OLIEHUTh IIPU pa3dejIeHUN OCHOBHBIX aHa-
JIMTOB B Kucioi cpene. Tak, mpu pH 2 ¢oHOBOTO
3JIEKTPOJIMTA Ha HeMOIU(ULIMPOBAHHOM KaIIUJUIS-
pe i1 KaTeXOJaMUHOB M aMMHOKMCJIOT 3HAYCHMS
9O@PEKTUBHOCTH ¥ CEIEKTUBHOCTUA pa3ielIcHUs
CYLIECTBEHHO HIDKE, YeM IOJIyUeHHBbIE Ha 00OMX
chOopMUPOBAHHBIX MOKPHITUAX (puc. 4, TabI. 3).

Ne 1
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2.6 7

—_
—_ [ee)

Tlornomenne, mAU

3.1 4.1 5.1 6.1 7.1
Bpewms, mun

Puc. 3. DnekrpodoperpaMMbl MOAEIBHOM CMECH OPTaHUYECKUX KMCIIOT: (a) Kanuuistp, MmoauduumpoBaHHbiii [TIAIMAX;
(6) kanuyuIsap, MOTUGULIIMPOBAaHHbI XMTO3aHOM. DOHOBLIH 21eKkTpoauT: 10 MM GeH3oliHas kuciota, | MM DIATA, 10 MM
JIDA. MonenbHast cMech KapOOHOBBIX KMCIIOT 25 MKT/MII: 1 — 11aBenieBasi, 2 — MypaBbuHasi, 3 — BUHHasl, 4 — TMMOHHasl,
5 — ab6m1o4yHasi, 6 — MOJIOUHas1, 7 — SHTapHas1, § — yKcycHasl, 9 — mpornuoHoBasi, /0 — MacisiHasl.

Ta6mua 2. 3navyenus apdexkTuBHoCcTU (N), paspemneHus (R,) 1 peneaoB oOHapyKeHUsI KaApOOHOBBIX KUCIIOT,
JOCTUTHYTBIX HA UCCIISAYEMBbIX IIOKPBITUSIX

87

AHATUT N, THIC. T. T. R, I10, MKT/MIT
IMIAIMAX XUTO3aH MIAIMAX XUTO3aH TMIAJIMAX XUTO3aH
IllaBeneBas 117 42 2.5 6.1 0.74 0.96
MypaBbuHas 163 236 1.9 4.4 1.27 1.50
BunHag 205 97 — — 0.82 0.63
MoJouyHast 450 477 2.6 6.8 0.79 1.02
AnrapHas 492 427 7.8 16.0 0.43 0.60
YKcycHast 231 325 7.2 13.4 0.61 0.77
[TponroHoBas 193 218 0.9 1.9 0.72 0.88
MacnsiHas 182 225 — — 0.74 0.91
- _ 4
0.5 (a) 1.2 it (6)
o '
< 4 0.4 - 567 8 9
g 14 -
g" + ] 4 T ]
£ 876 5 N 044 o 15 20
S 15 ‘J\r' 367 89
g 124 1
=
*2 T 1 72 T 1 r 1
7.5 12.5 17.5 8 10 12//16 21
Bpewmsi, mun Bpewmsi, mun

Puc. 4. DnexktpodoperpaMmbl MOIEIbHOI CMECU aMMHOKUCIIOT M KaTexolaMuHOB (50 MKT/Mi): (a) HeMOoau(pUIIMPOBaH-
HbII Kamwuisip; (0) Kamuuisip, MOTMGULIMPOBAHHBINA XUTO3aHOM; (B) Karmuuisip, Moauduuuposanubiii [IIAJIMAX. ®o-
HOBBIN aeKkTpoiuT: 10 MM ocdaThbiit 6ydepHsbiit pactBop ¢ pH 2.0. Ananutel: 1 — DOPA, 2 — Tyr, 3 — Phe, 4 — Tip,
5—E,6—NMN, 7— NE, &§— 3-MT, 9— DA.

XKYPHAJI AHAJTUTUYECKOM XUMUHU  Tom80 Nel 2025
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Ta6mua 3. 3navyeHus apdexkTuBHOCTH (N) M paspenreHus (R,) aMUHOKHCIIOT M KAaTEXOJIAMUHOB, TOCTUTHYTHIC

Ha pa3jIMYHbIX KalmnJrgpax

N, THIC. T. T. R,
AHanur
nemonuduumposannbiii | MIAIMAX | xurosan | Hemommduumposanubiii | TJAIMAX | xutosan
DOPA 63 228 193 1.7 0.8 0.9
Tyr + Phe 53 140 162 4.0 1.3 2.1
Trp 68 183 187 33.2 22.4 30.2
E 64 138 95 1.4 2.1 2.0
NMN 96 126 98 1.2 2.1 1.8
NE 115 134 113 2.1 39 3.5
3-MT 80 148 84 1.2 2.7 2.5
DA 85 114 85 — — —

Kak u ciaemoBaio oXXumaTh, IIOKPHITUE HA OCHO-
Be [IJAJIMAX (puc. 4B), cogepxaiiee B CTPYKType
AMMOHUIHBIE KaTWOHBI, obecrieuymyio 3¢ PEeKTUB-
HOCTb IIpUMEPHO B 1.5 pa3a BbIIIIE, YeM XUTO3aHO-
BO€ IOKPHBITHE C IIPOTOHUPOBAHHBIMU aMUHOTPYII-
namu (puc. 40).

Takum o6pa3oM, MOKPBLITUE HA OCHOBE XUTO-
3aHa IpY pas3nejeHMd aMUHOKKUCIIOT, KaTeXxoJIaMU-
HOB M OPTaHMYECKMX KHUCJIOT HE3HAYUTEIBHO YCTY-
nmaeT B 3G (EKTUBHOCTH, IIPU 3TOM pa3pelleHHE,
KaK MPaBWIO, BHIIIE 10 CPABHEHUIO C IMMOKPBITUEM
Ha ocHoBe [TIHAJIMAX. DTo yKa3sIBaeT Ha JOIOJI-
HUTEIbHBIE B3aUMOINEHCTBUSL MEXIY aHaJIUTaMu
M IIOBEPXHOCTHIO MOTU(PUIIMPOBAHHOIO XUTO3aHOM
Kanujuisipa, KOTOPbIe IIPUBOMST K YBEIUMUYCHUIO CE-
JIEKTUBHOCTU pa3IeIecHUs.

Bo3MO0KHOCTH XHTO3aHA B KayecTBe XHPAJIbHO-
ro ceaekropa. B otiuune ot ITJTAJIMAX, xuto3an
001amaeT MHOXECTBOM XUPAIbHBIX LIEHTPOB U MO-
JKeT BBICTYIIaTh B KAYECTBE XUPAIBHOIO CEIeKTOpa.
Cepusl 5KCIEpMMEHTOB BKJIIOYAja BBISIBIICHHE BO3-
MOXXHOCTE 3HAHTUOMEPHOTO pa3IeICHUS:

— Ha MOIMMUIMPOBAHHBIX XWTO3aHOM Ka-
MUJUISIPax;

— C UCIIOJIb30BaHUEM XUTO3aHa B cocTtaBe PO,

— TIIpUMeHeHue (PU3MUYEeCKU aJcopOMpOBaH-
HBIX ITOKPHITUIM Ha OCHOBE XMTO3aHA B COYETAHUU
C NPYIMM XUpPaJIbHbIM CEJIEKTOPOM B (HDOHOBOM
3JIEKTPOINTE (IBOMHBIE XMPaJIbHBIE CUCTEMBI).

B xayecTBe aHanIMTOB BBHIOpAIM palleMaThl Jie-
KapCTBEHHBIX BEIIECTB. [3-010KaTophl (IIpoIpa-
HOJIOJI, COTajIoON M KapBEeOWIOJI) U HEeCTepOUIHEIC
MIPOTHUBOBOCHAIMTENbHBIC CpeacTBa (KeTompodeH
M KETOpoJiaK, uoyrnpodgeH).

Breroop pH ®BD gaBnsercs BaxHeieit 3amadeit
MpY pa3geieHNd SHAHTHOMEPOB OMOJIOTMYECKU

XKYPHAJI AHAJTUTUYECKON XUMUU

akTuBHBIX BelecTB. [Ipu pH < 6 mokpeiTE HAa OCHO-
BE XMUTO3aHa 3apsDKeHO MOJIOKUTEIBHO, [3-010KaTo-
PHI TaKXKe HaXOMSATCsI B KATHOHHOI (hopMe, ciienoBa-
TeIbHO, B3aMMOACHCTBUE C XMPAJTbHBIMU LIEHTPaMU
OTPAaHMYCHO 3JIEKTPOCTATUYESCKUM OTTAJIKWBAaHU-
eM. B ciygae KMCIIOTHBIX aHAJIUTOB — IIPO(EHOB,
Hao00pOT, MOXeT HaOJIOAAThCSI CUJIbHASI COPOLIS
Ha TIOBEPXHOCTH MOAUGUIMPOBAHHOTO KaIlWI-
qsipa. Ilo 3Toif MpUYMHEe ITOUCK YCIOBUM XHUPAallb-
HOTO pazneieHus npoBomwin B @D co 3HaueHHEM
pH, 61u3kuM K HeliTpanbHOMY. B 3TOM ciydae, Kak
MOKa3aHOo BHIIIIE, HAOIIOMAETCS CIAOBI KaTOMHBII
DOI1 n aHaIMTB MUTPUPYIOT IIPAKTUIECKH 34 CUET
COOCTBEHHBIX 2JIEKTPODOPETUISCKUX TMOABUKHO-
CTEH.

Ha xamwmgpax, MomupUIMpOBaHHBIX XU-
TO3aHOM, B YKa3aHHBEIX YCJIOBUSIX HE ITOCTUTHYTO
pasnelieHre SHAaHTUMEPOB [3-0J0KAaTOpOB U IIPO-
(eHOB, MO3TOMY IIST YBEIMYCHUS KOJIMICCTBA aK-
TUBHBIX ILIEHTPOB XWTO3aH HE3aBUCHMO BBOIWIIN
B cOoCTaB (DOHOBOTO 3JICKTPOJMTA C PA3TAYHBIM
pH (0.01 mac. %). I1pu 3TOM CeNeKTUBHOCTH pas3-
JelieHus1 KeToposiaka u ubynpodena (pH 6.4) Bos-
pociia, omTHaKO Hajau4yue xuro3aHa B MO He mpuBe-
JIO K pa3fesIeHUI0 SHAHTUOMEPOB 3TUX COCAUHEHUIN
(puc. 56, 60).

IMocneqHuii aTan McciaenoBaHUS BKIIOYAT U3Y-
YeHHe MOKPBITUI Ha OCHOBE XWTO3aHA B JBOMHBIX
XUpaNbHBIX cucTemax ¢ ydactuem I'TI-B-LIJ1, B-L1/1
¥ BaHKoMuIIMHA B coctaBe M. Ilpu paszneneHun
[}-610KaTOpOB B KadyecTBE BTOPOIrO XHUPAIbHOIO
cenekTopa mcroiab3oBamm I'TI-B-1LI [42—44], Ko-
TOpPBII BBOIWIN B coctaB PBD. Ha Hemonuduimpo-
BanHoM Karmuisipe ¢ I'TI-B-1I B @D HabmomaeTcs
YacTUIHOE paslejicHue SHAHTHOMEPOB IIPOIIPaHO-
JIoJJa U KapBeAusoja, W MOJHOCTbIO OTCYTCTBYET
Ne 1
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Puc. 5. BaexrpodoperpaMMbl MOIEIbHOI cMecH [3-0JIOKATOPOB Ha pas3IWYHBbIX Kanujuisipax: (a)—(B) Kanmuuisip, MOIU-
(uLMpoBaHHBIN XUTO3aHOM; (T), () HeMOIMMUIIMPOBAHHBIN KAaMWIIAp; (€) Kamujuisip ¢ MTOKpbITHeM Ha ocHoBe TTJIAJI-
MAX. ®@oHOBBIi1 371eKTpoauT: (a), (r) 25 MM docdartHsblit 6ydephsiit pactBop (PBP) ¢ pH 2.0; (6) 25 MM ®EBP ¢ pH 2.0,

0.01 mac. % xuro3ana; (B), (), (¢) 25 MM ®BP ¢ pH 2.0, 5 MM I'TI-B-LIJ. Anaautel: 1 — coTanoi, 2 — MPOIpPaHOJIOoN,
3 — KapBeauJIOoI.

1.4 - 143 5 s
' @ /\ N\ 0.9 1 IR 28 2R
06 . T T T T 1
17 18 19 20 i 221 22
> 0.2 - 3 ()
E (©)
o -0.2 T ; T . { 1.2 . ) 55 T T )
B 3 4 5 6 7 8 22 26 30 41 45 49
% 32 7 1 O 8 -
2 .
= ® N\ F 18
S 24 - IR 252R
T T T 1 0.3 .
1.6 30 35 40 45 50
I 28 2R (e)
(r) .
0 8 T T T jr 70 2 T T 1
40 45 50 55 60 10 12 14 16
Bpewms, Mun Bpewms, Mun

Puc. 6. DaexrpodoperpaMMbl MOIEIBHON CMECH HECTEPOMIHBIX MPOTUBOBOCHAIMTEIBHBIX CpeAcTB (25 mkr/mi). Ka-
nenb-105M; Kanuwisip, MOIMGULIMPOBAHHBINA XUTo3aHOM. POHOBBIN 371eKTpOIuT: (a) 25 MM docdatHblil OydhepHbIit
pactBop (PBP) ¢ pH 6.4; (6) 25 MM ®BP ¢ pH 6.4, 0.01 mac. % xuto3aHa; (B) 25 MM ®BP ¢ pH 6.4, 0.5 MM T'TI-B-1I1;
(r) 25 MM ®BP ¢ pH 6.4, 0.5 MM B-LI1; (o) 25 MM OBP ¢ pH 4.2, 2.5 MM BankomuuuH, 10 06. % meTaHo:z1a; (€) HEMOIU-
duLrpoBaHHbIi Karmuisap, 25 MM ®@BP ¢ pH 4.2, 2.5 MM Baukomunud, 10 06. % mMetaHona. AHaIUTHL: | — KETOPOJIaK,
2 — xeronpogdeH, 3 — nbynpodgeH.
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90 KOJIOBOBA 1 1p.

pasnenieHre SHaHTUOMEpPOB coTajona (puc. 5m). ITo-
ckonbky ITJAIMAX 1 XUTO3aH TeHEepUPYIOT 00pa-
meHHbn DOII, TIponcXooguT M3MeHeHHE TTopsaKa
MUTpALMY S9HAHTHOMEPOB, UTO SIBJIIETCS OOJIbIINM
MPEVMYIIECTBOM IIPU ONpPEneIeHUU IIPUMECe Me-
Hee aKTUBHBIX R-n30MepoB Ha (poHE BHICOKMX KOH-
LEHTpauii S-u3omMepa. YCTaHOBUJIM, YTO XUTO3aH
B COCTaBe IBOHOI XMpaTbHOI CHCTEMBI 00eCTICU-
BaeT HAMOOJIbIIME 3HAYCHUSI CEICKTUBHOCTH pa3-
JIeJeHUsT SHAaHTHUOMepoB nporpanonona (o = 1.04)
n KapBenwmiona (o = 1.05). I1pn aToMm HabIIOIAIOCH
TaK:Ke YaCTUIHOE pa3aeIeHUue SHAHTUOMEPOB COTa-
sona (o = 1.02), KoTopoe He TOCTUTAIOCH B IPYTUX
BapraHTaxX: Ha HEMOIM(MUIIMPOBAHHOM KaIlMILISIpe
n Ha Kammursipe, TokpeitoMm [TJIAJIMAX (puc. 5).
DHAHTUOMEPHl  WACHTU(MULIHUPOBATIA  METOIOM
CTaHJApPTHOM 100aBKU.

IIpu pasmeneHMU >HAHTUOMEPOB HECTEPOMUII-
HBIX IPOTUBOBOCHAIUTEILHBIX CPEACTB B KAUECTBE
BTOPOTO XMPAJIbHOTO celekTopa paHee [45] BbwI-
apineHsl Bo3moxkHoct B-LJI, I'TI-B-LIJI n BaH-
KOMMIIMHA, HauOoJIee YacTO HCIIOJIb3YeMBIX IS
JaHHo# ueau. Hamu ycraHosiieHo, yto nipu pH 6.4
(boHOBOrO D3IIEKTpPOJIUTA HAOMIOMAECTCS pasielie-
HUE DHAHTUOMEPOB KeTromnpodeHa B IPUCYTCTBUU
B-LIA (puc. 6). B-LIJ un3 BbIOpaHHBIX XHUpPab-
HBIX CeJIEKTOpPOB Hambojee ruapodobeH, TMo3To-
My C ero ydactuem oOpasyloTcsli 0ojiee MpOYHBIe

1.6
(a)
2
1.2 4
0.8
0.4 1
iﬁ 0 o 23 T T T 1
= 0 10 20 30 40 50
E Konnenrpanus ®bP, MM
Z
& 41
(8)
3.2 A
244 2
1.6 -
0.8 - 1
0 T T

KOMIUIEKCHl — aHAJIMT-XUPAJbHBIN CEJIEKTOP, YTO
MPUBOIUT K pa3ie/IeHUI0 S9HAHTHIOMEPOB KEeTOIIPO-
(dena.

BankomuuuH 6iarogapst HaIU4uMIO B €T0 CTPYK-
Type KaK aMMHO-, TaK 1 KapOOKCUJIbHBIX TPYIII MO-
JKeT MCII0JIb30BAaThCS B BUIE HE3aPSDKEHHOTO WUTH 3a-
PSKEHHOTO XMPAJIbHOTO CeJIeKTOpa B 3aBUCHMOCTHU
ot 3HayeHus pH ¢oHoBoro 3nexkrponmTa. 1o atoit
NpUYMHE pas3deieHue SHAHTUOMEPOB MpPo(eHOB
He3aBHCHUMO ITpoBomwM Takxke 1pu pH ~ 4. Korna
MOKPBITHE HA OCHOBE XUTO3aHa 3apsKeHO ITOJIOXKM -
TEIbHO, BAHKOMMIIMH TaKXe MMEET ITOJIOXUTEIIb-
HBII 3apsi, B pe3yJIBTaTe BO3MOXKXHBI KOHKYPEHTHEIE
B3aMMOICHCTBUS C OTPHMIATEIbHO 3apsLKeHHBIMU
a"Haymtamu (pK, ~ 3.5—3.8). B skcnepumMeHTe Ba-
pbupoBanin npupony ®D (aueraTHO-aMMUAYHBINA
oydepusiit pactBop ¢ pH 4.3; docdarHbiit Oydep-
HEI pactBop ¢ pH 4.2), ero xonneHTpauuo (10—
50 MM), a Takke 106aBKy B @D opraHUyecKux pac-
TBOpUTEJIEH (aueTOHUTpuMI, MeTaHoit; 5—20 00. %).

[IpoBeneHHBIE 3JeKTPOPOpPETUUECKHE IKC-
TMEpUMEHTHI TTOKa3aiu, 4To B pochaTHOM Oydep-
HOM pacTBOpE IIPOMCXOOUT YaCTUUHOE pasaene-
HUE SHAaHTHOMEPOB KETOpoJiakKa, B TO BpeMsl Kak
B alleTaTHO-aMMUaYHOM OydepHOM pacTBOpe OHU
MUTPUPYIOT coBMecTHO. IlocTpounu rpadpuueckue
3aBUCHMOCTH pa3pelIeHUs] SHAHTUOMEPOB IIpode-
HOB OT cocTaBa (POHOBOTO 3jeKTpoinuTa (puc. 7).

1.3 -
© 2
1.1 4
0.9 A
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0.7 1
0.5 : y . .
0 5 10 15 20

Konnentpanus meranona, 06. %

Konnenrpauus ®bP, MM

0 1 2
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KonuenTpanus Bankomunnaa, MM

Puc. 7. 3aBucumoctu paspeuienust (R;) sHaHTHOMepOB (/) KeTopoiaka u (2) ketornpodeHa ot coctaBa POHOBOTO MEKTPO-
JIATa. YCIOBUS: KaMWLUISAP, MOTUGUIIMPOBAHHBINA XUTO3aHOM; (DOHOBBIH 3eKTpoauT: (a) 10—25 MM ®BP ¢ pH 4.2, 1 MM
BaHkoMuLnH; (0) 25 MM ®BP ¢ pH 4.2, 1 MM Bankomuiinx, 0—20 06. % metaHona; (B) 25 MM ®BP ¢ pH 4.2, 0—5 MM
BaHKoMULIMH, 10 06. % MeTaHOIa. AHANMUTHL: | — KETOpOJiaK, 2 — KeTonpodeH.
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OU3NYECKU AICOPBMPOBAHHBLIE [TOKPLITUA HA OCHOBE XUTO3AHA 91

CelleKTMBHOCTh pa3ielieHrs] YHAaHTUOMEpPOB aHa-
JIUTOB YBEJIMYMBACTCSI MPU IIOBBIIIEHUU KOH-
LIeHTpauy Oy(hepHOro pacTBOpa M Comep>KaHUS
BaHKoMuLMHa B @D, Takast 3aBUCUMOCTh 00YCJIOB-
JleHa cHmkeHeM ckopoctr DOl Ta B mepBoM citydae
¥ YBEIMYEHHEM KOJIMYECTBA XMPAIbHBIX LIEHTPOB
IUIST TUCKPUMMHAIIUY SHAHTUOMEPOB — BO BTOPOM.
Cpenu UCIIBITAHHBIX OPTaHUYECKUX PACTBOPUTEIICH
B coctaBe MBD MeTaHOI B OOJIBILIEH CTEIIEHU BIUSICT
Ha 3JeKTpodopeTnyecKre mapaMeTpbl MUIpALUU
SHAHTMOMEPOB, a MaKCHMaJbHbIE 3HAYeHHUs 3(-
(beKTUBHOCTU M CEIEKTUBHOCTHM pPa3IeIeHUs IIO-
CTUTHYTHI TpU ero KoHueHTpauuu B @D 10 06. %.
Haubosnbliee paspellieHue 3HAHTUOMEPOB KETO-
npodena (R, = 3.0) u ketopoiaka (R, = 3.0) Habt0-
JAJIOCh B CJIEAYIOIINX YCIOBUAX: 25 MM docdaTHBI
oydepusrit pactBop ¢ pH 4.2, 2.5 MM BaHKOMUIINH,
10 06. % meTaHona (puc. 61).

7151 BBISIBJIEHUSI POJIA IIOKPBITASI HA OCHOBE X1 -
TO3aHa IIPU XUPAJIBHOM pa3aeIeHNI SHAHTHOMEPOB
HECTEPOUIHBIX MPOTUBOBOCHAIUTEIbHBIX CPEICTB
COIIOCTAaBWJIM MUIPALMOHHBIE XapaKTePUCTUKH
AQHAJIMTOB, IIOJyYEHHBIE Ha IIOKPHITOM XWTO3aHOM
Kanuuisipe 1 HeMoIu(ULUMPOBAHHOM KaIWLIIPE,
C HUCIIOJb30BaHMEM BaHKOMMIIMHA B cocTtaBe DB.
YcTaHOBWIIM, YTO BAHKOMMIIMH B MOCJIEIHEM CIIy-
yae 00ecIIeYrBaeT B aHAJOTMYHBIX YCJIOBMSIX pa3ie-
JIEHV€ SHAHTUOMEPOB KETOpoJaKa M KeToIpodeHa
¢ paspeuieHneM 1.3 u 1.4 coorBeTcTBEHHO (pHcC. 61).

& 3k Xk

Takum o6pa3zoM, XxuUTO3aH 0Opas3yeT paBHO-
MEpHOE CTaOMJIbHOE ITIOKPHITHE Ha ITOBEPXHOCTHU
KBapleBoro Kkanuwusipa. Ilpu pasmeneHnnu aMmmuHO-
KHCJIOT, KaTeXOJaMMHOB U OPTaHUYECKUX KUCIIOT
copMHUpOBaHHBIE MMOKPHITUS HA OCHOBE XMUTO3aHa
He3HAYUTEJIbHO YCTYMAaoT B 3(P(PEeKTUBHOCTHA ITI0-
kpoitusim u3 I[TJAIIMAX, Ho obGecrieunBaloT dosee
BBICOKOE pa3pelleHne UCCIeAyeMBIX OMOI0TMIEeCKHI
AKTUBHBIX aHAJIUTOB. XWUTO3aH BHOCUT 3HAYUTE]Ib-
HBII BKJIaA B pa3le/ieHHe SHAHTHOMEPOB JieKap-
CTBEHHBIX BellecTB (TTpodeHOB 1 [-0JI0KATOPOB)
B IIPUCYTCTBHU B COCTaBe (DOHOBOTO 3JIEKTPOJIMTA
BTOPOTO XMpPaJbHOTO cejieKTopa (BaHKOMUIIMHA
n I'TI-B-110 cooTBETCTBEHHO).

OMUHAHCHUPOBAHUWE PABOThHI

MccnenoBaHue BBINOJHEHO HpU (DUHAHCOBOM
noagepxke Poccuiickoro HayyHoro ¢boHma, TpaHT
No 24-13-00378 (anexrpodopeTndecKre SKCIepH-
MeHThI), 1 CaHKT-IleTepOyprckoro rocymapcTBeH-
Horo yHuBepcutera, HUWP Ne 122040800256-8
(bopMupoBaHue M XapakTepusanus (U3MISCKU
afcOpOMPOBAHHBIX ITOKPBHITHII BHYTPEHHUX CTE-
HOK KBaplIeBOTO Kamujuisgpa). ODKCIEePUMEHTEI
MPOBEIEHBl C MCIOJb30BaHUEM WH(PPACTPYKTY-
pbl  Cankr-IleTepOyprcKoro rocymapCcTBEHHOTO

KYPHAJI AHAJIUTUYECKOM XUMUU  Tom 80 Ne |

yHHBepcutTeTa (Kadempa oOpraHMYECKON XUMUM,
smaboparopusl INIa3MOHHO-YCWJICHHOII CIIEKTPO-
CKOIIMM ¥ OWMOMMMIXKWHIA, PECyYpCHBIA IIEHTP
no HampaBieHuio “Hanorexnonornn”). Hukakmx
TMOIIOJTHUTEIBHBIX TPAHTOB Ha IIPOBENeHUE WU PYy-
KOBOJICTBO JAHHBIM KOHKPETHBIM HCCJIEHOBAHHEM
TOJIy4eHO He OBLIO.

KOH®JIMUKT UHTEPECOB

ABTOpBI JaHHOUW pabOThI 3asIBISIOT 00 OTCYT-
CTBUY KOH(IMKTA MUHTEPECOB.
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PHYSICALLY ADSORBED COATINGS BASED ON CHITOSAN
FOR ELECTROPHORETIC SEPARATION
OF BIOLOGICALLY ACTIVE SUBSTANCES

E. A. Kolobova* *, E. R. Ziangirova‘, E. V. Solovyova’, L. A. Kartsova“

48t. Petersburg State University, Institute of Chemistry
St. Petersburg, Russia
* E-mail: ekatderyabina@mail.ru

Abstract. Coatings of the inner walls of a quartz capillary based on cationic high-molecular chitosan with a
deacetylation degree of 95% were formed. The dependence of the electroosmotic flow rate on the pH of the
background electrolyte was studied, and the stability of the coating under the influence of various solvents was
assessed. The results were compared with another cationic coating based on poly(diallyldimethylammonium
chloride) (PDADMAC). It was shown that when separating amino acids, catecholamines, and organic acids,
the formed coatings based on chitosan are slightly inferior in efficiency to coatings made of PDADMAC,
but provide a higher resolution of the studied biologically active analytes. It was found that chitosan on the
inner walls of a quartz capillary promotes an increase in enantioselectivity in the separation of 3-blocker
enantiomers (carvedilol, propranolol, sotalol) in the presence of (2-hydroxypropyl)-B-cyclodextrin in the
background electrolyte, as well as non-steroidal anti-inflammatory drugs (ketoprofen and ketorolac) using
vancomycin as the second chiral selector.

Keywords: capillary electrophoresis, physically adsorbed coatings of quartz capillary walls, chitosan, chiral
separation.
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B BapuaHTe MOHO3KCKIIIO3MOHHOM XpoMaTorpaduu U3ydeHo XxpoMaTorpaduyeckoe yaepXKuBaHue Heii-
TPaJIbHBIX MTOJISIPHBIX (CIIMPThI, KETOHBI, KAPOOHOBBIE KMCJIOTHI, YIJIEBOABI M BEIIECTBA-IIOACIACTUTEIN)
1 B MIOHU3UPOBAHHOU (popMe (OTHO- U IBYXOCHOBHBIE OPraHWYECKNE KUCIOThI) COSMMHEHNI Ha KaTHUO-
HOOOMEHHBIX KOJIOHKAX, 3all0JTHEHHBIX CYJb(MUPOBAHHBIM MOJIU(CTUPOJI-AMBUHUIOEH30JIOM) CO CTeIle-
Hbto ciiuBku 8 % (Haytunyc D) u 10 % (CeBko AA). IIpu ucnonb3oBaHun 5 MM cepHOI KUCIOTbI
oIpenesieHbl TTapaMeTphl YASPXKUBAHUS COCTUHEHWI W MOJyYeHBl HOBBIE 3aKOHOMEPHOCTH, YTOUHSIO-
1€ MEXaHM3M YACPXKMUBAHMSI OPTaHWYECKUX KHMCJIOT B BapHaHTE MOHOIKCKIIIO3MOHHONW XpoMaTorpa-
¢dun. Haitmeno, 4To ynepXmBaHME BCeX M3YUYCHHBIX coenmHeHUM (logk’) mpsIMO MPOMOPIIMOHAIBHO
3Ha4eHUAM ruapopodHoctu (logP,,). IIpy 3TOM 3JIEKTPOCTATUYECKOE OTTAIKMBAHUE OPTaHUYECKUX

KHCJIOT OT CYTh(OTPYIIIT KATHOHOOOMEHHMKA CMEIIAeT 3aBUCUMOCTH logk’—logP,

» Ha GUKCHPOBaHHYIO

BEJIMYMHY, IPOTIOPIIMOHAIBHYIO YMCITY KapOOKCHIBHBIX TpyI. ITokazaHa BO3MOXHOCTb IIPUMEHEHUS
KOJIOHKM Sevko AA He TOIBKO 711 aMIHOKHUCIOTHOTO aHAIM3a, HO U JIJIT MIOHOKCKITIO3MOHHOTO XpOMa-
TOrpacrIeCKOro OMpeaesIeHUs] OPTaHNISCKUX KMCIIOT M CITMPTOB B 00pasiiax CIOKHOIO COCTaBa C OTHO-
BPEMEHHBIM CIIEKTPODOTOMETPUUECKUM U pe(PaKTOMETPUICCKIM ACTEKTUPOBAHUEM.

KioueBsie ci10Ba: MOHO3KCKITIO3MOHHAS XpoMaTtorpadusi, CyabhOoKaTUOHOOOMEHHUKM, CITMPTHI, Kap0o-

HOBBI€ KHNCJIOTbI, KETOHBI, YITICBOALI.

DOI: 10.31857/50044450225010095 EDN: abdfki

HMonoskckimo3nonHas xpoMartorpadus (MDX)
SIBJISIETCS  yOOOHBIM METOIOM OIHOBPEMEHHOIO
OIlpeAeNICHUs] M pa3neieHus TMOJISIPHBIX BOmOpac-
TBOPUMBIX COCAMHEHMI, TAKMX KaK HU3KOMOJIEKY-
JISIpHBIE OPTAaHUYECKHNE KUCIOThI, CITUPTHI, KETOHHI,
aJIbIETUIbI, YIJIIEBOIBI U HEKOTOPHBIC APYTHE KIACCHI
COeNVMHEHUI, MpU aHaJIM3e IHUIIEBBIX ITPOIYKTOB
n HarmTKoB [1, 2]. Kak mpaBmio, mist pa3nencHus
HCIIOJIB3YIOT CUJIbHOKMCIOTHBIE KATUOHOOOMEHHHU -
KM, TaKue KaK CYJIbMUPOBaHHBIN IO (CTUPOI-I1-
BuHmiI0eH301) (IIC-IIBB) ¢ HU3KOII CTeNeHbIO
cluBKY (4—8 %), mMamMeTpoM 4acTull oT 5 10 10 MKM
¥ MOHOOOMEHHOI €MKOCTBIO OKOJIO 3—5 MO3KB/T.
B xauectBe amoeHTOB B UDX MCTTONB3YIOT BOLY MJITHN
pa3baBlIeHHBIE PACTBOPHI CHILHBIX KACIOT (0OBIU-
HO cepHoi) [3] mim cmadbIx KUCIOT [4] ¢ no6aBKaMu
OpTraHMYECKMX PacTBOpUTEINel (alleTOHUTPUII, alle-
TOH, METaHoJI, 3TaHoJ) [5]. Takke M3BECTHO MpPU-
MmeHeHue B MOX kapookcmmmpoanHoro [1C-JIBb
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[6, 7], cynb(PUPOBAHHOIO CBEPXCIIMTOIO MOJIUCTU-
pona [8, 9], MmomudumpoBaHHOTO cunukaress [10]
¥ HEKOTOPHIX IPYTUX COPOSHTOB.

BrIcokasi celeKTUBHOCTh pa3neieHusI, HU3Kas
TOKCUYHOCTb DJIIOCHTOB, HEBBICOKAsl CTOMMOCTH
aHaImM3a SIBISIIOTCS BaXHBIMU IIPEUMYIIECTBAaMU
MNDX B cpaBHEHNM ¢ XpoMaTorpadueit Tmapodrib-
HEBIX B3anMozaeicTeuii (XI'B), koTopas Takxke IITH-
POKO HCIHOJNB3YeTCS I pa3deeHUsI U OIpeaee-
HUS TIOJSIPHBIX coemuHeHuii. Ciemyer OTMETHTD,
4yto B cliydyae XI'B 0ObIYHO MCIONB3YIOT DJIIOEHTHI,
conepxamue 10 85—95 00. % TOKCUYHBIX pacTBO-
puTeneil alleTOHUTpMIIa U MeTaHoma [11, 12] wmm
CJIOXHBIE CMECH OpPraHMYECKHUX pPacTBOPUTEIICH
n Bonnl [13, 14].

C npyroit crtopoHBI, K Hemoctatkam MBOX
MOXHO OTHECTM 3HAuYMTeJIbHOE yIaepXHBaHUE
IJIMHHOLEIIOYEYHBIX M apOMaTUYECKUX KUCIOT
3a cueT ux B3ammoneiicteus ¢ I1C-JIBb-marpuiieit
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nonooMeHHukoB [12, 15]. C UDBX coBMecTUMBI
pa3IuYHbIE CIOCOOBI METEKTUPOBAHUS: KOHIYK-
TOMETPUUECKOE, CITEKTpO(pOTOMETpHIECKOe, ped-
PaKTOMETPHUYECKOE,  MacC-CIEKTPOMETPUUIECKOe
M JETEKTOP 3apsLKEHHBIX a3P030JIeH.

CrnenyeT OTMETUTD, UTO CynbdupoBaHHbIi [1C-
JBB ¢ HecKoJIbKO 00Jiee BEICOKOU CTEIIEHbIO CIITUB-
ku (10 %) MKMPOKO UCITONBL3YETCS B KIACCUYECKOM
aMUHOKHCIOTHOM aHanm3e [10], uyTto memaeT BO3-
MOXHBIM €To TpuMeHeHue B 1OX.

ILlenp maHHOII pabOThl — U3y4yeHUE U CpaBHE-
HUE 3aKOHOMEPHOCTEH YIep:KUBaHUS Pa3IMIHBIX
KJIaCCOB ITOJISIPHBIX COETMHEHMI (CIIMPThI, KETOHHI,
KapOOHOBBIE KUCJIOTHI M YITIeBOIBI) MeTomoM MHOX
Ha ABYX CyJb(POKATMOHOOOMEHHMKAX Ha OCHOBE
I1C-JIBb B H*-(popme ¢ onmmHAKOBOIT MOHOOOMEH-
HOIl €MKOCTBIO, HO C Pa3HOM CTEINEHBIO CIIMBKU
M OLIEHKA BO3MOXHOCTH UX IIPUMEHEHUS IJIs OIIpe-
JeIeHNSI KapOOHOBBIX KMCJIOT Y CIIMPTOB B CJIOXKHBIX
110 COCTaBY 00BEKTaX, TAKMX KaK ITMBO M SI0JOYHBII
cuap. Ocoboe BHUMaHMe yIeAeHO N3yYeHUIO MeXa-
HU3Ma YAePKUBaHUS HEUTPATbHBIX 1 MOHOTEHHBIX
MOJISIPHBIX OPTaHUYECKUX COSIMHEHUIN B YCIOBUSIX
NOX.

OKCITEPUMEHTAJIbHAA YACTb

Pearentbl. B KauecTBe MOIEIbHBIX BEIIECTB HUC-
MOJIb30BAIM TIOJIIPHBIC COCIMHEHMSI HECKOJBKUX
KJIacCcOB, BKJIIOYAsl CIMPTHL: H-IIPOIIAHOJ, H-OyTa-
HOJ, 6mop-0yTaHOJ, mpem-0yTaHOJ, W300yTaHOI,
M30IIEHTAHOJI, H-TIEHTAHOJI, IIponaHauo-1,2, mpo-
nangnon-1,3, oyrananon-1,3, oyrauguon-1,4 x. 4.
(PeaxuMm, Poccmst), meranon (Merck, I'epmanus,
> 99.97 %), sranon (Depeitn, Poccusi, > 95 %),
n3onpomanon (Merck, I'epmanusa, > 99.9 %), stu-
genrmukonb (Fluka, IMIBeitnapusa, > 99 %), ou-
stuneHnmmkonb  (KommonenTt-Peaktus, Poccns,
99.5 %), TpusTUneHIIUKOIb (KoMmoHeHT-PeakTus,
Poccus, 98.5 %), terpastunenmmikons (TCI, fmo-
Hus, > 95 %); anpouThl: IMLEepuH X. 4. (Peaxum,
Poccnst), sputputr (DopDrops, Poccust); KeTOHBI:
alleTOH, METWJISTUIKETOH, METHUIOYTUIKETOH, Me-
TUIN300yTUIKETOH X. U. (Peaxum, Poccust), nuatui-
keToH (Sigma-Aldrich, CILA, > 99 %), opranuue-
CKUe KUCIOTHI: IIABEJIEBYI0, BUHHYIO, JUMOHHYIO,
S0JI0UHYI0, (DyMapoByIO, SIHTAPHYIO, aaUIIMHOBYIO,
MYpPaBbUHYIO, YKCYCHYIO, MACJISIHYIO0, BaJlepMaHO-
By10 X. 4. (PeaxuMm, Poccnst), ackopounosyio (TCI,
Anonus, > 99 %), mmokcunosylo (Sigma-Aldrich,
CIIA, > 99 %), rmukonenyio (Sigma-Aldrich, CILA,
> 99 %), monounyio (Cowo3 PeaktuB, Poccus,
> 95 %) u npormoHoByio (Kemukan JlaitH, Poccus,
> 99.5 %); caxapa: L-(+)-apabunosy, D-(+)-dpyk-
to3y, D-(+)-nmoko3y, D-(+)-ManbTro3y MOHOTHIpAT
X. 4. (Peaxum, Poccus); D-(+)-kcumosy (Merck,
I'epmanus, > 99.97 %), mansroTpuosy 4. n. a. (ICN
Biomedicals, CIIIA), waymuH (Molecularmeal,
Kwuraif) ¥ BelllecTBa-IONCIACTUTEIN: CYKpPao3y
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(Spirulina Food, Poccus), pebaynmosun A (CteBus
I'pyrn, Poccust, 98 %).
Hns IpuroTroBiieHUWS pacTBOPOB aHAJIUTOB
M 3JII0€HTOB UCIIOJIb30BAIM IEMOHN30BAHHYIO BOLY
(IToptnab, Poccust) 1 cepHyto KuUcIotTy (Ypaaxum-
uHBecT, Poccus).
Amnapatypa. Mcnonbs3oBanu xpomarorpad Xpo-
maT3K-Kpucramn BO2XKX 2014 (Poccust), BKimodaro-
IIMii mera3aTop IMOABIKHOM (pa3bl, HACOC BBICOKOTO
IABIICHUSI, TEPMOCTAT KOJIOHOK, CIIEKTpO(OTOME-
TPUYECKUIT 1 pePpPaKTOMETPUICCKUN HTETEKTOPHL.
Pesynbratel 0oOpabaThiBai C HKCIOJb30BAHUEM
OporpaMMHOro obOecriedeHus1 “XpomaTakK AHalu-
THK 3.17.
Wzygamm xpomarorpaduyeckme KOJOHKH, 3a-
nonmHeHHBIe cynbpupoBaHHeIM [1C-IBb B H*-
dbopme:
« CeBko AA (CeBko u Ko, Poccus), pasmep
200 X 4.6 MM, auaMeTp 4yacTul, 7 MKM, CTe-
neHb cimBku 10 %, o6MeHHast eMKOCTb 4.6—
5.0 M3KB/T;

« Hayrmnyc UD (buoXummak CT, Poccus),
pasmep 150 X 4.6 mm u 200 X 4.6 MM, qua-
MeTp yactull 10 MKM, cTeleHb cIuBKU 8 %,
0oOMeHHast eMKOCTb 4.6—5.0 M2KB/T.

Bce pasnmeneHus mpoBOIWIM C MCIOJIb30BaHU-
eM 5 MM cepHOIi KMCJIOTHI B KQUeCTBE MOABUKHOMI
(asb1 mpu 06BeMHOI ckopocTu 0.45 mur/MuH. [lepen
WCITOIb30BaHNEM TIOABIDKHYIO a3y (HILTPOBAIN
yepe3 MeMOpaHHBIN (DMILTp M3 HEiIoHa C aua-
metpoM 1op 0.45 MxMm. O6BeM MpPOOBI COCTABIISIT
20 M1, PaznmeneHnst mpoBOIMIIM TIPU TEMIIepaType
xpoMaTorpaduueckoit komoHku 80 °C, a KioBeTy
pedpakromeTpa TepMocTaTupoBany pu 55 °C.

IIpuroroBienne oOpa3noB s aHaam3a. Ku-
Kne ob6pasusl (KBac, MABO, CUApP, PAcCoJ) Tpen-
BapUTEIbHO (UIBTPOBAIM Yepe3 MeMOpaHHBII
¢msrp ¢ mmameTpoM 1op 0.45 MKM, AerasupoBain
0 UCYE3HOBEHUS MEHBI M Pa30aBIIsUIA B BJIIOCHTE
B 10 pas.

WccnegoBanue 1moBepXHOCTU copbObeHTa. Mop-
¢omormro ToBepxHOCTM copbenTa Hayrumyc-UD
W3y4aand C IIOMOINbIO CKAHMPYIOIIEeH 3JIeKTPOH-
HOII MHUKPOCKOIIMY Ha 3JICKTPOHHOM MUKPOCKOIIE
Hitachi Tabletop Microscope TM3030Plus (Hitachi,
Japan) ¢ HampsckeHuneM 15 kB Ha yckopsromem
3JIEKTPOIIE.

PE3VIJIBTATBI U UX ObCYXIAEHUE

Mexanu3m ynepKUBAHUS TOJISIPHBIX COPOATOB
B MOHOIKCKJIIO3UOHHOW xpomatorpadum. Ynepxu-
BaHUE MOJSIPHBIX COPOATOB HA MOJIMMEPHBIX CYJb-
(oKaTUOHOOOMEHHMKAaX B  MNPOTOHUPOBAHHON
dopme ompenensgercss KOMOMHAIMEA HECKOJIbKUX
(hakTOpOB, BKIIOYAIOLIMX SKCKIIO3UI0 JlOHHaHa,
ruapodobHoe B3anMopeiicteue ¢ [1C-IBb-maTpu-
el copbeHTa, 9KCKII3MIO 1O pa3Mepy U 3JeKTpo-
CTaTUYECKOE B3aMMOIEUCTBUE C CYJIb(POrpyrmnoi
Ne 1

ToM 80 2025
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[15—17]. Bxiam Kaxkooro U3 3THX IPOIIECCOB B yIep-
>KMBaHWE 3aBUCUT OT MPUPOIbI Pa3ACISIEMbIX CO-
ENVHEHUM.

CornacHO Teopuu, TOHHAHOBCKASI 3KCKITIO3US
MOHOB SBJISIETCS OCHOBHBIM MEXaHU3MOM yIep-
xkuBaHust moHoB B MBOX. ImmparmpoBanHas Ka-
TUOHOOOMEHHAas CMOJIa 3a CYET OTPHULATE]bHO
3apsKeHHBIX (DYHKIMOHAIBHBIX TPYMII 00pasyer
TUMOTETUYECKYIO IIOJYIIPOHUIIAEMYI0O MeMOpaHy
(MeMOpana JloHHaHa), YCJIOBHO pa3acisIonyo
XKMOKYIo ¢dasy Ha aBe yacTtu. IlepBas gacTtp — 310
XKUAKOCTb MEXY YaCTULIAMM KATUOHOOOMEHHMKA,
a BTOpasi — XUIKOCTb BHYTPU YacTHUI CJTabOCIIM-
TO#t CMOJIBI. DTO MPUBOIUT K TOMY, YTO HEUTPaAJb-
HbIE MOJIEKYJbl IIPOHUKAIOT CKBO3b MeMOpaHy
W pacIpeneIssioTcs MeXIy IByMsI XXKUAKUMU (a3a-
MU U, CJIE€AOBATEIbHO, YIEPXUBAIOTCI B CJI0€ COp-
OeHTa. B To ke BpeMsl oTpuLIaTEeILHO 3apsi>KeHHbIE
MOHBI JIEKTPOCTATUYECKU OTTAJKMBAIOTCI OT Ofl-
HOMMEHHO 3apsiKEHHbBIX TPYMNIT KATUOHOOOMEHHU -
Ka u cinabo yaepxXuBamTCsl Ha KOJoHKe. YacTUUHO
MOHU3UPOBAHHbIE COEAMHEHMS C/1abo OTTaJIKMBa-
I0TCS1 MeMOpaHoit U MOTYT OBITh TTOJTHOCTBIO MPO-
TOHUPOBAHHI B KUCJION (pa3e KATUOHOOOMEHHUKA.
BpemeHa nx yaepXrBaHUS UMEIOT MPOMEXKYTOUYHbIE
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3HAYCHMUST MEXIY BpeMEHaMU YAEepPKMBAHMS TIOJ-
HOCTBIO MIOHU3MPOBAHHBIX Y HEHTPAJbHBIX aHAJIH-
ToB. Takum o0pa3oM, ydep>XUBaHUE COECAMHEHUS
3aBUCUT OT ero 3(p¢heKTUBHOro 3apsiga, KOTOpoe
OIIpENeIsIeTCS COOTHOIIIEHNEeM KOHIICHTpAllMii ero
MOHW3NPOBAHHON M HelTpaimbHOI dhopMm. Hampu-
Mep, B clIydyae OpTaHUYECKUX KUCIIOT MX YIEpPKU-
BaHUE CHIDXAETCS ¢ YMeHbIleHreM pK,, Torma Kak
MOJIHOCTBIO OUCCOLMMPOBAHHBIE HEOPTaHMYECKUE
KHCJIOTBI DJIIOUPYIOTCS Hepas3deIeHHBIMU B MEpPT-
BOM 00BeMe KOJTIOHKH [15—17].

CormacHo teopun MBX tuapodobHOEe B3a-
nMoaeicTBue ToNsIpHBIX copbatoB ¢ IIC-/IBb-
MaTpullel copOeHTa TIpeobnamaeT IJIST MOJIEKY,
comepXallux IIMHHYIO YIJIEPOTHYIO LEb WX apo-
MaTU4ecKylo cucremy. st Takux MoJjieKya Hab-
JmogaeTcss 0ojiee CHIBHOE yIOepXKUBaHME II0 CpaB-
HEHMIO C IIpearnojaraéMbIM MEXaHM3MOM HMOHHOI
BKCKIIIO3UM HOHOB. Tak, Hampumep, MJIMHHOIE-
noyevyHsie (ne > 3) anudaruyeckrue KUCIOTHl 00-
JagaloT OJM3KUMU MO 3HAYEHWI0O KOHCTAaHTaMU
auccoumanuu (Taba. 1), HO OHM 3HAYUTEILHO pa3-
JmyaloTcs no yaepxkuBaHuio B MUBX [17]. B sTtom
ciaydyae BKJIAm 92JIEKTPOCTATUYECKMX B3aMMOIECH-
CTBUII OCTaeTcsl IIOCTOSHHBIM, a yIaepXHUBaHHUE

Ta6mua 1. CBoiicTBa OpraHMIeCKMX KUCJIOT, MX YIePXKMNBAHNUE U CEJIEKTUBHOCTD pa3Ie/ieHUsT Ha KOJIOHKaX

CeBko AA 1 Haytunyc 1D
pK,® pK.,’ CeBko AA Hayrtunyc D
Kucnora logP,, (25 °C, (25 °C,
1=0) 1=0) Kk’ a Kk’ a
OIHOOCHOBHBIE KUCJIOThI
ImoxkcumnoBast - 3.46 - 0.43 - 0.61 -
IukoneBas —L11 3.83 — 0.78 1.81 1.03 1.69
MornoyHast —0.72 3.86 - 0.85 1.09 1.13 1.10
MypaBbuHas —0.54 3.75 — 1.05 1.24 1.29 1.14
VKkcycHas -0.17 4.76 — 1.21 1.15 1.50 1.16
IpornuoHoBast 0.33 4.86 - 1.59 1.31 1.95 1.30
Macnsnast 0.79 4.83 - 2.18 1.37 2.62 1.34
Banepuanosas 1.39 4.84 - - - 3.30 1.26
MHOTrOOCHOBHBIE KHCIIOTHI

IllaBeneBas — 1.25 4.27 0.07 — 0.11 —
JlnmoHHas — 3.13 4.76 0.26 3.71 0.37 3.36
Bunnas - 3.04 4.37 0.30 1.15 0.44 1.19
Sl6nounas —1.26 3.46 5.10 - - 0.63 1.43
SaTapnas —0.59 4.21 5.64 — - 0.99 1.57
®ymapoBast 0.46 3.02 4.48 - - 1.32 1.33
AIVTITHOBAST 0.08 4.42 5.42 — — 1.63 1.23

*3HavyeHus1 logP,, B3sThI U3 6a3bl naHHBIX EPA KOWWIN [18]; "3HayeHus pK, KucioT B3aThl 3 6a3bl naHHbIX NIST [19].
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Taomuna 2. YiepxXuBaHue U CEIEKTUBHOCTD pa3ieieHUs HEUTpaabHbIX HOJSIPHBIX OPraHUYEeCKUX COSAMHEHUI
Ha kojioHkax CeBko AA 1 Haytunyc UD

CeBko AA Hayrunyc 1D
CoenvHeHue logP,? fe, o o fe, & u
MWH MWH
OnHOATOMHBIE CITUPTHI

MeTtaHon —0.77 6.58 1.67 — 7.05 2.06 —

DraHon —0.31 7.46 2.03 1.21 8.08 2.50 1.22
M3onpomnaHon 0.05 8.20 2.33 115 8.99 291 1.16
Tpem-6yTaHon 0.35 8.77 2.56 1.10 9.75 3.24 .11
n-TlponaHon 0.25 9.39 2.82 1.10 10.15 3.42 1.05
Bmop-6yTaHon 0.61 10.81 3.39 1.20 11.85 4.15 1.22
H306yraHon 0.76 11.28 3.58 1.06 12.27 4.36 1.05
H-BytaHon 0.88 12.88 4.24 1.18 13.88 5.06 1.16
H3onenTanon 1.16 16.01 5.51 1.30 17.31 6.57 1.30
n-TleHTaHoM 1.51 19.76 7.03 1.28 21.07 8.23 1.25

MHoroatroMHbI€ CITUPTHI

DpUTPUT -2.29 4.07 0.65 - 4.43 0.92 -

Iuueprx —1.76 4.59 0.87 1.33 5.02 1.17 1.28
DTUNEHITUKOIb —1.36 5.47 1.22 1.40 5.95 1.58 1.35
JM3TUIEHTITNKOIb - 5.48 1.23 1.01 6.14 1.66 1.05
TpUATUIECHIITUKOND —1.75 5.51 1.24 1.01 6.30 1.73 1.04
TeTpasTUaeHIIMKOIb - 5.54 1.25 1.01 6.35 1.75 1.01
Iponananon-1,2 —0.92 5.74 1.33 1.06 6.38 1.77 1.01
IMponanauon-1,3 —1.04 5.89 1.40 1.05 6.56 1.84 1.04
byrananon-1,3 — 6.28 1.55 1.11 7.13 2.09 1.14
byranauon-1,4 — 7.03 1.86 1.20 7.98 2.46 1.18

KeTtoHbr

A1leTOH —0.24 7.75 2.15 — 8.27 2.58 —

MeTUIBTUIIKETOH 0.29 9.82 2.99 1.39 10.43 3.52 1.36
JI3TUIKETOH 0.99 12.74 418 1.4 13.44 4.82 1.37
MeTunu3o0yTUIKETOH 1.31 15.25 5.2 1.24 16.09 5.97 1.24
MeTrioyTHIIKETOH 1.38 18.74 6.62 1.27 19.41 7.41 1.24

Caxapa 1 noAcIacTUTeNu

Wnynun - 2.48 0.01 - 2.40 0.04 -

Mansrorprosa - 2.73 0.11 11.52 2.67 0.16 3.90
Marsro3a — 2.88 0.17 1.60 2.93 0.27 1.72
Imoxkosa —3.24 3.36 0.37 2.12 3.46 0.50 1.86
Kcunosa — 3.54 0.44 1.20 3.70 0.60 1.21
®dpykrTo3a - 3.56 0.45 1.02 3.72 0.61 1.01
ApabuHo3a — 3.78 0.54 1.20 4.01 0.74 1.21
Cykpanosza —0.51 4.17 0.69 1.29 4.68 1.03 1.40
PebGaynnosug A — 4.32 0.76 1.09 5.28 1.29 1.25

*3Hauenus logP,,, B3atel n3 6asel naHHbIX EPA KOWWIN [18] u pa6otsr [20].
XYPHAJI AHAJIUTUYECKON XUMUU ToMm 80 Ne 1 2025
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(logk’) mponopLMOHATIBHO A WIX TUAPOGOOHOCTH
(logP) (Tabmn. 1 u2)

DKCKIII031s 110 pa3Mepy OCHOBaHa Ha TOM, YTO
MOJIEKYJIbI C OOJIBIIIMM Pa3MEPOM XYK€ IPOHUKAIOT
B CMOJIy, KOTOpasl IPEACTaBIsIeT COOO MOPUCTYIO
TPEXMEPHYIO CETh. YACPXMBaHUE OIIPENeIsIeMOro
BellleCTBa ompenessaeTcsa paguycom CTokca U mpo-
HUIIAEMOCTBIO COPOEHTa, KOTOpasl 3aBUCUT OT CTe-
TeHM CIIMBKY 1 HAOyXaHUS MOJIMMEPHOI MAaTPUILIBL.
Yem MeHBIIIE CTeTIEHb CIIMBKM, TeM OOJbIle Ha0y-
XaeMOCTh U BBIIIIE IIPOHUIIAEMOCTh HOHOOOMEHHHU -
ka. CumTaercs, 4TO pa3aeleHHe caXxapoB IIPOMCXO-
JUT COINIAaCHO BKCKJII031M T10 pa3Mepy [5, 15].

JlonmoaIHUTEIbHOE B3aMMOASHCTBUE HENUTpalb-
HBIX COCOIMHEHUN C CymbGOTPYINOoi BO3MOXHO
¢ oOpa3oBaHMEM BOTOPOMHBIX CBSI3€il MJIU 3a CUET
JTUII0JIb-IUIIOJbHBIX B3auMoaeicTBuil. Takxke BO3-
MOXHa peajau3alysl paclpeneanTeIbHOIO Mexa-
HU3Ma MEXIY BONOii, CBSI3aHHOIM ¢ CyIb(pOTpyII-
MaM1 BHYTPU YaCTUIL CMOJIBI, ¥ TIOABVKHOM (pa3oit
BHE YacTHII COpOEHTa, YTO B OIIPEICICHHOM CTe-
IIEHU COOTBETCTBYEeT MEXaHU3MYy TUIPOMUIbHOI
xpomarorpaguu. B aToMm ciydyae aHaJIMTHI, B 4acT-
HOCTH YIJIEBOMbI, ASPKUBAIOTCS Ha CyJIb(UPOBaH-
HoM I1C-JIBb cornacHo nx rmapoduiabHOCTH [17].

XapakrepucTHKa COpPOEHTOB M KOJOHOK. Pac-
CMATpUBaId 3aKOHOMEPHOCTHU YAECP:KUBAaHUS pa3-
JIMYHBIX TIOJSIPHBIX COENMHEHWIM Ha KOJOHKAX
CeBko AA m Hayrunyc WD, 3amolHeHHBIX CYITb-
¢doxarmoHooomMeHHMKamMu Ha ocHoBe IIC-J/IBb,
MMEIOIINX ONMHAKOBYI0O MOHOOOMEHHYIO €MKOCTH
4.6—5.0 makB/T (B H*-bopme), HO pasHble Ooua-
meTp gacturl (7 1 10 Mkm) u crenieHb cmmBKu (10
u 8 %). MeptBoe BpeMsl OmpeAessid 10 BpeMme-
HU YyAepXVBaHUS CEPHOU KMCIOTHI, OHO COCTaBH-
70 2.46 1 2.31 MMH COOTBETCTBEHHO JUISI KOJIOHOK
CeBko AA n Hayrunyc D pmunoit 200 mm. Co-
IJIJACHO PEeKOMEHIAIMsIM IIPOU3BOAUTENEH, KOJIOH-
ka Hayrmnyc UD mpenmHasHadeHa miIst pasneiieHUs
MOJISIPHBIX coenmHeHniT MeTonoM MBDX, a KoiloHKa

CeBkO AA — I aMUHOKHMCJIOTHOIO aHaJIM3a.
Hns 3amoiHeHusT XpoMaTorpapuyecKux KOJOHOK
HCIIOIB30BAIM  MUKpOcheprIecKrue KaTHOHO00-
MEHHHUKHU C OOHOPOIHBIM pacIIpele/IeHUEeM JacTHIL
o pa3Mepy. Ha puc. 1 mpuBeneHa ¢ororpadust cop-
6enra Haytunyc UD ¢ mmamerpom dactun 10 MKM,
WITIOCTPHUPYIOIIAs. OTHOPOIHOCTh YAaCTHIL II0 pa3-
Mepy. DPGEeKTUBHOCTL TI0 CIUPTAM Ha KOJIOHKE
CeBko AA nocturaet 28 000 TT/M, a B cinygae Hay-
tiuryc U — 24 000 T1/M (Tabm. 3). CooTBETCTBEHHO
MpUBeACHHAsT BBICOTA, SKBMBAJICHTHAS TEOPETUIC-
ckoii Tapenke (ITBDTT), xapakrepusylomas Kade-
CTBO HaOUBKU KOJIOHOK, cocTaBirsIeT 5.1 u 4.1.

Wzygamm xpomarorpaduyeckoe yaepXKruBaHHUE
IIECTH TPYIII MOJISIPHBIX BOIOPACTBOPUMBIX Opra-
HUYECKNX COCOUHEHMW, BKJIIOYas ONHOATOMHEIC
CIIMPTHI (METaHOJI, 3TAHOJI, H-TIPOMNAHOJI, U30IIPO-
naHoja, mpem-0yTaHOJ, 6mop-0yTaHON, U300y-
TaHOJ, H-OyTaHOJI, WM3OIIEHTAaHOJI, H-TICHTAaHON);
MHOT'OQTOMHBIE CHUPTHI (3TUJICHITIMKOIb, TUITH-
JICHIJIMKOJIb, TPHUATWICHIIMKONb, TEeTPadTUJICH-
IJIMKOJIb, IIpomnaHauoj-1,2, mpomaHmuoin-1,3, Oy-
TaHanon-1,3, 6yrananon- 1,4, IIIALEpUH, SPUTPUT);
KETOHBI (alleTOH, METWIATUIKETOH, OTUATWIKETOH,
METWIN300YTIIIKETOH, METIJIOYTHIIKETOH ); ajarda-
THYEeCKUe KapOOHOBBIE KMCJIOTH (IaBeJIeBYIO, JIH-
MOHHYIO, BUHHYIO, SI0JIOUHYI0, (PyMapoByl0, STHTap-
HYIO, aIUIIMHOBYIO, IIMOKCUJIOBYIO, IJIMKOJEBYIO,
MOJIOYHYIO, MYPaBbUHYIO, YKCYCHYIO, IIPOIIMOHO-
BYIO, MacCJIsSIHYl0, BaJ€pHUaHOBYIO); YIJIEBOIbI (MHY-
JINH, MaJbTOTPHUO3Y, MaJbTO3y, INMIOKO3Yy, KCUJIO3Y,
(pykTO3y, apabrMHO3y) U BelleCTBA-MOACIACTUTENN
(cykpamosy, pedbaynnosum A).

JJ1st KaxKImoro coeqMHEeHUSI ITOIyYaId 3HaYeHIUS
BpPEeMEHU yaepxXuBaHUS (fz), akTopa yaepXKuBa-
HuA (k’), CENEKTUBHOCTHU pa3AeeHUs TT0 OTHOIIIe-
HUIO K MpeIplayeMy UKy (a), 3pPeKTUBHOCTH
(N), paspemieHust (R) U acCUMETPUU XpPOMATO-
rpapudeckux MUKOB (As), KOTOpblie MPUBEICHEI
B Tabm. 1-3.

Puc. 1. Mukpodororpaduu yactuir kKatnonHooobMeHHruka Hayrunyc UD.
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Tabmma 3. DpPeKTUBHOCTD, paspeiieHue 1 Ko3(GGUIMEHTB ACCUMMETPUM TTOJISIPHBIX OPraHUYECKUX COeTUHEHUI
Ha kojioHkax CeBko AA 1 Haytunyc UD

CeBko AA Haytunyc UD
CoenuHenue
N, TT/™M R, As N, TT/™M R, As

OnHOaTOMHBIE CITUPTHI
MertaHomn 23 600 — 0.66 18 200 — 0.43
DraHon 28 300 2.27 0.59 20 100 2.1 0.42
H3onpormaHon 24 600 1.72 0.6 19 200 1.68 0.49
Tpem-6yTaHon 20200 1.11 1.12 13 000 1.13 0.5
x-TIpomaHon 28 700 1.19 0.92 — 0.6 —
Bmop-6yTaHon 22 000 2.47 0.39 15 600 2.38 —
H3o6yTanon — 0.69 — — 0.56 —
H-BytaHon 25500 2.27 0.55 24 500 2.23 0.38
H3onenTanon 17 200 3.45 0.94 17 400 3.49 0.62
H-TlenTanon 19 700 3.19 0.74 23400 3.12 0.4

MHoroaToMHbIe CIIUPTHI
IunepuH 17 400 — 0.67 17 400 — 0.51
Oranauon-1,2 19 200 2.68 0.57 18 200 2.53 0.57
IMponanauon-1,3 20 500 1.13 1.04 16 800 1.37 0.76
Byranouon-1,3 22 000 1.18 1.22 18 800 1.32 0.9
Byranouon-1,4 21 000 1.87 0.58 22 000 1.74 0.47

Ketonnt
AlleTOH 24 900 — 0.74 21 800 — 0.46
MeTUN3TUIKETOH 26 600 4.23 0.48 23 300 3.98 0.36
JAnsTUNKeTOH 28 100 4.8 0.48 24 000 4.46 0.43
MeTuin3o0yTUIIKETOH 24100 3.22 0.51 22 800 3.18 0.44
MeTmioyTHIIKETOH 24900 3.6 0.51 24 300 3.35 0.46
Caxapa

ManbsroTprosa 7700 — 1.2 5800 — 1
MassTo3a 7800 0.52 0.9 5500 0.66 0.8
Imoko3a 10 400 1.52 0.89 10 000 1.68 0.6

OpraHu4yecKre KUCIOThI
IlaBeneBas 9700 — 1.5 9200 — 1.1
JlumonHast 8400 1.57 — 9200 2.35 —
Bunnas 9200 0.47 — 10 300 0.65 —
ImuokcwumoBast 13 700 1.12 0.87 15 800 1.36 0.67
I'mukonesast 12 000 2.75 0.22 16 800 33 0.3
MonouHas — 0.53 — — 0.7 —
MypaBbuHas 22 000 1.57 0.84 21 300 1.12 0.72
YkcycHas 26 000 1.41 0.6 25400 1.5 0.53
ITponroHoBas 29700 3.03 0.43 29 700 3.07 0.36
MacnsHast 27 000 4.02 0.91 25800 4.03 0.92

XKYPHAJI AHAIUTUYECKOU XUMUU  tom80  Nel 2025
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CopOeHTBI, TIONy4eHHBIE CYIb(UPOBAHUEM
mukpochepmueckux I1C-JIBb-uactun, obmamaior
pa3IMYHOI cTeTreHblo TnapodooHocT. s oneH-
KM THIPODOOHOCTH yIOOHO MCTIOIB30BATh BEIMUN-
Hbl o(CH,), KOTOpBIe pacCUMTHIBAIOT U3 PAa3HOCTHU
yIepXrUBaHUsI TOMOJIOTOB C YMCJIOM aTOMOB YIJIEPO-
nanc > 3[21].

VYnepxxuBaHre TOMOJIOTOB B XpomaTorpadpuu
OMKMCHIBAETCS JIMHEWHOU 3aBUCUMOCTBIO:

logk’ = a(CH,)n. + const, (D)
M3 TaHTeHCa yIjla HAaKJIOHAa KOTOPOil MOXHO Olle-
HUTH BKJIAI METUJIEHOBOM TPYIIILI B yAEePXXMUBaHUE
WIM METWIEHOBYIO celekTuBHOCThL o(CH,) [18].
B Hacrosiieil paboTe uzyvyanu yaep>XxuBaHUue rOMO-
JIOTOB H-aJIKAHOJIOB, OL,-IUOJOB U H-aJIKAHOBBIX
KWCJIOT, IS KOTOPBIX CTPOVIIN 3aBUCUMOCTH logk’—
ne (puc. 2).

3nauenus a(CH,), paccunTaHHBIe IO pa3HU-
ne 3HaueHMi logk’ w-OyTaHoia W H-TIpOITaHOIIA,
coctaBunm 0.170 n 0.177 nnsa copbentroB Hayru-
myc UD u CeBko AA cooTtBeTcTBeHHO. IToCKOJB-
Ky BennuuHbel o(CH,) xapakrepusyior ruapogo0o-
HOCTb COPOEHTOB, TO MOXHO CAEIaTh BEIBOI O TOM,
yTto KoJoHKa CeBKO AA uyTh 6ojee rumpodood-
Ha. IlosrydeHHBIE JaHHBIE COOTBETCTBYIOT 3Haue-
HusM o(CH,) mi1s moHOOOMEHHMKOB Ha OCHOBE
I1C-ABb-Matpuisl [18]. [mapodobHOCTE COpOEH-
TOB MOXHO TaK:K€ OIIEHUTbH IO TaHTEHCY yIJia Ha-
KJIOHA JINHEHHOI 3aBucuMoctu logk ot log P, Heii-
TPaJIbHBIX MOJSIPHBIX OPTaHUYECKUX COCIMHECHUIA.
[lonyyeHHbIe 3HAYEHHUs TaHIEHCA yIJIa HaKJIOHA
coctaBuiii 0.26 = 0.01 1 0.24 £ 0.01 (n = 21) nna
copbentoB CeBko AA m Hayrmnyc D coorBet-
CTBEHHO. [laHHBIE 3HAYEHUS NMOATBEPXKIAIOT OoJiee
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Puc. 2. 3aBUCUMOCTb yaepXKMBaHUSI TOMOJIOTOB H-aJIKa-
HoJoB (1, 2), mnonoB (3, 5) U H-aJIKaHOBBIX KUCIIOT (4, 6)
OT YHcJIa aTOMOB yriiepoja Ha KojijoHkax Hayrtunyc UD
(1, 3, 4) u CeBko AA (2, 5, 6).
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BBICOKYIO THUAPO(MOOHOCTL KOJOHKM CeBKo AA
o cpasHeHUIo ¢ Haytumyc 3.

3aKOHOMEPHOCTH yIep:KHBAHHS HEHTPAJIbHBIX 10-
JIAPHBIX OPraHMYECKUX coemuHeHmil. OdHoamommble
cnupmot. COINIaCHO JaHHBIM TaOJ. 1 ymepXuBaHUE
HOPMAJIbHBIX OTHOATOMHBIX CIMPTOB BO3PACTAET
C YBEJIUYECHUEM IJIMHBI Lenu. I1o Bceit BUIUMOCTH,
3TO OOBSICHSIETCS BO3pACTAOIIMM BKJIAAOM THAPO-
(boOHBIX B3aNMOACHCTBUN MEXIY aJTKMILHBIMHA pa-
IMKaJIaMU, OLIEHUBAEMBIX BEIMYMHOI log P, crivp-
TOB, W TIOJIUMEPHON MaTpUIieii copOeHTOB (puc. 3).
B 11e;10M CIUMpTHI € pa3BETBIEHHBIM aJKUJIbHBIM pa-
IUKAJIOM YAEPXXUBAIOTCS ciaabee, 4eM COOTBETCTBY-
[0ollMe U30MEPHI C IMHEeMHOM Lenbio. Takoi mopsaoK
SJIIOUPOBAHUS COCAMHEHUI CBSI3aH C OTHOCUTEb-
HO 0OoJiee BbICOKOM MOJISIPHOCTBIO TMAPOKCUIBHOM
TPYNIIbI M CIIMPTAa B LIEJIOM M MEHBIIMMHU 3Haye-
Husmu logP. Ilpu 3TOM CiemyeT y4uTHIBaTb, YTO
BCJIEACTBUE SKPAaHUPOBAHUS aJIKWJIbHBIMU IpyIIa-
MU LEHTpaJIbHbI aTOM ymiepoma MeHee HOCTYIEeH
IIJIsI TETEpOr€HHOTO B3aMMOJEHCTBUS C MOBEPXHO-
CTbIO XECTKOW MOJMMMEepHOIl MaTpullbl copbeHTa
MO CPAaBHEHHWIO C TOMOI€HHBIM B3aUMOICHCTBUEM
C OKTaHOJIOM-2, MCIIOJIb3YEMBIM [IJISI OIpeneIeHUs
3HaueHuii logP,,,. laHHbIi 3¢ HEKT 00yCIOBIUBAET
CJISTYIOIINI MTOPSIIOK IIOUPOBAHUS U30MEPOB OY-
TaHoNa: mpem-0yraHon < emop-0yraHon < n300y-
TaHoJ < H-OyTaHOI.

3aBUCHMOCTB ITOPSIIKA SIIOMPOBAHUS OT TUIPO-
(obHOCTM TUHEITHA IS BCeX N3yYeHHBIX HEUTpah-
HBIX TIOJSIPHBIX coennHeHWi (puc. 3), BKIIOYas
OIIHOATOMHBIE CITUPTHI, 32 UCKIIIOYEHUEM mpem-0y-
TaHoJja. [TolydeHHbIE 3aKOHOMEPHOCTU yAEpXK1Ba-
HUSI COIUPTOB COPABEMIUBBI 111 00EUX M3YyYEHHBIX
Xpomarorpaduiyeckux KOJOHOK, IMPU 3TOM HaOII0-
IaeTcs JTUHEWHAsT KOppessuus MexXny (pakropamu

0.0

—0.21

-0.4 T T T T T
4

Puc. 3. 3aBucumocth yaepxkuBaHus (logk’) TONMSIPHBIX
OpraHMYeCKUX COeNMHEeHUM Ha KojoHke Hayrunyc MO
ot runpododHocTn (logP.,,). I — HeTpaJbHbIE COeNHE-
Hust (@) — onnoaromubte criuprsr, () — ketonsr, () —
MHOTOaTOMHbIE CITUPTHI, (V) — I110K03a), 2 — OTHOOCHOB-
Hble kuciots! (@) 1 3 — MHOTOOCHOBHBIE KUCTIOTHI ().
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yIepXrBaHUs OTHOATOMHBIX CITMPTOB Ha M3y4YeH-
HBIX KOJIOHKAX:

k)Haymnyc—I/IS = 1'15.k)CeBK0AA + 021
(n=10, 2 =0.999), Q)

YTO MOATBEPXKIAET OMMHAKOBBIM MEXaHU3M YIAEPXKH-
BaHMSI C OTHOCUTENIBHO 0oJjiee CIa0bIM yaepxKuBa-
HUeM criupToB Ha copbeHTe CeBKo AA. DTO MOXET
OBITH CBSI3aHO C T€M, UTO KaTUOHOOOMEeHHUK CeBKO
AA xapakrtepusyercsl OOJIbIIEH CTENeHbIO CILIMBKU
¥ MEHBIIIMM pa3MepoM I1op. K3-3a 3Toro Mmonexkyiaam
NpoObI TpyAHEe IPOHUKATh B CMOITY, YTO IIPUBOIUT
K CHIDKEHMIO MX yaepxkuBaHus. Ilo 3Toil mpudunHe
KaTMOHOOOMEHHMKHN C HU3KOM CTEICHBIO CIIMBKU
(06b14HO 4 %) MCTIOIB3YIOT IJISI pa3le/ICHUS BEIISCTB
¢ 0oJ1ee BEICOKOM MOJICKYJISIPHOM Maccoit, HarpuMep
OJINTOCAXapuIOoB, a IS pa3de/ieHUsT MOHO- M JIyca-
XapyuIoOB OOBIYHO MCHOJB3YIOT COpOeHTHl ¢ 6—8 %
ciuuBku [17]. Kpome Toro, 06e KOJIOHKU XapaKTepu-
3YIOTCSI CXOXKeil CeJIEKTUBHOCTBIO TSI OOJIBIIMHCTBA
CIIMPTOB, KPOME I1aphbl mpem-0yTaHOJI/H-IIPOIIaHOII,
IIe HamOoblllee 3HaUYeHUEe Kod((dUIIMEeHTa celnek-
TUBHOCTH HabmonaeTcs Ha copoeHTe CeBko AA.

Ha xomonkax CeBko AA n Hayruiryc UD u3y-
YeHa BO3MOXHOCTh OTHOBPEMEHHOIO pa3ene-
HUSI CMECHU HeCSITH OTHOATOMHBIX cnupToB. Co-
OTBETCTBYIOIIME XPOMATOIPaMMBbI IIPEICTABICHBI
Ha puc. 4. Kak BugHo (puc. 4, Tabdin. 3), KoJJOHKa
CeBko AA mokasajia 6oyiee BBICOKYIO 3(PPEeKTUB-
HOCTb pa3IejIeHusI, pa3pelleHrue 1 CUMMETPUIO T -
KOB CIHPTOB. 3aMETHOE YIy4IlleHHEe pa3pelIeHUs
HaOIIOMaIOCh IS TIap mpem-0yTaHOJI/H-TIPOIaHO
" 6mop-0yTaHOJI/M300yTaHOJ, TOTHa Kak Ha Haytu-
nyc UD nuku cimabo paspenteHsl. g ynepXXuBaHus
OIHOATOMHBIX CITMPTOB Ha KojoHke Hayrumyc UD
HaliieHa CJICAYIOIIast KOPP eSS

logk' = 0.268:logP,,, + 0.471

exp

(n=10, 2 = 0.967). 3)

Mnoeoamomusie cnupmel. YBelTUdeHUE BpeMEHU
VISPKUBAHUSL C YBEIMYEHUEM UIMHBI YIJIEPOTHOM
ey MEXIY THAPOKCWIBHBIMU TPYIIIIaMy HaOIIo-
TV JIJIT MHOTOATOMHBIX CITUPTOB (puc. 2, Tab. 2).
Tak, ynepxxuBanue Ha kononke Hayrmryc MO yBemm-
YMBAETCA OT STWICHIIMKOJIA (- = 2, kK’ = 1.58) K 1po-
nwieHmkomo (3, 1.77) n 6ytuneHmimkomo (4, 2.46).
YBenuueHue yrcia TMIPOKCUIbHBIX TPYIII B MOJIEKY-
Jlax CHUXKaeT runpodobHocTh (logh,,,) 1 TeM caMbIM
MPUBOIUT K CHIDKEHUIO YIEPXKUBAHMS CIIMPTOB. DTO
MPOSIBIISIETCS. B CIICAYIOLIEM ITOPSIIKE IIOMPOBAHUS
CIIMPTOB, CONEPXKAIUX TPY aToMa yIjepona, HO pas-
HO€ KOJIMYECTBO TUAPOKCUIbHBIX TPYIIIL: IIULIEPUH <
M30MEpHI MporaHanoia < u3oMepsl nporanona. Co-
OTBETCTBEHHO YIepKMBaHNE MHOTOATOMHBIX CITMP-
TOB TaKKe IPOIIOPLKMOHAIBHO HUX I'MIpo(poOHOCTH,
KaK IToKa3aHo Ha puc. 3.
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Puc. 4. XpomarorpaMmma pasiejieHus1 MOIEIbHOI cMe-
CH OIHOATOMHBIX CIIMPTOB C KOHIIeHTparueir 0.5 Mr/
mi: 1 — mMertaHous, 2 — 3taHo, 3 — u3omnpornaHon, 4 —
mpem-0yTaHOJN, 5 — H-TIPOIIAHOJ, 6 — émop-OyTaHOII,
7 — uzobyrtaHoj, & — H-OyTaHOJ, 9 — M3OMNEHTAHOJ,
10 — n-nenTtaHoj. PedpakTomeTpuyeckuii IeTEKTOP.
Kononku: 200 X 4.6 mm.

CpaBHEHHE KOJIOHOK IIOKa3ajo, 4To OoJjee
CWJIPHOE YAep:KMBaHWE KaK MHOTOATOMHBIX, TakK
¥ OMHOATOMHBIX CITUPTOB HAOJI0IAeTCsI HAa KOJTOHKE
Haytnnyc M3 no cpaBHenmio ¢ CeBko AA (Ta0bir. 2).
YTo Kacaercsl CeIeKTMBHOCTH, BUAHO, YTO 3HAye-
HUS KO3(OUIMEHTOB CEJeKTUBHOCTU pasjinda-
forcsa g copbenTtoB CeBko AA m Hayrmmye UD:
copbeHT CeBKO AA TIPOAEMOHCTPUPOBAJ JIYUIIYIO
CEJIEKTUBHOCTh pa3IeieHHUs I1ap SPpUTPUT/TIIHIIE-
PYH, TIMLEPUH/3TIWICHIJIUKOIb, TETPa3TWICHIIN-
KOJIb/Tiporiananoi-1,2 u oyranauoin-1,3/0yranou-
on-1,4. B To xe BpeMs Ha Hayrmnyc U Habmonanm
YBEJIWYEHUE CEJICKTUBHOCTH pa3leJeHUs IpOIaH-
mnona-1,3 m Oyranmmona-1,3. TlpomeMoHCTpUpO-
BaHa BO3MOXHOCTb OTHOBPEMEHHOIO pa3delICHUS
CMECH IISITU MHOTOAaTOMHBIX CIIMPTOB Ha KOJOHKAX
CeBko AA n Haytuiryc O (puc. 5).

CormacHO MONYYeHHBIM HNaHHBIM (puc. 5,
tabi. 3) copoeHT CeBko AA TI0Ka3an 6oJiee BBICO-
Kyi0 3(pPeKTUBHOCTh U CUMMETpHUIo TMKoB. He-
CMOTpS Ha 3TO, Ha KojjoHKe Haytumyc D Habmo-
JIajayd CyIIECTBEHHO JIydlliee pa3pelleHue IS I1ap
STWICHIIMKOJIb/TIPOIIaHaoia-1,3 u mpoIaHau-
oi-1,3/6yranouon-1,3 mo cpaBHEHHUIO C COPOSHTOM
CeBko AA. O6paTHas cuTyausl HaOIIOOAaeTCsT IS
nap DIMLEePUH/3TWICHININKOIb W OyTaHauomi-1,3/
Oyranmuoi- 1,4, rne 3HaYeHue R, 00JIbIlIe HA KOJIOH-
ke CeBko AA.

Ne 1
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Puc. 5. XpomarorpaMmma pasiejieHusi MOIEIbHOI cMe-
CM MHOTOATOMHBIX CIIMPTOB ¢ KOHIIeHTpauueit 1.2 Mr/
M. [ — TIMLIEpUH, 2 — 3TWIEHIJIUKONb, 3 — MPOIaH-
nuon-1,3, 4 — oyrauauon-1,3, 5 — oyranauon-1,4. Peg-
pakTomeTpuueckuii nerekTop. Komonku: 200 X 4.6 MMm.

Kemonbi. 3aKOHOMEPHOCTHU yACPKUBAHUS KETO-
HOB M CITUPTOB (Ta0i. 2, puc. 3) CXOXH, IIPU STOM
logk’ nuHetHO Bo3pacTaeT ¢ yBenndeHueM logP,,

exp*

logk’= 0.255-1ogP.,, + 0.467

exp

(n=15,r=0.965). 4)

CrnenyeT OTMETUTb, 9TO KO3(MOUIIMEHTH KOpP-
peNSIMOHHBIX ypaBHeHUH (3) 1 (4) MpakTU4YecKn
COBMNAAAIOT, YTO YyKa3bIBaeT Ha OIPEACISIONINA
BKJIaI TUAPOGOOHOCTU B YAEPXKMBAHUE ITUX CO-
ennHeHuii. Ha puc. 6 mpencraBiieHbl XpOMaTOIpaM-
MBI MOIEIBLHOM CMeCH KETOHOB Ha KojioHKax CeB-
ko AA n Hayrunyc UD. U3 nanHbIx puc. 6 1 tabdi.
3 BUIHO, 4TO 00€ KOJOHKM MOKAa3bIBAIOT BHICOKYIO
5P GEeKTUBHOCTL M paspelleHre KETOHOB, KpOMeE
toro, copoeHT CeBKo AA IeMOHCTpUPYET Ooee
BBICOKYIO 2(p(heKTUBHOCTh pa3leieHUs U CHUMMe-
TPUIO IINKOB.

Yeneso0bt u nodcaacmumenu. YnepXxuBanue ca-
XapoB U CTPYKTYPHO IIOXOXHX IIOACIACTUTENICH
(Tabn. 2) yMeHbIIAaeTcsl C YBeIWYeHUEM CTEeIeHH
MOMMepU3alny (MOJIEKYIISIPHOI MacChl), TO3TOMY
MOXKHO IIPEAMNOJIOKUTH, YTO HOPSIAOK TIONPOBAHUS
caxapoB 00yCJIOBJIEH 3KCKII031eli 1o pa3zMepy. Tak,
TpUCaXapuabl YIEP:KUBAIOTCS ciiabee, YeM mucaxa-
puMIOBI, a AUcCaxapuabl, B CBOIO OuYepedb, MEHBIIIE,
YeM MOHOCaxapHIpl. DTa 3aKOHOMEPHOCTh BEpHA,
HAIIlpUMeEp, IS psga MHYIUH < MalbToTpro3a <
Manbro3a < III0KOo3a.
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Hpyrve 3aKOHOMEPHOCTH YyIEpXUBAHUS YIJie-
BOIOB YCTAHOBUTbH CJOXHO, OOHAKO TMOJYYEHHbII
MOPSITOK SJIIOMPOBAHMS COBIAJAET C pe3yJbrara-
MU Ipyrux padoT. CuuTaeTcs, 4TO MOPSIAOK IIIOH-
POBaHUS MOHOCAXapuAOB U aJIbAMTOB OOYCIOBJICH
pacnpeneuTeIbHBIM MEXaHU3MOM MEXIy BOMOIA,
CBSI3aHHOM C CYIb(OIrPYyIIOil BHYTPU YaCTHUIl HO-
HOOOMEHHOI CMOJIbI, U MOABUXHOM (pa3oii BHE ya-
CTUII COpOeHTA.

Cykpano3a — paucaxapum, SIBIISICTCS IIPOM3-
BOIHBIM Caxapo3bl, OTIMYAIOIIMIACI HaJIUYMEM
TpeX aTOMOB XJIopa. 3aMeIleHHEe TpeX TUAPOK-
CWIBbHBIX TPYIIIT HA aTOMBI XJIOpa B caxapo3e Mpu-
BOIMUT K CHWXXEHHUIO TMAPO(PUILHOCTU MOJEKYJIbI
(logP,,, = —0.51 [20]) v yBeTMYEHUIO yAEPXUBAHUA
3a CYeT Bo3pacTaHus TMAPOGOOHBIX B3aMMOIEH-
CTBUIi C MOJMMEPHOI MaTpulieit copOeHTa.

PeGaynmosnn A ssBisieTCS CTEBUOJIOBBIM TIINKO-
3UJIOM U COCTOUT M3 CTEBUOJIA U YEThIPEX MOJEKYJ
JIFOKO3bI, IPUCOEAMHEHHBIX K cTeBrMOay. Hanuune
CTeBMOJIa B MOJIeKyjle pebdayauo3uaa A NpUBOIUT
K YBETMYEHUIO TUAPO(POOHOCTH MOJIEKYJIBI, YTO 00-
YCJIOBJMBAET yBEAWYECHUE YOEPKUBAHMUS IO CpaB-
HEHHUIO ¢ MojMcaxapuaaMM, COAEpXKalllMX aHaJlo-
TMYHOE KOJIMYECTBO MOHOCAXapUA0B.

Kak ormedeHo Bhile, mist KojoHku Hayrtumyc
WD xapakTepHo 60Jiee CUITBHOE yIepKMBaHHUE CITAP-
TOB 1 KETOHOB I10 CPaBHEHMIO ¢ KOJIOHKOi1 CeBKO AA.
AHajiornyHasi cuTyalusi HabII0IaeTcs C YIIeBOIaMU
M MOACIACTUTEIISIMU.
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Puc. 6. XpomaTorpamma pasaesaeHust MOAEJIbHOM CMeCU
KETOHOB C KOHIIeHTpauueit 0,5 mr/min. 1 — aieroH, 2 —
METUJISTUIIKETOH, 3 — IUITUJIKETOH, 4 — METWIN300Y-
TUJIKETOH, 5 — METUIOYTUIIKETOH. PedpakTomerpuue-
ckuii gerekrop. Komonkn: 200 X 4.6 MmM.
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IIpu oueHke ceaeKTUBHOCTA Ha KojioHKe Hay-
tiiryc D Habmonanm yBenmmaeHe Koa(pGUIIMeHTOB
CEJICKTUBHOCTH IS TIap MAajJbTOTpHO3a/Maibro3a
(o = 1.72), apadbuHo3a/cykpano3a (o = 1.40) u cy-
Kpanosa/pedaymuo3un A (o = 1.25) Mo cpaBHEHMIO
¢ CeBro AA, tne Ko3(pGUINEHTH CETEKTUBHOCTHA
coctaBuin 1.60, 1.29 u 1.09 coorBercTBeHHO. OgHAa-
Ko copbeHT CeBKO AA ITPOIEMOHCTPUPOBAT JIYUYIIIYIO
CEJIEKTUBHOCTh Pa3NeIeHUs MaJbTO3bl U IJIIOKO3bI
(a = 2.12), Torma kak Ha copoenTe Haytmnyc D ko-
3¢ duULMeHT celleKTUBHOCTA coctaBui 1.86. ITo-Bu-
IVIMOMY, 3TO CBSI3aHO C TE€M, YTO KAaTHOHOOOMEHHM-
KA 00JagaloT pa3IMYHOIl CTENEeHBIO CIIMBKH, YTO
MO3BOJISIET OoJiee KPYIMHBIM MOJIEKYJIaM YIJIEBOIOB
sierde nuHyHINPOBATH B CMOJIY C MEHBILIMM YMCIIOM
MOIEePEYHBIX CIIMBOK MOJMMEPHBIX LIeTIeil 1 IPUBO-
JIUT K OoJiee CUIIbHOMY yAepXKMBaHU0. YTo KacaeTcst
CEJIEKTUBHOCTH pa3leIcHU MOHOCAaXapyaOB, TO OHA
cxoxa mist obonx kKonoHok. Copoent Hayrmmye UMD
MPOIEMOHCTPHUPOBal 0oyiee BHICOKOE pa3pelleHue
IUTSI TTap MaJIBTOTPHO3a,/MaJIBT03a U MAJIBTO3a,/TIIIOKO-
3a 110 cpaBHeHUIO ¢ CeBKO AA (Tabir. 3).

KapOoHoBbie Kuciotbl. O0HOOCHOBHbIE KUCAOMbL.
VoepxxuBaHNe OMHOOCHOBHBIX KapOOHOBBIX KUCJIOT
MPOTIOPIMOHANBLHO WX TuapododHocTn (Tadm. 1),
HO 3JIEKTPOCTaTUIECKOE OTTAJIKMBAHIE OTPULIATEIIb-
HO 3apsDKeHHBIX COPOATOB OT OMHOMMEHHO 3apsKeH-
HBIX CYTh()OTPYyIIl IIPUBOIUT K O0JIee c1aboMy B3am-
MOIEMCTBUIO, TO3TOMY pe3y/IBTUPYIOIIasl IIpsiMast
3aBucMMOCTH logk’—logP,,, pacrojoxeHa napa-
JIEIbHO 3aBUCUMOCTH, IIOTYICHHOM IS HETPaJIbHBIX
coennHeHM, HO HIke (puc. 3). CoOTHOIIIEHNE KOH-
HEeHTpaLnii HOHU3UPOBAHHON 1 HEUTpaJTbHOI (popm
KHCJIOTBl OMpenessseTcss KOHCTAHTOM IUCCOIMALINI
¥ 9KBUBAJICHTHO 3(POEKTUBHOMY 3apsioy pacCTBOPEH-
Horo BellecTBa. TakuM oOpa3oMm, yaepKuUBaHUE Op-
TAaHWYECKMX KUCJIOT Ha CyIh(POKATHOHOOOMEHHUKAX
OIIpEHeIIsIeTCS] CYMMOM 3JIEKTPOCTATUYECKUX W THI-
podOOHBIX B3aUMOIEHCTBII, aHAJIOTUYHO TaHHBIM
paboter [21] mIS MOHOOOMEHHOI XpoMartorpaduu
xkucnort. g xkononku CeBko AA (tabm. 1) otmede-
HO HEKOTOpOoe yBeIM4eHHe KO3 GUIIMEHTOB CeleK-
TUBHOCTH IS Tap KUCJIOT IIMOKCUJIOBAs/TIIMKOJIE-
Bas (o = 1.81) u MypaBbuHasi/MojouHas (o = 1.24),
torna kak Ha Haytunyc D koadduimenTr cenek-
TUBHOCTU COCTABJISIIOT 1.68 u 1.14 cOOTBETCTBEHHO.
B03MOXHOCTP OMHOBPEMEHHOI'O pa3meaeHUs] CMECH
JECSITY KapOOHOBBIX KMCIIOT IIPOIEMOHCTPHPOBaHA
Ha konoHkax Cesko AA n Hayruiryc U3 (puc. 7).

Mrnoeoocnosnbie  kucaomsr. CormacHO IaHHBIM
Tab. 1 1 prc. 3 3aKOHOMEPHOCTH yACP>KUBAHMS MHO-
TOOCHOBHBIX Y OMHOOCHOBHBIX KHCJIOT CXOXH, YIEP-
JKMBaHKE BO3pacTaeT ¢ yBeJUdyeHUeM TUaApOdPOOHO-
ctu. MckimoueHreM SIBJISIETCST IIaBeJieBasi KHCIIOTA,
KOTOpasl yIep:KMBAeTCsl 3HAYMTENIBHO cllabee, 4eM
OCTaJlbHbIe KUCIOTHL. Ilo-BUomMoMy, 3TO CBs3a-
HO C HM3KUM 3HaueHueM pK,, = 1.25, 9yTo npuBomuT
K YMEHBIIICHUIO BpEMEHM yIAep>KMBAHUS 3a CUET Ha-
JINYUS JUCCOLMMPOBAHHOI KapOOKCUIBHOI TpyMIIbI
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Puc. 7. XpomarorpaMmma pasiejieHusi MOIEIbHOI cMe-
CHM KMUCJIOT ¢ KOHIeHTpauueit 0.1 mr/mn: I — 1maBene-
Basl, 2 — IMMOHHAas, 3 — BUHHas, 4 — NIMOKCUJIOBas,
5 — mmMKoJeBasi, 6 — MoJIoOuHasi, 7 — MypaBbuHasi, § —
yKCycHasl, 9 — mpornuoHoBas, /0 — MacjsiHasl KUCIoTa.
CrnekTpooTOMETPUYECKHUI eTeKTOp, 210 HM.

M TOIIOJIHUTEJIBHOTO OTTAJIKUBAHMSI aHAJIUTA OT 3apsi-
KEHHBIX CYJIb(MOrpynIn KaTMUOHOOOMEHHUKA B 3JI0-
eHre c pH ~ 2.0.

IIpu paccMoTpeHHMH OPTOrOHAJIIBHOCTH 3aBHCH-
MocTU (pakTopa yIepXUBaHUS KapOOHOBBIX KUCJIOT
Ha konoHke Haytuimyc D ot (pakTopa ynepxnBaHust
KapOOHOBBIX KUCJIOT Ha KojoHKe CeBKo AA BHIHA
CX0xKasl 3aBUCUMOCTD, KaK M B CTyJ4ae CIIIPTOB. YpaB-
HEHUE 3aBUCUMOCTH JIJISI KMCJIOT:

Kk = 118"k ey an + 0.08

Hayrunyc UD
(n=10, 2 = 0.998). 5)

DTO MOXET CBUAETENHCTBOBATh 00 MIACHTUYHOM
MEXaHu3Me YyIepXUBAHUS M OTHOCUTENIBHO OoJjiee
cJ1a00M yIep>KMBaHUU KapOOHOBBIX KUCJIOT Ha COp-
6enTe CeBKo AA 110 cpaBHeHUIo ¢ Haytimye B, Kak
YIIOMUHAJIOCh BBIIIIE€, CTEINEHb CIIMBKM KaTMOHOO-
OMEHHHMKA CYIIECTBEHHO BJIMSIET Ha YIepXUBaHUE
OpraHUYECKUX COSMMHEHUI, B TOM YMCJIe M KapOOHO-
BBIX KUCJIOT. Tak, COpOEHT C HU3KOI CTeNeHbIO CLLIMB-
KU TI03BOJISIET MOJIEKY/IaM Jierde IMPOHUKAaTh B CMOJY,
YTO TIPUBOINT K YBEJTMUESHIIO KO3(PPUITMEHTOB yaep-
xwBanud [3, 22]. U3 ganabix puc. 7 1 Tabi. 3 Bua-
HO, 9T0 KatnoHooOMeHHUKHN Haytunyc MO 1 CeBko
AA obGnamator cxoxkeil 3(@(EKTUBHOCTHIO pasiesie-
HUS 1 pa3peliaioieil CIIoCOOHOCTBIO B CIydae Of-
HOOCHOBHBIX KapOOHOBBIX KMCJIOT (MypaBbHHasl,
Ne 1
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YKCYCHasl, IIPOIIMOHOBAas 1 MacisiHasi). st ocTaib-
HBIX KMCJIOT HaOmonamm yBeamdeHue 3¢ @GeKTUBHO-
CTU pasleieHusl U paspelieHus: Ha copoeHTe Hay-
tiiyc B, JlelicTBUTENIBHO, paspelieHre 3aMeTHO
VIyqIIaeTcs ISl map KHCIIOT IaBeieBast/IMMOHHAs,
JIMMOHHAsI/BUHHASI 1 IIMKOJIeBas/MOJI0YHAsI, TOLIa
kak Ha CeBko AA oHO 3ameTHO xyxe. MHTepecHO
OTMETUTD, YTO, HECMOTPSI Ha yBeJIMUYEHME pa3peliia-
IOIIei CIIOCOOHOCTY B CiIydae IePeUMCIIEHHBIX I1ap
KHCoT, Ha copbeHte CeBKO AA paspemieHue s
Mmapbl MOJIOYHAs/MypaBbMHASI KHUCJIOTHI CYIIECTBEH-
Ho OoJpIre o cpaBHeHmIo ¢ Hayrmnyc U3, OgHako
Ha 06erX KOJOHKAaxX HaOJII0Oal0TCs HU3KME 3HAYCHUS
R, 7151 map KMCIIOT IMMOHHAs1/BUHHAS U TIIIMKOJIeBasi/
MoJioyHas. JIMMOHHAs KKCIIOTa, B OLIMYME OT BUH-
HOM, SIBJISIETCS TPEXOCHOBHOM, II0O3TOMY IS YITyYILIe-
HUS pa3aelieHus] MOXKHO M3MEHUTh KOHIIEHTPALIMIO
CEpPHOM KHUCIIOTHI B TOOBWKHOM (asze, TeM caMbIM
W3MEHUB KOJWYECTBO IHUCCOLUMMPOBAHHBIX TPYIII
B KUcJ0Tax. MoJjiouHas v IMKOJIeBask KUCJIOThI 001a-
AT OJM3KUMM 3HAYEHUSIMU PK,, OMHAKO HAIWYUE
METWIbHOM I'PYIITbI B MOJIEKYJIE MOJIOYHOM KMCJIOTBI
YBEIMYMBAET ee THApo(poOHOCTh. TeM He MeHee JIs
JMAHHOM Mapbl KMCJIOT HAOIIONAIOTCS HU3KUE 3HAYE-
HUS paspelneHus. sl MOBBIIIeHUS CeIeKTUBHOCTH
pasneeHnsT MOXHO YMEHBIIUTh TEMIIepaTypy KO-
JIOHKU ¥ U3BMEHUTD KOHIIEHTPAIUIO CEPHOI KMCIIOTHI
B MOJIBVXHOM (ha3e.

Yro KacaeTcsi CMMMETPUU ITMKOB KHCJIOT, TO KO-
5(POULMEHTE aCUMMETPUU IS 00OMX KaTHMOHO-
OOMEHHMKOB OJIM3KM M MMEIOT 3HAYEeHUSI HIDKE
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SMUHULIBL IJIS1 BCEX KUCIOT, KPOME IIaBeJIeBOM KIC-
JIOTHI, JUIST KOTOPOit As > 1.

Takum obpazoM, MOXHO clieJlaTh BBIBOMI, UTO U3-
YYEHHBIE COPOEHTHI MOTYT OBITh YCIIEIIHO WCHOJb-
30BaHBI IJIs1 pa3ieIeHUs U ONPEeNeIeHUs Pa3InIHbIX
OopraHmyeckux coenmHeHmit B pexkxnme MOX. Ilomy-
YEHHBIC 3aKOHOMEPHOCTU YICPXKHMBAHUSI CIIMPTOB,
KETOHOB, OPraHMYECKMX KHCIOT U YIJIEBOIOB BEp-
HBI KaK 17151 copbenTa CeBko AA, Tak u mrsd Haytn-
ayc D 1 coBmamaioT ¢ IMOPSOKOM SIIOMPOBAHUS,
MOJIYIeHHBIM Ha APYTUX CYITh(OKATHOHOOMEHHUKAX
[5, 23, 24]. BaxxHO OTMETUTH, 9TO copOeHT CeBKO AA
nokazaj 0oJjiee BBICOKYIO 3(P(PeKTUBHOCTh U pa3-
pellleHne IIpyA pasneIeHUH OTHOATOMHBIX CIIMPTOB
n ketoHOB. Copbent Hayrmimyc MO obecrieunBaer
Xopoliee pasperieHre U 3POEKTUBHOCTb pasnese-
HHSI MHOTOQTOMHBIX CITUPTOB, OPTaHNIECKMX KUCIOT
M YIJIEBOIOB.

Hns1 ompeneneHUsT comep:KaHUsI caxapoB, Opra-
HUYECKUX KMCJIOT U CIIMPTOB B PeabHBIX 00BEKTaX
BeIOpamm copbent Haytunmyc MD. Kak mpasuio,
B UDX mcnonn3yior 60iee 00beMHbBIE KOJTOHKH pa3-
mepoM 300 X 7.8 mm. Ilo aTOi TIprYmHE I YIIyd-
meHus 3(pGeKTUBHOCTH W pa3pelIeHUs UCIIOIb30-
BaJIM TIOCJICMOBATEIbHOE COSTMHEHNE IBYX KOJJOHOK
Haytrrye MO mmmwoit 150 m 200 mm. 3a cuet yBe-
maeHusT 3G GEeKTUBHOCTH KOJIOHKM B M30KpAaTH-
YeCKMX YCIOBUSIX 3a 38 MHMH ymajaoch pasneiiiTh
19 opraHMYecKMX COEOMHEHWII pa3IMYHBIX KJIac-
COB, BKJII0Yasl 7 OpraHMYECKMX KHCIIOT, 3 YIJIEBOA,
9 criupToB (puc. 8).
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Puc. 8. XpomaTtorpamma paszeneHus] MOAEIbHON CMECH OPraHMYECKUX KUCIIOT, YIJIEBOMOB M CIIMPTOB C KOHLIEHTpaluei
0.46 mr/mi. I — miaBeseBast K-Ta, 2 — JIMMOHHAsI K-Ta, 3 — BUHHAs K-Ta, 4 — [JII0K03a, 5 — GpyKTo3a, 6 — apabuHo3a, 7 — SIH-
TapHas K-Ta, § — MoJlIoyHas K-Ta, 9 — mmiepuH, 10 — yKcycHasl K-Ta, 11 — mIponuroHoBas K-Ta, /2 — MeTaHo, 13 — 3TaHoI,
14 — uzonponanoi, 15— H-niporanoi, 16 — emop-6yTaHon, 17 — u-0ytaHon, 18 — uzoneHraHosn, 19 — n-neHtaHos. Pedpak-
ToMeTpuYecKuii netektop. [TocienoBaTenbHo coenrHeHHbIe KoJoHKKM Haytmayc MO pasmepom 150 X 4.6 1 200 X 4.6 MM.
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IIpakTuyeckoe npumeHenue. IIpuMeHUMOCTH
copb6enTa Haytunyc D kK aHanu3y peajqbHBIX 00b-
€KTOB CJIOXHOI'O COCTaBa MOKa3aHa Ha MpuMepe
OIIpeNeICHNSI OPTraHMYEeCKMX KHCJIOT M CIIMPTOB
B HaIIMTKaX, TAKMX KaK IMUBO W SOJOUYHBII CUIP.
COOTBETCTBYIOIIINE XPOMATOTPAMMBI, ITOJIyYEH-
HEBIe C IByMSI IeTEeKTOpaMu, IIpUBEASHHI Ha puc. 9.
I[IpuMeHeHHUe pepakKTOMETPUIECKOTO IETEKTOpa
BMECTE CO CHEKTPO(MOTOMETPUIECKUM IETEKTO-
POM IIO3BOJIMJIO BBHISIBUTH XpoMaTorpaduyecKue
MUKY 3TaHOJa W IJHIEepPUHA B CIOXHBIX IIO0 CO-
cTaBy 00BeKkTax. Kak BUOHO M3 XpoMaTorpaMM,

[TuBo 10
60 |
9 (6)
)
&
Zo40
<
=
~
@]
1
20 1 6
2
7
3
$ (a)
O‘ 1 T 1 1 T T 1 1 1
0 2 4 6 8 10 12 14 16 18

Bpewms, Mun

JIAIITEB u np.

B COCTaBe cuapa OOHApPYKEHbI CIEAYIOIINE KOM-
MOHEHTHI: JIMMOHHasI, SI0JI09HasI, STHTapHasi, MO-
JIoyHasi, (ymapoBasi, YKCyCHasl, IIPOIIMOHOBAs
KMCJIOTHI, TJIMIEPUH M 3TaHOJ. B muBe 3aduk-
CUPOBaHbl NMKU, COOTBETCTBYIOIIIME 1IaBEIEBOA,
JIMMOHHO, MOJIOUHOI, (pyMapoBOI, YKCYCHOI,
NPOIMMOHOBOM KUCIOTaM, TJIMLIEPUHY W 3TaHOJY.
BaxXXHO OTMETUTh UCITOJIb30BAHUE ABYXAETCKTOP-
HOI cucTeMbl Npu aHanuize o0bekToB. Mcnoib-
30BaHNe pedpaKTOMETPUIESCKOTO AETEKTOpa II0-
3BOJISIET OTYETIMBO HIOCHTU(ULMPOBATh ITUKHU
IIMLIEeprHa U ATaHOoJA.
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Puc. 9. Xpomarorpammbl ¢J1a00aJIKOTOJbHBIX HAMUTKOB. a — Y®-netektuposanue (210 HM), 6 — pedpakTOMETPUYECKOE
nerektupoBaHue. MaeHTnduumupoBaHHble KOMIIOHEHTHI: / — 11aBesieBasi, 2 — JUMOHHas1, 3 — s0J04Hasi, 4 — SHTapHas,
5 — MoiouHas1, 6 — hymapoBasi, 7 — YKCycHasi, & — MpOIMOHOBas KUCIOThI, 9 — nuiepuH, /0 — ataHo:n. [locienoBarenbHO
coennHeHHBIe KOoJoHKM Haytuinye MO pasmepom 150 x 4.6 1 200 X 4.6 mMm.

k 3k ok

CpaBHeHHNE IBYX TUTIOB CYTb(OKATUOHOOOMEH-
HUKOB I10KAa3aJI0 WACHTUIHOCTh MEeXaHU3Ma yaep-
KMBAHUS U MX B3aUMO3aMEHSIEMOCTD IJIsSI TIPAKTH-
YyecKoi paboThl B BapuMaHTE MOHO3KCKIIO3MOHHOM
xpomarorpaduu. HaiimeHo, 94To ymep:KuBaHHUE BCEX
M3y4eHHBIX coennHeHuit (logk’) nmmHEHO Koppe-
JMPYET €O 3HaYeHUAMHU rugpodobHoctu (logh,,).
IIpy >TOM BIEKTpOCTaTUYECKOE OTTaJKMBAHHUE
OpPraHMYEeCKUX KHMCJIOT OT CYJb(POrpyIn KaTuOHO-
OOMEHHMKA CMELIaeT 3aBUCUMOCTH logk’—logP,,,
Ha (PUKCUPOBAHHYIO BEJIMYMHY, IIPONOPIMOHAIb-
HYIO YMCTy KapOOKCHIBHBIX Tpymil. Iloka3zaHo, 4To

XKYPHAJI AHAJTUTUYECKON XUMUU

Ipyrue B3aMMOIECHCTBUS HE BHOCST CYILLIECTBEHHO-
ro BKJIaga B ylaepxuBaHue coeauHeHMii. HaiineH-
HbI€ 3aKOHOMEPHOCTH YACPXKMBAHUS CYyILIECTBEHHO
VIIPOIIAIOT BHIOOP BO3MOXHBIX OOBEKTOB aHaIM3a
1 UISHTUDUKAIIAIO OTIPEAC/ISIEMbIX COSTMHEHMIA.

OMHAHCHUPOBAHUWE PABOTDhI

Pabora BeImoHeHa pu (PUHAHCOBOM MOIAEPXK-
Ke MUHUCTEepCTBa HAYKU 1 BBICILIEr0 0Opa30BaHUs
P®: AAAA-A21-1211011990019-4. Hukakux momoJi-
HUTEIbHBIX TPAHTOB Ha IIPOBEISHNE MU PYKOBOI-
CTBO ITaHHBIM KOHKPETHBIM MCCJIEIOBAHHEM IIOJIY-
YEHO He ObLIO.
Ne 1
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XKYPHAJ AHATUTUYECKON XUMUU

MNPUMEHEHUWE CYJIb®UPOBAHHBIX COITOTMMEPOB CTUPOJIA 1 ANBUHUJIBEH30JIA

KOH®JIMKT MHTEPECOB

ABTOpPBI JaHHOI pPabOTHI 3asBISIOT 00 OTCYT-

CTBUY KOH(IMKTA UHTEPECOB.
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JIAIITEB u np.

APPLICATION OF SULPHONATED STYRENE AND DIVINYLBENZENE

COPOLYMERS WITH VARIOUS DEGREE OF CROSSLINKING
FOR ION EXCLUSION CHROMATOGRAPHY

A. Yu. Laptev’, N. B. Rozhmanova“, A. V. Sevko“, P. N. Nesterenko* *

4 Lomonosov Moscow State University, Department of Chemistry
Moscow, Russia
* E-mail: p.nesterenko @phys.chem.msu.ru

Abstract. The chromatographic retention of neutral polar compounds (alcohols, ketones, carboxylic acids,
carbohydrates, and sweeteners) and compounds in ionized form (mono- and dibasic organic acids) on
cation exchange columns filled with sulfonated poly(styrene-divinylbenzene) with a crosslinking degree
of 8 % (Nautilus-1E) and 10 % (Sevko AA) is studied in a variant of ion exclusion chromatography. Using
5 mM sulfuric acid, the retention parameters of the compounds are determined and new patterns are
obtained that clarify the mechanism of retention of organic acids in the ion-exclusion chromatography
variant. It is found that the retention of all the studied compounds (logk’) is directly proportional to the
hydrophobicity values logP,,,). In this case, the electrostatic repulsion of organic acids from the sulfo groups
of the cation exchanger shifts the logk’—logP,,, dependences by a fixed value proportional to the number of
carboxyl groups. The possibility of using the Sevko AA column not only for amino acid analysis, but also
for ion exclusion chromatographic determination of organic acids and alcohols in complex samples with
simultaneous spectrophotometric and refractometric detection is shown.

Keywords: ion exclusion chromatography, sulfonic cation exchangers, alcohols, carboxylic acids, ketones,
carbohydrates.
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XPOHMUKA:

TEHHAIUW APTYPOBUY EBTIOTUH
(29.07.1962 —21.10.2024)

21 oktsa6ps 2024 r. ymen n3 xu3Hu [enHanmii
ApTtypoBud EBTIOTMH — BbIAAIOLLIMICS YYEHBIH B 00-
JIACTH 2JIEKTPOAHATIUTUIECKON XUMUU, TOKTOP XU-
MHWYECKNX HayK, TIpodeccop, MMOYETHBI pabOTHUK
cdepsl obpazoBanust Poccuiickoit ®enepanyu, 3a-
Bemylomuit Kadenpoit aHamutnaeckoir xumnn Ka-
3aHCKOTO (heepaJbHOIO YHUBEPCUTETA.

B 1984 r. I'enHanuit ApTypOBUY OKOHYII XMU-
yeckuii ¢pakyapreT KaszaHCKOro rocyaapCTBEHHOIO
YHHBEpCUTETa U IIOCTYIIIUI B acIUpaHTypy. Bechb
€ro XM3HEHHBIM IIyTh HEpa3pbiBHO CBsi3aH ¢ Ka-
3aHCKUM yHuBepcuteroM. B 1987 1. oH 3ammTuin
KaHgnmatckyio, a B 2000 I. — JOKTOPCKYIO Trccep-
taruu. C 1988 1. paboTtan HayYHBIM COTPYIHUKOM,
a 3aTeM CTaplIUM Hay4dHbIM coTpyaHukom HUXU
uMm. A.M. bytneposa. B 1991 r. nepeiiien Ha akoJio-
rudeckuii pakyipTeT, rae ¢ 1994 r. padboran Ha Kade-
Ipe NPUKIATHON 9KOJOTMHU B JOJKHOCTHU JOLIECHTA,
a 3aTeM IIpodeccopa U B TeYCHUE CEMU JIET 3aHUMAaJI
JOJDKHOCTh 3aMECTUTENIS AeKaHa 1o yuyeOHoi pabo-
Te, a TakKe OBLT YYEHBIM CeKpeTapeM IHUCCepTalll-
OHHOTI'O COBETa I10 SKOJIOTHM.

C 2004 1. I'ennaguit ApTypoBWY pabOTAJT B JOK-
HoCTH TIpodeccopa Kadeapbl aHATUTUISCKON XU-
MM XuMH4deckoro nHctutyta uMm. A.M. Bytiepo-
Ba, Kotopyio Bo3raBun B 2007 1. Bce 3T0 Bpems
OH YCIICIIHO COBMeEINaJ] IpPeIoaaBaTebCcKylo, Ha-
VUYHYIO U aIMUHUCTPATUBHYIO AesATeabHOCTU. MM
co3JaHbl M peaqu3oBaHbl mepBble B Poccuiickoit
Mdenepanyy aBTOPCKHE CIEHKYPCHI B 001aCTH OMO-
CEHCOPHUKU IJIs1 OaKalaBpoB, CIIEIIUAINCTOB U Ma-
TUCTPOB XMMUUYECKUX creluaibHocTeit. [eHHaguit
ApTypOBUY SIBJISUICSI HAYYHBIM PYKOBOAUTEIEM Ma-
TUCTpaTypsl “MeTonbl aHAMTUYECKON XUMUM”,
AKTUBHO YYaCTBOBAJI B PYKOBOICTBE BBIITYCKHBIMH
KBaTM(UKALMOHHBIMU paboTaMu B 00JaCTU 37EK-
TPOXUMUYECKOTO aHaIM3a, 3aHUMAJICSI CO IIKOJIb-
Hukamu. OH OBUI 3aMeYyaTeIbHBIM II1€IaroroM,
YMEBIIIMM 3aMHTEPECOBATh CTYACHTOB U OOBSICHUTh
CJIOXHBI MaTepHuaa TaK, YTOOBbI OBLIO ITOHSITHO
CJIYIIATEJISIM C CaMbIM Pa3HBIM YPOBHEM ITOATOTOB-
ku. Ilom ero pykoBOOCTBOM YCIEIIHO 3aIIUIIEHO
18 KaHOUOATCKUX AUCCEPTALIMUA IT0 DKOJOTUU (XU-
MHUYECKHWe HayK{d) W aHAJIUTUICCKOM XuMHHU. 3a
BBIJAIOIINECS pPe3yIbTaThl B HAyYHO-IIENArormde-
ckoii mestenbHOCTHM B KazaHcKoMm ¢denepaibHOM
YHHBEpPCUTETE OH ObLI HarpaxmeH OJIaromapCTBEH-
HBIM IIMCBMOM pekTopa KazaHckoro denepaibHO-
ro yYHHBepcHUTeTa M modeTHoii rpamoroir (2020),
a TakKe 0JaromapCTBEeHHBIM IMHUChbMOM MUHUCTEp-
cTBa obpa3oBaHus 1 Hayku Pecryonuku Tatapctan
3a BHECEHHE OTPOMHOTO BKJIaZa B Pa3BUTHE DKOJI0-
TUYECKOTO 00pa30BaHUS U BOCIIMTAHNE IITKOJIBHU-
koB (2019).

I'ennamuii ApTypoBUY SIBJISIICS. OMHUM U3 BEIy-
IINX POCCUMCKUX CHEIHUAINCTOB B 00JIACTH 3JIeK-
TPOAHAIMTUICCKON XUMUM U OMoceHcopuku. Ha-
ypHas ¢ 1987 1. OH aKTHBHO Y9acTBOBAJI B pa3BUTUU
TEOPETUICCKUX M MPUKIATHBIX OCHOB IIPUMEHEHUS
(bepMEHTOB 1 HYKJICMHOBBIX KMCJIOT B COCTaBe CIIC-
[MAIM3UPOBAHHBIX aHAIMTUIECKUX YCTPOMCTB IS
OIIpeneIcHUsT SKOTOKCUKAHTOB X TOKCHHOB, JIeKap-
CTBEHHBIX BEIISCTB U OMOMAapKepoB 3a00JICBAHMUIA.
BuacTHOCTH, €T0 HayYHBIE MCCIICIOBAHNS ObLIH CBSI-
3aHBI C CO3JAaHMEM XMMUYECKU MOTU(MUIIMPOBAH-
HBIX 3JIeKTpomoB, ¢depMeHTaTUBHBIX U JIHK-ceH-
COPOB IJISI pelllieHus 3agad MeOWLIVHBI, ITUIIEBOTO
M 3KOJIOTUYECKOTro KOHTpoJsg. MM Obliu paszpabo-
TaHbl OPUTUHAJIbLHBIC TOIXONBI K PETUCTPALIUU pe-
aKLWI MOJIEKY/ISIPHOTO PacIIO3HABAHUS C y4acTHEeM
CUHTETUICCKUX Y IIPUPOTHBIX PELIEITOPOB U COCSIM-
HEHMIT OMOJIOTMIEeCKOro 3HAYeHHUSI, a TAaKXKe CO3TaHO
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0OJIBIIIOE YMCJIO BOJIBTAMIIEPOMETPUUYECKUX, TTOTEH-
LIMOMETPUYECKUX ¥ UMIIENNMETPUIECKIX CEHCOPOB
Ha OCHOBE YITIEPOIHBIX HAHOMATEPHUAJIOB, 3JIEKTPO-
MOJIMMEPU30BAHHBIX MATEPHUAIOB U ITOJIUBJIEKTPO-
JIMTHBIX KoMILIiekcoB. Kpome Toro, paspaboTaHbl
TBEPIOKOHTAKTHBIE ITOTEHIMOMETPUYECKUE CEHCO-
PBI HA OCHOBE MaKPOLMKINYECKNX COSTUHEHUM TS
OIIpeNeIeHUST OPraHUYCCKMX KHCIOT, MOHOB MeTall-
JIOB, a TaKXe KiacCMMUKaAlMY W OLEHK! KadecTBa
00BEKTOB CJOXHOIO COCTaBa. OTU HaIlpaBJICHUS
OTpaXkaloT OCHOBHBIE COBPEMEHHbBIC TPEHIBI Pa3BU-
THSI METOIOB 3JIeKTpoaHanu3a. MccnenoBanms ObUIn
noanepXaHbl MHOTOUKMCIICHHBIMU MEXIyHAPOIHBI-
mu ¢poHgamu u rpantamMu POOU u PH®. 3a BuI-
JAIOIIMeCs YCIIeXy B 00JIaCTU SJIEKTPOXUMUIECKIX
o6uoceHcopoB I'eHHanuii ApTypoBUY ObLT Harpax-
neH npemueili Hayunoro coera PAH no aHanutu-
yeckoil xumun (2023). OcHOBHBIE pe3yiabTaThl €To
HAyJIHOI IesITeIbHOCTHU IPeACTaBIeHbl B MHOTOUYHC-
JIEHHBIX MOHOTpadusIxX U HaydHBIX cTaThsiX. OH BO-
IIeJ B CIMCOK CaMbIX IIUTUPYEMbIX YYEHBIX MHpa
Ha OCHOBaHMM 6a3bl JaHHBIX Scopus (2022, 2023).
I.A. EBTIOrUH SBJsICS MpeaceaaTesieM KOMUC-
CUM II0 JJIEKTPOXMMHYECKOMY aHaIM3y, YJICHOM
OI0OpO U KOMUCCUM 1O OMOXMUMWYECKUM METOHdaM
aHaim3a, Mo apMaHAIM3Yy W II0 IIPeromaBaHUIO
aHanutuyeckoii xumum HayuyHoro coBera PAH
10 AaHAJIMTUYECKON XMMMH, YWICHOM PEeIKOJUIeTHt
BeAYIINX HAayIHBIX m3maHuil (“KypHam aHaiInTH-
yeckoit xumum”’, “Duexkrpoxumusa’, Microchimi-
ca Acta, Bioelectrochemistry), a Takxke 3KCIIepTOM
M pEeIIeH3eHTOM HayJIHBIX CTAaTei U IIPOEKTOB IT0 pa3-
JIMYHBIM O0JIACTSIM aHAJUTUIECKON XMMUHU U IPY-
ruM HampabiieHusIM. OH SIBJISUICSI IPEICTaBUTEIEM
Poccniickoit ®enepanum B EBponeiickoit acconma-
UK XUMHUIECKUX 1 MOJIEKYISIpHBIX HaykK oT Hayda-
Horo coBeta PAH mo aHanutuyeckoit xumuu. Ilo-
CTOSTHHO TPUHUMAJ y4acTHE BO BCEPOCCHIICKMX
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W MEXIyHapOTHBIX NPO(PUIBHBIX HAayIHBIX MEpPO-
NpUATUAX B KadecTBe MpeacenaTeliss U 4ieHa op-
TaHM3allMOHHOTO KOMMTETA, a TaKXkKe TOKJIaaInKa.
Ero HayuHbie MCClIeqoBaHMS ITOJIYYMINA BBEICOKYIO
OLIEHKY HayJHOro coobiiectBa B Poccuu u 3a py-
oexxoM. B 2018 1 2019 rr. I'enHagmii ApTypoBUY OBLT
JlaypeaToM MeXIYHApOTHOIO KOHKypCa PeleH3eH-
toB Top peer Reviewers (Publons, Web of Science)
Kak BOILENIINIA B TOT-1% perieH3eHTOB pyKOIHCei
HAYYHBIX CTaTel IJI1 MeXXKIYHAPOIHBIX PELICH3UpYe-
MBIX KypHaIoB. OH OBbLI 06CCMEHHBIM YJICHOM IHC-
CEepPTALIMOHHOIO COBETa 110 aHAJIUTHIECKON XUMUM
(c 2014 r. — 3aMecTUTEIb IIpencenaTeNs), YICHOM
YueHoro coBera KazaHckoro ¢enepaabHOro yHu-
BEpCHUTETa, a TaKXKe YUYCHBIM ceKpeTapeM ATTecTa-
nuoHHOM Komuccuu KaszaHckoro denepaabHOTO
YHHUBEpPCUTETA.

Tennaguii ApTypoBUY ObUT TaJaHTIMBBIM Yy4e-
HBIM 1 IIEJAroroM, MOPSIIOYHBIM, JOOPOXKEIATEeIb-
HBIM, OT3bIBUYMBBIM U TAKTUIHBEIM 4eI0BEeKOM. Ero
BBICOYANMIIMI  TIpOGEeCCHOHANMM3M, MPUHIIUIIHA-
aJIbHOCTDb M IIPEIAHHOCTh HayKe CIIYKWIN IIprMe-
POM IUISI €TO YICHUKOB 1 Kojuier. OO0IeHne ¢ HuM
JApUIIO ITIOJOXUTEbHbBIE SMOLIMU, OABAJIO ITHIILY
IUIST pa3MBIIIUICHUIT ¥ IIOMOTaj0 YBUIETh BO3MOX-
HOCTHU JaIbHEHIIErO pa3BUTHUS HE TOJBKO B HayKe,
HO Y B Xu3HU. Ero yxom — HeBocmoHUMas yTpara
IUIST OJIM3KMX, YYCHUKOB, KOJIJIET M BCETO HAyIHOIO
coobuiectBa. Ceernas nmamsitb o I'eHHaguu Apry-
poBude EBTIOrMHE HaBcerma COXpaHUTCS B cepamax
BCeX, KTO ero 3HaJI X O0IIAJICS C HUM.

KonnektuB Kadeapbl aHAIUTUYECKOW XUMWU
KazaHckoro enepaabHOro yHuBepCcUTeTa, peaKO-
nerusi, Hayunelii coBer PAH no aHanuThyeckoi
XUMUM U “2KypHan aHaJTUTUYECKO XMMUK™ BbIpa-
KaloT I1yOooKue co00Je3HOBAHUSI PONHBIM U OJIU3-
kuM I'enHanus Aptyposuya EBTiornHa.

tom80  Nel 2025
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