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Pa3paboTaH 3KCIIPECCHBIM U 3KOJOTMYeCKr 0e30MacHbIi CIIoco0 MUKPOIKCTPAKLIMOHHOTO BhIAEICHUS
(ypaHOBBIX TPOU3BOIHBIX U3 TPaHC(HOPMATOPHOTO MacJa ISl MX ONPeNeIeHUSI METOIOM BEICOKO3(heK-
TUBHOM XXUIKOCTHO XpoMaTorpacduu co CreKTpo(poTOMeTpUIECKUM IETEKTUPOBAaHEM B yJibTpaduosie-
TOBOI1 00;1aCTH CIIeKTpa. B KauecTBe 3KCTpareHToB ISl pealu3alyy JUCIIEPCUOHHOM XMIKOCTHO- KU/~
KOCTHOIT MUKPOS3KCTPAKIIMUA C BHXPEBBIM IHUCIIEPTUPOBAHMEM M3YYCHBI PA3IUYHBIE TUAPOMWIBHBIC
3BTEKTMYECKUE PACTBOPUTENIM. YCTAHOBIIEHO, YTO HauboJiee BHICOKME 3HAYCHUS CTEIIEHU U3BJICYCHUSI
(ot 85 10 96 %) oGecneunBaeT TPEXKOMIIOHEHTHbIM 3BTEKTUYECKUI pACTBOPUTEIh HA OCHOBE XOJIMH XJIO-
puaa, YKCyCHOI KUCIIOThI M Bonbl. BeICTpoe caMonpou3BoibHOE pa3aeieHue (a3 mo3BoIMIO UCKITIOYUTh
cTanuio NeHTpUudyrupoBaHusl. J{ocTUTHYTHI npeaeabl ooHapyxkeHus (30) oT 1 10 5 MKT/IIL.
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DnekTpudeckne TpaHCHOpPMATOPLI  UTPaIOT
KJIIOYEBYIO POJIb B pacrpeae/ieHUN 3716 KTPO3IHEPTUH.
CocTosiHMe TaKUX YCTPOICTB B MPOLIECCE KCILTya-
TallMU Ha 3JIEKTPOCTAHIUSIX PETYISIPHO KOHTPOJIM -
pyeTcsl myTeM XUMUYECKOTro aHajau3a TpaHchopma-
TOPHOTO MacJia, IPUMEHSIEMOTO JJIsI SJIEKTPUYECKOM
MU30JISLUU U OXJIAXKISHMS CUCTEMBI TpaHC(HOpMaTo-
pa. Kpome TpaHchopMaTOpHOToO Maciia, B CUCTEMY
M30JISILUY BXOOUT OyMakHasl M3OJISLIUSI, KOTOopast
BBIIIOJIHICT Cleaylolne (QYHKUMHU: pas3aeicHue
MIPOBOIHMKOB, IIPEIOTBPAICHNE KOPOTKOIO 3aMBbl-
KaHUS U oOecIieYeHNEe MEXaHWYSCKOM MPOYHOCTU
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obmotku [1]. B mpouecce 3kcrulyatauuu Oymara
TepsieT CBOM MEeXaHWYEeCKHE CBOMCTBA, IIPOUCXOIUT
ee Jerpamainys ¢ oo0pa3oBaHHEM TaKuX (ypaHOBBIX
MPOU3BOMHBIX, KaK S5-TUIPOKCUMETUII-2-Pypdy-
poin, dypdypunoBsii crimpT, 2-Gpypdypoi, 2-aie-
todypaH u S-metui-2-pypdyporn (cxema. 1) [2].
IIpu stom mocpencTBoM IUGGY3UN TIPOUCXOTUT
MaccoIepeHoc (ypaHOBBIX IIPOM3BOIHBIX B TPaHC-
¢dopmaropHoe maciao. Ha mpakrTuke mo pesynbra-
TaM OIpene/ieHUs comepXaHus (ypaHOBBIX IIPOU3-
BOIOHBIX B TpaHC(OPMATOPHOM Macje OICHMBAIOT
OCTAaTOUHBIN pecypc OyMaxkHOM n3onsanu [3].
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Cxema 1. CtpyKTypHBIe (DOpMYIIBI (DypaHOBBIX POM3BOIHBIX, 00PA3YIOLIMXCS B ITpollecce Aerpagaluy OyMaxkHOI N30JISLIVN.
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B Hacrosmee Bpems i ompeneiaeHus dy-
PaHOBBIX IIPOM3BOOHBIX B TpaHC(HOPMATOPHOM
MacJjie MCITOJIb3YIOTCs XpoMarorpaduyeckue [4—8]
u anekrpoxummuieckue [9, 10] MeTtompr aHamm-
3a. IIpoGonoaroroBka o00s13aTe€IbHO BKIIOYAET
B ce0si BbImeIeHNEe (PypaHOBBIX MPOM3BOIHBIX ME-
TOIOM XKMIKOCTHO-XXMIKOCTHOM WM TBepmodas-
HOI 3KCTpaKIMU, IOCKOJbKY MaTpUYHBIE KOMIIO-
HEHTBHl MPOOBI OKA3bIBAIOT MeEIIAIOIIee BIUSHUIE
Ha oIpeneneHue aHanuToB. Kiaccuueckast Xum-
KOCTHO-KUIKOCTHAsI U TBepaoda3Hast SKCTpaKIINs
MpearoaraeT OOJIBIIOI PacxXom TOKCUYHEBIX, JIETY-
YUX M JIETKOBOCIUIAMEHSIIOIINXCSI OPraHMYeCKUX
pacTBopuTesielt, TaKMX Kak aueToHuTpwia [4, 5],
H-rekcaH [4, 6] u u-nieHTaH [5]. B psine ciydaes npo-
0OIIONrOTOBKA SIBJISIETCS IIUTEILHOM U TPYI0EMKOMN
[7, 8]. O6mmit TpeHT COBpEMEHHOM aHATMTUYECKO
XUMUHA — MMHHUATIOpM3alMs IIPOLIEdyp aHaau3a
M obOecrneyeHrue HUX 9SKOJOTMYEecKoi 6e30ImacHo-
ctu [11]. B aToM HamnpaBiaeHUN HOBbIE BO3MOXKHO-
CTA OTKPBIBAIOT METOHBI KUIKOCTHO-KMIKOCTHOM
MUKPOB3KCTPAKIIMK ¢ IIPUMEHEHUEM SKCTPareHTOB
HOBOTO ITOKOJICHUS.

Hna BeIOeAeHUs] aHAJIUTOB M3 OPTaHUYECKUX
KUAKOCTEH IIMPOKOe IMPUMEHEHME HAIllel METOI
OUCIIEPCUOHHON XMIKOCTHO-XXKUIKOCTHON MUK-
poakctpakuun (JI2K2AKMD) [12]. Meron H2KKMD
XapaKTepHU3yeTCsI O3KCIPECCHOCThIO, IIPOCTOTOM
TEXHUYECKOM peaan3alii, a TAK:Ke BO3MOXHOCTBIO
IIMPOKO BapbUpOBaThb CBOIICTBA M COCTaB IIpU-
MeHsIeMbIX 2KcTpareHToB. [lo cmocoOy ocymecT-
BJIECHUS 3KCTpaKIMoOHHOTro mpomecca JI2KXKMOD
MOXHO KJIacCU(PUIIMPOBATh CICTYIOIINM 00pa3zoM
[13]: Tpagummonnas JKXKMD (c mpmMeHeHUEM
PacTBOPUTEIISI-IUCIIEPTaTOPa); C YABTPAa3ByKOBBIM
IHUCIIEPTUPOBAHUEM; C BUXPEBBIM IHCIIEPTHPOBA-
HUEM; CO IIMPUILEBBIM AVCIEPTUPOBAHUEM MOTO-
KoM Bo3ayxa. 1 moaroToBKu BSI3KMX IIPoO Hed-
TEIIPOOYKTOB IMPEUMYIIECTBEHHO MPUMEHSIETCS
JAKKMD ¢ BUXpEeBHIM IHWCHEpPTAPOBAHMEM, TaK
KaK MeTon oOecIieurMBaceT OBICTPOE IOCTHKECHUE
paBHOBECHS B 3KCTPAKIIMOHHBIX CUCTeMaX U BBICO-
KyI0 BOCIIPOM3BOOUMOCTh ITOJYyYaeMbIX pe3yibra-
TOB [14].

B kxagecTBe 3KCTpareHTOB HOBOTO MOKOJICHUS
MpeIIoXeHbl 3BTeKTHYEeCKue pactBoputenu (DP)
[15]. C TepMommHAMUUYECKOil TOUYKM 3peHUsT DP
MPEICTABIISIIOT CO00M CMeCh KMCJIOT M OCHOBAaHMIA
JIstonca u bpeHctena, koTopast o0jagaeT 3BTEK-
TUYECKOM TOYKOM, TeMIlepaTypa IUIaBICHUSI CMeCH
B KOTOPO# HIZKE, YeM IIpU 00pa30BaHUU UIeaTbHO-
ro pacTBopa Mexay KoMmrnoHeHTamu [16]. B 3aBucu-
MOCTH OT YCTOMYMBOCTH DP mpu KOHTaKTe ¢ BOHOI
MIPEIJIOXEHO UX pa3iesisITh Ha TUApOIbHEIE, KBa-
3uruapodooHsie U ruapododHsie [17]. Bapbupys
XUMHUYECKYIO IIPUPONY M COOTHOIICHUE IIPEeKyp-
copoB DP, MoxxHO co3maBaTh 3(P(PEKTUBHBIE IKC-
TPareHTHl, CIIOCOOHBIC M3BJICKATh aHAJIUTHI U3 Ma-
TPUL Pa3IMYHOMN IIOJISIPHOCTU. JOMOIHUTETHEHBIM
XKYPHAJI AHAJTUTUYECKOMN XUMUU
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MpeuMyIecTBOM DP SIBIgeTCsS TO, 9TO KOMIIOHEH-
THI JUISI UX IIPUTOTOBJICHUS SIBJISIIOTCSI HETOPOTMMM,
HETOKCMYHBIMMA M 4YacTo OumopasiaraeMbiMu |18,
19]. Kpome Toro, OP obmagaloT TaKuMu CBOMCTBA-
MM, KaK BbICOKAsI TepMUYeCKasl CTaOMJIBHOCTh, HU3-
KO€ TaBJICHNE HACHIIIICHHBIX IIaPOB 1 HETOPIOYECTh,
YTO OTKPHIBAE€T IIMPOKME BO3MOXHOCTU HUX IIPHU-
MeHeHus B aHanutudeckoin xumuu [20]. Hecmorps
Ha 0OJIbIITYI0 BOCTPeOOBAHHOCTD BhINTOJHEHUS “dy-
PaAHOBBIX TECTOB”, cOCOO BbIAECAEHUS (DYpaHOBBIX
MPOU3BOAHBIX U3 TpaHCHOpPMATOpPHOro Macja B 9P
Ha npuHuMiax J2KXKMD ¢ BUXpeBbIM AUCIIEpru-
pOBaHMEM paHee He ObLT peain30BaH.

Ilenp naHHOIT paboThl — pa3paborka cnocoda
BbIAeJIeHUsT (DypaHOBBIX IMPOU3BOAHBLIX M3 TpaHC-
¢dopmaTtopHoro Macia B TUApOopUIbHBIE DOP
Ha npuHuuiax J2KXKMD ¢ BuUxpeBbIM AUCIIEPru-
pOBaHMEM ISl MX IIOCJIEOYIOLIEro OIpeaeacHuUs
METOIOM BBICOKOR(®MEKTUBHOM XUIKOCTHOM XPO-
MaTorpaduu Co CIIEKTPODOTOMETPUICCKIM JAETEK-
THUPOBaHKEM B YIbTpadHOJETOBOI 00JacTU CIeK-
tpa (BOKX-YD).

BKCITEPUMEHTAJIbHAA YACTb

Pabourie pactBOpbl (hypaHOBBIX MPOM3BOIHBIX
(5-rugpoxkcumeTui-2-bypdypona, dyphypunoBo-
ro cnupta, 2-pypdypona, 2-auetodpypaHa u 5-me-
THI-2-Qypdhypona) TOTOBWIM HEMOCPEACTBEHHO
nepen 3KCIepUMEeHTOM TMoCcIea0BaTeIbHBIM pa30aB-
JICHEM HEUCITOJIb30BaHHBIM TpaHC(HOPMaTOPHEIM
macioMm (macio I'K, TTAO “PocHedtn”, Poccus)
craHmaptHoro pactsopa (10.0 r/m), moiydeHHOTrO
pacTBOPEHMEM COOTBETCTBYIOLIMX HABECOK aHaW-
TOB B opmo-kcunone. CTaHaapTHBINA pacTBop ¢y-
PaHOBBIX ITPOU3BOAHBIX YCTOMUYMB MIPU XpaHEHUU
B 3aKPBITOM COCY/Ie M3 TEMHOIO CTeKJIa B XOJOAUIb-
Huke npu 5 = 1 °C B TeueHue Tpex Mecsien. Ipa-
IYMPOBOYHBIEC PACTBOPHI (DYPAHOBBIX TPOMU3BOIHBIX
TOTOBWIM pa30aBlieHWEM OEUOHMU30BaHHOI BOMOit
craHmaptHoro pactsopa (10.0 r/m), moiydeHHOTO
pacTBOPEHMEM COOTBETCTBYIOLIMX HABECOK aHaIW-
TOB B METaHOJIE.

Hst nmpurotoBieHus1 OP B3BeLIMBAIM HABECKU
MPEKYPCOPOB, PACCUUTAHHBIC, UCXOISI U3 UX MOJIb-
HBIX COOTHOIeHU (Tabu. 1). B mneHMIMIMHOBBII
(bmakoH moMeIIasM peareHTHl M HarpeBajd IIpH
75 °C npu NOCTOSIHHOM TepeMelIMBAaHUNU MarHuT-
HOI MellanaKoi 10 00pa3oBaHMsI TOMOT€HHOM TTpo-
3pavyHOM KUIKOCTH.

Bce peakTuBbel mMenu KBaaTu(UKALIMIO He HIDKE
4. 1. a.

IIpoOGbl OTpabOTaHHOrO TpaHCHOPMATOPHOTO
Macja otoupanu Ha anektpoctaHuuu ITAO “Poc-
cetu” (Cankrt-IletepOypr). IIpoOnl otOupanu
B TEMHBIC CTEKJITHHBIE (DJTAKOHBI eMK. 1 JT 1 XpaHU-
JI1 B xonoawiabHuKe nipu 5 + 1 °C B TeueHue 1 mec.
ITepen nmpoBeaeHUEM aHanIM3a MpoOkI TpaHchopMa-
TOPHOTO MacJja TIATeJbHO MepeMeIINBaIN.
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Taommma 1. CocTaB 3BTEKTUUYECKUX PACTBOPUTENEH

MoabHoe
MaccoBaga
HOHOp COOTHOLICHUEC
o J10JI51 BOIbI
BOOOPOIHOMU XOJIMH XJIOpUT :
o B COCTaBc
CBsd3U JOHOP BOAOPOIHOMU
DP, %
CB3U, MOJ'[L/MOJ'IL
AcKopOrHOBast 10-1.0 10.0
KUCJI0Ta
JlnmonHas 1.0: 1.0 10.0
KHcJaoTra
AGnounas 1.0: 1.0 10.0
KHUCJI0Ta
Manonosas 1.0: 1.0 10.0
KUcCJaoTa
Ilasenenas 1.0: 1.0 10.0
KHcJaoTra
Bunnas 1.0: 1.0 10.0
KHCJI0Ta
Mosounas 1.0: 1.0 10.0
KHUcCJa0Ta
Mypasbunas 1.0: 1.0 10.0
KUCJI0Ta
1.0: 1.0 10.0
1.0:2.0 10.0
YKCYCHaH 20 N 30 100
KHCIIOTA 3.0:2.0 10.0
1.0: 1.0 15.0
1.0: 1.0 20.0

Hnsa ocymectBiennss J2KDKMD ¢ BUXpeBBIM
IUCTIEPTUPOBAHUEM HCIIOJIb30BaId BUXPEBOM MHC-
neprarop (IKA, I'epmanus). [dinsg m3mepeHnsT Ku-
HEMAaTUYECKOM BSI3KOCTU IIPUTOTOBICHHBIX THI-
podunbpHBEIX DP  wmcronp3oBamus  BUCKO3UMETP
Irabunarepa SVM 3001 (Anton Paar, ABctpus).
XpomaTorpauiueckuii aHajJu3 BBINOJHSIA C TIO-
MOIIIbIO XXMIKOCTHOTO XpoMarorpada co CIeKTpo-
doromerpruecknm gertekropoM LC-20 (Shimadzu,
Anonus). PaspmeneHuwe TpoBOAMIM Ha XpOMaTo-
rpacduyeckoit kooHke Luna CI18 (150 mM X 4.6
MM X 5wmkm; 100 A). ToxBmxHast dasza cocrosuia
W3 TeMOHN30BaHHOM BOIBI (pacTBOPUTENL A) 1 Me-
taHona (pactBoputenab b). Mcnomb3oBamm rpamm-
EHTHBII pexXxuM smoupoBaHus: m1o 15 muH 40 %
B, ¢ 15 no 16 MuH JauHeiiHOE yBelUdeHUEe 00BEM-
Hoit noimu b 1o 99 %, 17 o 25 muH 99 % B, ¢ 25
o 26 MUH JIMHEWHOE CHIKEHUE 00beMHOI noiau b
10 40 %, ¢ 26 o 30 mun — 40 % b. CkopocTs 110-
ToKa — 0.6 Mi/MuH. OGbeM BBOIMMOTO DKCTPAKTa —
20 mxi. Kononky tepMocTtatupoBanu Tipu 35 °C.
Hmmuaer BoyH: 220 HM Wi GypdyprIoBOro Crimp-
Ta 1 280 HM 1719 S-TUAPOKCUMETII-2-hypdypona,

XKYPHAJI AHAJTUTUYECKON XUMUU

I'OAYHOB u np.

2-pypdypona, 2-anerodpypaHa u S-meTui-2-dyp-
¢ypona. BpemeHa yaepXuBaHUS S-TUAPOKCU-
MmeTun-2-pypdypona, GyppypuiaoBoro crmpTa,
2-pypdypona, 2-anerodpypaHa u S-meTui-2-dyp-
dypona — 5.06, 6.84, 8.59, 10.64 u 13.77 MUH cOOT-

BETCTBEHHO.
PE3VJIBTATbI U UX OBCYXAEHWE

J711 MUKPO3KCTPaKLIMOHHOTO BhLIeIeHUsI pypa-
HOBBIX IIPOM3BOIHBIX U3 TPaHC(HOPMATOPHOIO Mac-
JIa M3y4aJii BO3MOXHOCTD IIPUMEHEHNSI B Ka4eCTBE
3KCTpareHToB TuapodmwibHbeIXx OP. B ponu akunen-
topa BonopomxHoii cesi3u (BC) mwist oopazoBanus DP
BBIOpaJI HEOOPOTOM, SKOJOIMYeCK Oe30macHBII
W TOJIIpHBINA xonuH xjaopun (IgKow = —5.16 [21]),
B poiu goHopa BC BeIcTymanu pasiandHbIe THAPO-
¢uabHbIE KapOOHOBBIE KMCJIOThI: aCKOpOMHOBAaS,
JIMMOHHAsI, sI0JIOYHAsI, MaJIOHOBas, IIaBelIeBas,
BUHHAasI, MOJIOYHAsI, MypaBbMHasl n YKcycHas (Ig-
Kow ot —1.85 mo —0.17 [21]). Ha mipenBapuTebHOM
3Tare roTOBUJIY IBYXKOMIIOHEHTHEIE DP B cooTBeT-
CTBUM ¢ peKoMeHmaumssMu [22]. BoabImmHCTBO TIpu-
TOTOBJICHHBIX ABYXKOMIIOHEHTHBIX DP ObLIM BSI3-
KMMH KUIKOCTSIMH IIPU KOMHATHOM TeMIIepaType,
YTO OTrpaHMYMBAET BO3MOXHOCTH MX IIPUMEHEHMS
B MMKPOS3KCTPaKIUK 0e3 HarpeBaHUs IKCTPAKIIH-
OHHOI cucteMbl. I3BecTHO, 4TO HEKOTOpPHIE (pypa-
HOBEIE IIPOM3BOINHBIC, TaKue KaK S-TUAPOKCHMeE-
TI-2-pypdypon n GypOypUIOBEIA CIUPT, MOTYT
pasjaraTthbCsl Ipy HarpeBaHUM U KOHTAKTE C KMCJIO-
pomoM Bo3myxa [23], mo3TOMY IS CHIDKCHUS BSI3-
KOCTH B IIPUTOTOBJICHHBIE OTBYXKOMIIOHEHTHBIE DP
BBOOWJIU TpeTuii mpekypcop — Bomy (10 %) [24].
Bce TpexkoMmioHeHTHBIE D P 06pa30BLIBAIN SMYITh-
CHM TIpU MEpEeMEIIMBAaHUU C TPaHC(POPMATOPHBIM
MacJIOM ¢ TIOMOIIBIO BUXPEBOTO AUCIIEPTraTopa mpu
KOMHATHOM TeMIIepartype.

C nenbio BEIOOpa 3(p(PEeKTUBHOTO 3KCTpareHTa
W3y4ajayd BIMSIHHE IIPUPOABI Ipekypcopa DP (mo-
Hopa BC) Ha cremeHb M3BJICUCHUSI aHAJIMTOB MPHU
cooTHoueHun dasz 1 : 1. Insg atoro B mpobupke
eMK. 2.0 M1 K 500 MKJ1 TpaHC(OPMATOPHOIO Macia
¢ KoHleHTpanuei anamutoB 500 MKr/1 1o6aBisiau
500 MKJI TpeXxKOMMIOHEHTHOTO OP. JI7151 1OCTUXKEHUS
SKCTPAKIIMOHHOTO pPaBHOBECHUSI TOJyYeHHBIE CH-
CTeMBbI ITIepeMeITnBaIn B TedeHre 30 MIUH ¢ UCITOJIb-
30BaHMEM BUXPEBOTO mucliepraTtopa. Ilocie aTtoro
cuctemy ueHTpudyruposamm npu 5000 o0/mMuH
B TeyeHUe 3 MUH. DKCTPaKT OTOMpaIu AJs mociie-
nyiomero aHaimm3a MetogoM BOXKX-V®. Ucxons
M3 TIOJIyYEHHBIX HaHHBIX (puUc. 1), MOXHO cAenaTh
BBIBOII, YTO B CiIyyae HauOoJjee IMOJISIPHBIX aHAJM-
TOB, TakKUX KakK S-TUAPOKCUMETUI-2-pypdypon
u pypdypunosslii ciupt (IgKow = —0.09 u 0.28
[21] cOOTBETCTBEHHO), CTENEHb U3BJIEUEHMST MpaK-
THUYECKM HEe 3aBUCUT OT Npupoasl goHopa BC. Ot1o
CBSI3aHO C T€M, UTO JAHHbIC AHAIUTHI UMEIOT B CBO-
el CTPYKType TMAPOKCUIIbHbIE TPYMIIbl, CIIOCOOHBIE
Ne 12
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Puc. 1. BausgHue npupons KapOOHOBOM KMUCIOThI — JIOHOpPa BOAOPOAHOM cBsI3u DP Ha 3(h¢GeKTUBHOCTb M3BICYECHUS
(GypaHOBBIX MTPOM3BOIHBIX U3 TpaHCHopMaTopHOro mMacia (n = 3, oobem DP u TpanchopmaropHoro macia — 500 MK,
KOHIIeHTpaLus aHaauToB — 500 MKr/i, comepxaHue Bomsl B DP — 10%, Bpems nepemernuBanus — 10 muH). B ckoGKkax
yKa3aHbl 3HaUeHUST KO3 GUIIMEHTOB JTUnoduibHOCTH (IgKow).

K obpaszoBanmio BC ¢ kommmonenTamu DP. B ciiygae
OCTaJIbHBIX aHAJINTOB Han0o0JIee YIOBIECTBOPUTEIb-
HOE M3BJIEUCHUE IT0Ka3ajl DP Ha ocHOBe XOJMHa
XJIOpUIA U YKCyCHOM KucaoTel (1 : 1, MOJIb/MOJIB)
¢ 10 % Bompl, KOTOPBIM BHIOpANIM IS JaTbHEMIIINX
HCCIIeN0BaHNI (CTeNIEeHN M3BJICUYCHUST BCEX aHAJIM-
TOB HaXOIWJINCh B IMaIa3oHe oT 85 10 96 %). Dto
CBSI3aHO C TE€M, YTO IIOJIIPHOCTh IIpeKypcopa OP —
ykcycHoi kuciaoThl (log Kow = —0.17 [21]) Hanbo-
Jiee OJIM3Ka K TIoJIsIpHOCTH 2-hypdypoia, 2-a1eTo-
dypana u S-metun-2-¢pypdypona (IgKow = 0.42,
0.52 1 0.67 [21] cOOTBETCTBEHHO), YTO IMO3BOJISIET
00eCIIeunTh MaKCHUMAaJIbHOE CpPOICTBO AaHAJUTOB
K 9KCTpareHry.

MonbsHOEe COOTHOIIEHNE MPEeKypcopoB DP Mo-
JKeT OKa3bIBaTh BIUSHUE Ha 3¢ (PEKTUBHOCTH MACCO-
TepeHoca aHaJIMTOB 13 (a3l TpaHC(HOPMATOPHOTO
Macna. st u3ydeHusl BIMSIHUSL JaHHOTO (pakTopa
OIIpEeACIISUIN CTeTICHb U3BJICUYEHNS AaHAJIUTOB B yCIIO-
BUSIX PaBHOBECHUS B 9KCTPAKIIMOHHOI CHCTEME P
HCIIOJIb30BaHNU DP ¢ pa3InyHBIM MOJBHBIM OTHO-
IIEHWEeM XOJIMH XJIOPUIA U YKCYCHOM KHUCJIOTHI (OT
1:2 mo 3 :2) npu MOCTOSHHOM COIEPXKaHUUW BOIBI
(10 %). YcraHoBuiu (puc. 2a), 4To YBEIMUCHUE CO-
IepXXaHWSI YKCYCHOM KHCJIOTH B cocTaBe DP 3ako-
HOMEPHO IIPUBOAUT K YBEINUCHUIO CTEIICHH M3BJIC-
YyeHWsT MeHee ITOJISIpHBIX aHamuToB (2-(pypdypod,
XKYPHAJI AHAJTUTUYECKOMN XUMUU
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2-anerodypad u S-metmn-2-pypdypon). B maas-
HEHIIMX UCCISIOBAaHUSIX UCITOIb30BaIu DP ¢ Mob-
HBIM OTHOIIIEHHMEM YKCYCHOM KHCJIOTHI M XJIOpUIA
xonuHa 1 : 1, TOCKOABKY IpU TAKOM COOTHOILIEHUN
TOCTUTHYTO MaKCMMAaJIbHOE M3BJICUYCHUE BCEX IISITU
AHAJINTOB.

ConepxaHue Bombl B cocTaBe DP Takke MOXeT
BJIMSITH HA CTEIIEHb M3BJICUYCHUSI aHAJUTOB 13 (ha3bl
TpaHchopMaTopHoro mMacia. I1o 3Toil mpuunHe u3-
yuaau 3¢ ¢GEeKTUBHOCTh MAacCOIEpPeHOCa aHAJUTOB
B YCJIOBUSIX PAaBHOBECHS B 9KCTPAKIIMOHHOM CUCTEME
IIpY UCHOJIb30BaHMK DP Ha OCHOBE XOJIMH XJI0pHIa
M YKCyCHOM KMCIOTHI (1 : 1, MOJIb/MOJIb) C pa3nmd-
HBIM comepxkanueM Bonbl (10, 15 u 20 %). Yeenunue-
Hue comepxaHus Boasl (6ojee 20 %) MOXeET npuBe-
CTU K Pa3JIOKCHUIO CTPYKTYPHI BOMOPOIHBIX CBA3€EH
B coctaBe DP [25, 26]. IlokasaHo (puc. 20), 4TO
colep:XKaHne BOObI B COCTaBE DKCTpareHTa IPaKTH-
YecKHU He BJIMSIET Ha CTeIICHb U3BJICUYCHMS BCEX aHa-
stoB. C Ipyroii CTOPOHBI, YBEJIMUCHHE COOCPKAHMS
BOIBI B cOCTaBe DP mpuBOIUT K CHIDKEHUIO €T0 BSI3-
KOCTH, YTO ITOJIOXUTEJIBHO CKAa3bIBA€TCS HAa CKOPO-
CTU YCTAHOBJICHUSI paBHOBECHSI B SKCTPAKIIMOHHOMN
cucreme DP—TpaHchopMaTopHOe MaciIo U IIPUBO-
IUT K OTCYTCTBUIO 3HAYMTEILHOIO POCTA JABJICHUS
npu BBegeHUN B cuctemy BOXX-YO. JlampHeii-
e MCCIACOOBAHMUS IIPOBOMWINA C IIPUMEHCHHEM

2024
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Mo.1bHOe COOTHOMEeHHe X0 THH XJIOpHT :
YRCYCHAA KHCJI0Ta

—e— 5-T'mapoxcaverrn-2-¢ypdypor —m— $ypdyprnossti cnupr

—&— 2-Anerodypan

Maccosasi 1014 BoabI, %o

—o— 2-$ypdypon

—>& 5-Metun-2-pypdypon

Puc. 2. (a): BausHre MOJIBHOTO COOTHOIIEHMS TIpeKypcopoB DP Ha crerneHb u3BIeYeHUs] (ypaHOBBIX MPOU3BOMHBIX;

(0): BIMsIHME comepxKaHUs BOAbl B cocTaBe DP Ha crermeHb M3BJIeYeHUs (PypaHOBBIX MPOM3BOIHBIX (7

3, obbeM DP

U TpaHcopmaTopHoro Macia — 500 MKJI, KOHLIEHTpaLus aHaaIuToB — 500 MKT/71, Bpemst iepeMeniBaHust — 10 MuH).

OP Ha O0CHOBE XOJIMH XJIOpUIA 1 YKCYCHOM KHMCJIOTHI
(1 : 1, Mmonb/Momnb) ¢ comepxkanreM Boabl 20 % (mu-
HaMmdecKkas BI3KocThb paBHa 13.3 mIla-c ipu 25 °C).

J71s1 cHIKeHUSI TIpenesioB OOHapYKeHUS IIpUMe-
HSUTA CTaAui0 KOHIIEHTPMPOBAHMSI aHAJIUTOB. Ba-
PpBUPOBAJIY COOTHOIIIEHHUE (pa3 9KCTpareHTa v TpaHC-
¢dopmatoproro macia ot 1 : 5 no 1 : 45. [1Ipu atom
o6weM DP coctaBmsgn 100 MKIT, 9TO COOTBETCTBYET
KOHIIETIIMNA MUKpo3KcTpakumy [13]. YcranoBmmm
(puc. 3), 4TO IIpU YBENMYECHUN OOBEMHOTO COOTHO-
meHus a3 3HaueHUSI K03 (P PULIMEHTOB KOHIIEHTPH -
PpOBaHMS MEHEe MOJISIPHBIX AaHAJINTOB YMEHBIIIAIOTCS
3HAYMTEIBHO CUJIbHEE, YeM Oosiee MoJisipHbIX. B Ka-
YECTBE OITHMAIbHOIO 3HAYCHMS IJIs HATbHEMIINX
HccliefoBaHUi BhIOpain 00beMHOE COOTHOLIeHE |
: 40 BBUIY TOCTIDKEHUS peXXMMa PaBHOBECHOTO Ha-
CHIIIIEHNS IJISI BCEX IIITU aHAJIUTOB.

st CHUXXKeHUSI BpeMeHM MOpOoOOIOArOTOBKU
M3y4yaayd BIMSHHE BPEMEHM IlepeMellnBaHus (a3
Ha aHaIMTU4YecKuii curHail. IlomydyeHHBIe 9KCTpaK-
LIMOHHBIE CHCTEMBbI IIePEeMEIINBAIN C UCIIOJIb30Ba-
HUEM BHUXPEBOIO OUCIIEPraropa, Ipyd 3TOM BpeMs
nepeMellIMBaHUS BapbUpOBan OT 1 1o 4 MUH. YcTa-
HOBWJIM, YTO PaBHOBECHE HOCTUTAETCS B TEUCHUE

XKYPHAJI AHAJTUTUYECKON XUMUU

1 muH. IIpu 3TOM XOJMH XJIOPUI MHULIMUPYET ca-
MOIIPOM3BOJILHOE pasnencHue a3 (6e3 meHTpudy-
TUPOBAHMUSA).

Takum obpasom, paspaboraH criocod orpene-
JleHrs1 (pypaHOBBHIX IIPOU3BOMHEIX B TpaHchOpMa-
TopHOM Macie (puc. 4). B mommmMepHyio mmpooup-
Ky romemiaoT 4.0 M1 mpoObl TpaHCchOPMATOPHOTO
Macia, gob6asmsror 100 Mxir DP Ha ocHOBe ykcyc-
HOI KMCJIOTHI 1 XoJmH xiopunaa (1 : 1, Mojab/MOJIb)
¢ conepxxaHueM Bombl 20 % 1 mepeMenBaoT ¢ 1c-
MOJIb30BaHMEM BUXPEBOTO IMCIIepraTopa B TeUCHUE
1 muH. Ilocie caMOIpPOM3BOJIBHOIO pa3delICHUS
(a3 (1—2 MUH B 3aBUCUMOCTHU OT BSI3KOCTH TPaHC-
dopmaTopHoro Macia) orompaior 50 MK dassl
BKCTpPaKTa MpPH IIOMOIIM XpOMaTOIrpacrIecKOro
IIIpHUIa IJIs IIOCIEAYIOmeTo oIpeneIeHus: ¢ypa-
HOBBIX ITPON3BOAHBIX MeTogoM BOXX-YO.

IIpu Banuaauum pa3padboTaHHOTO CIIOCO0a IKC-
MePUMEHTAJIbHO YCTAHOBWJIM IHAIIa30HBI OIIpele-
JISEMBIX KOHIIEHTpalLlMii, Ipemesibl OOHapyKCHUS,
MIpeenl oTipeneieHrs, 3HaYeHSI KO3 (P PpUIIeHTOB
netepMuHau (R?), XapaKTepUCTUKU TIPELIM3UOH -
HOCTH, IIPEICTaBICHHbIE 3HAUYCHUSIMHU IIOBTOPSIEMO-
CTU U BHYTPMIAO0OPATOPHOI BOCIIPOM3BOINMOCTH,
Ne 12
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Puc. 3. BnusHue cooTHomeHnsT 00beMOB (ha3 Ha KO3(pDUIIMEeHThI KOHLIIEHTPUPOBAHWS (DYpaHOBBIX TPOM3BOIHBIX (1 = 3,
06beM DP — 100 Mk, KoHLeHTpanus aHanuToB — 500 MKr/J1, coctaB DP — xonuH xsopua u ykeycHas kuciota (1 : 1, Moib/
MOJIb) ¢ coiepxkaHureM Boabl — 20 %, BpeMs niepemeiiiBanus — 10 MuH).

-
CaMONPOH3BOIEHOE
pasaeneHHe das
< < b} <
N W S
S 3 S -
] [
: = _
W] > > —_—
\ X x] '
* uf,
* Y
fpoda ApConmest OrGop sKcTpaKTa B3KX-VO-aHaTH3
TpaHCc()OPMaTOPHOTO 100 ME1 TIpoBeaeHHe AHCIEPCHOHHOM
Macaa (4.0 mm) 3IBTEKTHYECKOTO SKELIKOCTHO-KHIKOCTHOH
PacTBOPHTENA MHKPO3KCTPAKIIHH C BHXPEBEIM

JHCTIEPTHPOBAHHEM

Q DETeKTHYeCKHI pacTBOPHTEIE

* AHATHTEL 5-THOPOKCHMeTHI-2-¢ypdypor. ¢ypdyprioss ciHpt. 2-dypdypor. 2-aneTodypan. 5-MeTH1-2-gpypdyporn

Puc. 4. CxeMa BBIMOJHEHUS MUKPOIKCTPAKIIMOHHO-XpOMATOrpamyeckKoro orpenenaeHus (ypaHOBBIX MPOU3BOIHBIX
B TpaHCc(hOPMAaTOPHOM MacJe.
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U TIPaBUJIbHOCTU B COOTBETCTBUU C pEKOMEHIALIMS -
mu Eurachem/CITAC [27]. YcTaHOBIIEHHBIC aHAIN-
TUYECKUE XapaKTepUCTUKHU pa3pabOTaHHOIO CIIO-
coba rpencTaBlIeHBI B Ta0. 2.

J11s1 OLIEHKY MPaBUJIBHOCTH PE3yJILTaTOB OIpe-
JeNsuiv (bypaHOBbIE MPOM3BOIHBIE B IIpobax oTpa-
0oTaHHOTO TpaHC(GOPMATOPHOTO Macja METOIOM
BBelleHO—HaiineHo. PaccuuThiBain CTeNeHb BBIE-
JICHUS 10 opMyJIe:

c L —C
CreneHb BblIeeHus = —SA00aBKoit  "6e3noGaskn () g

Cl[O6aBKI/I

THE C¢ rosamon — KOHLIEHTpaLMsl (PypaHOBBIX MpPO-
M3BOIHBIX B Ipo0Oe C BBEACHHOI MTOOABKOM, MI/T;
Coes nocanx — KOHLEHTpALUsI (ypaHOBBIX MPOU3BOLI-
HBIX B MPO0E, MI/J; Cyosun — KOHLEHTPALIMSI BBE-
NEHHOM B IPOOY 100aBKM, MI/JI.

Wcxonst u3 naHHBIX Ta0JI. 3, MOXXHO CAEIaTh BBI-
BOJI, YTO COCTOSIHME OYMAaKHOI M30JISIUM B TPAHC-
(opmaTope sBIsIeTCS YIOBIETBOPUTEIbHBEIM M HE
TpeOyeT MpoBeneHNsT 3aMeHHbI (comepxkanue 2-gyp-
dypona vmxe 100 mxr/n) [3]. PaspaboTaHHbIii cITIO-
co0 obecrieynBacT CTEICHU BBHIICICHUS aHAJIUTOB
o190 10 101 %. B cooTBeTCTBMU C peKOMEHIALIUSIMU

IT'OAYHOB u np.

[28] st Ipo6 ¢ comepkaHWEeM aHAJIWTa Ha YpPOBHE
10 Mr/n u MeHee cTernieHb BoiieaeHus oT 80 go 110 %
MOXHO CUUATATh MIPUEMIIEMOI.

& 3k ok

O0ocHOBaHa BO3MOXHOCTH BBIIEICHUS (ypa-
HOBBIX TIPOM3BOIHBIX (S-TUApPOKCUMETHI-2-dyp-
dbypon, dypdypunosbiii  cnupt,  2-pypdypor,
2-anrerodypad u S-MeTui-2-Gypdypoir) U3 TpaHc-
(opMaTopHOro Macjia B 3BTEKTHUYECKHE pPaCTBO-
puUTeIM Ha OCHOBE XOJIMH XJIOpHAa, KapOOHOBBIX
KHCJIOT M BOOBl METOOOM IUCIIEPCUOHHOM XXWI-
KOCTHO-KUIKOCTHOII MHKPOSKCTPAKIIUM C BHUX-
pEeBBIM IHUCIIEpPTHUPOBaHUMEM. W3ydeHO BIUSHUC
MPEKYPCOPOB  3BTEKTUYECKMX  PacTBOPUTENCH
Ha 3¢ (GEKTUBHOCTh MAcCOIIEpEeHOCa IICJIEBhIX aHa-
JINTOB. DBTEKTUYECKUI PACTBOPUTEIb HAa OCHOBE
XOJIMH XJIOpHUAa, YKCYCHOI KHCIIOTHI M BOIBI 00Oec-
MeYrBaeT BO3MOXHOCTD BbIIEJICHUS U KOHIICHTPH-
poBaHUsI (ypaHOBBIX IIPOU3BOTHBIX U3 4 MII IIPOOBI
B 100 Mkt akcTpareHTa. Pa3paboTtan 3¢ eKTUBHBII
U JOCTYIIHBIN crIoco0 XxpoMaTorpapuieckoro ornpe-
IEeIeHUST CJICOOBBIX KOHIIEHTpaluii (ypaHOBBIX
MIPOM3BOMHEBIX B TPAaHC(HOPMATOPHOM Macie.

Ta6mua 2. AHaTMTUYECKHE XapaKTePHUCTUKI CITocoba onpeneyieHns (pypaHOBBIX IIPOU3BOIHBIX B TpaHC(HOPMATOPHOM

Mmacijie

ITapametp 2-ypdbypor

S-Tunpoxcumerun- | DypdyprnoBbiit
CITUPT

5-Metumi-2-

2-Anero aH
byp bypdypon

2-®ypdypon

HI/IaHaBOH OIpeaciIAEMbIX

. 3—10 000
KOHIICHTpALMiA, MKT/JT

7—-10 000

7—10 000 17—-10 000 13—10 000

Koadbdbuiuent

neTepMUHaLMU (R2) 0.9995

0.9997

0.9982 0.9996 0.9993

IIpenen ooHapykeHus (30),
MKT/JT

IIpenen onpeneneHus
(100), MxT/1T

IToBTOpSiIeMOCTD
(s,n=28),%

(TIp¥ KOHLEHTpALIUSIX
Cyu/ 10000 MKT/1T)

4/1.8

5/2.0

3/1.7 4/1.2 5/2.3

BuyTtpunaboparopHas
BOCITPOU3BOAUMOCTb (S,,
n=28),% 5/3
(TIp¥ KOHLIEHTPALMSIX
Cyu/ 10000 MKT/1T)

7/4 4/2.5

5/2.8 5/2.3

Hpmelmﬁue: §. — OTHOCHUTEJIbHOC CTaHAAPTHOC OTKJIIOHCHMUE, C,,,,, — HVXKHSA TpaHULIa JUara3oHa OoInpeacisi€MbIX KOHI.[CHTpaLll/lﬁ.

XKYPHAJI AHAJTUTUYECKON XUMUU
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Taommma 3. Pe3ynbratsl onpeneneHus pypaHOBBIX IIPOU3BOAHBIX B MP00ax 0TpaboTaHHOIO TpaHC(HOPMATOPHOTO

macna (n =3, P=0.95)

BeneHo, Haiineno, CreneHnb Beneno, Haiineno, CreneHb
AHanur
MKT/JT MKT/IT BbLIeneHus, % MKT/JT MKT/JT BbLIeNeHUs, %
IIpo6a 1

5-TugpokcumeTui-2- .

0 <I10 — 2.47 2.49 £0.17 101
bypdypor
Pypdbypunosbiit 0 <TI0 - 252 | 2424019 96
CITUPT
2-Dypdypoa 0 251 £ 12 — 2.55 2.73 £ 0.07 97
2-Anerodypan 0 <TIO" — 2.53 2.43£0.10 96
5-Metun-2-dypdypoi 0 29+3 - 2.51 2.57 £ 0.16 101
5-TugpokcumeTui-2-

49 44+ 5 90 9.54 9.3+£0.3 92
bypdypor
®ypdypuronsif 50 46+ 92 963 | 9.3%04 97
CITUPT
2-Dypdypoi 51 300+ 7 96 9.65 9.7+0.3 98
2-Atnerodypan 51 48+ 3 94 9.66 9.5+0.3 99
5-Metni-2-dypdypoi 50 777 95 9.61 9.3+04 96

IIpo6a 2

5-TuppokcumeTnn-2- .

0 <I10 — 2.47 2.43+£0.08 95
bypdypor
Lypdyprnonki 0 <no - 252 | 2434018 96
CITUPT
2-Dypdypoi 0 140 £ 7 — 2.55 2.62 £ 0.13 97
2-Anerodypan 0 <I10* — 2.53 2.47 £0.18 98
5-Metwi-2-dypdypoi 0 21.6 £2.5 — 2.51 247 +£0.11 97
5-TuapokcumeTu-2-

49 46 =7 93 9.54 9.2+0.5 96
bypdypor
Pypdypunoseiii 50 47+ 10 93 9.63 9.4+0.4 98
CITUPT
2-Dypdypon 51 187 £ 22 92 9.65 9.66 +0.26 99
2-Anetodypan 51 48 +4 95 9.66 9.4+04 97
5-Metni-2-dypdypoi 50 68 =7 92 9.61 9.4+0.3 98

*[TO — npenen oOHapyKeHUS.
KYPHAJI AHATTUTUYECKOU XUMUUN TtomM79 Ne 12 2024
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IT'OAYHOB u np.

OMHAHCHUPOBAHUWE PABOThI

ABTODHI BeIpaxatoT omarogapHocth CaHkT-I1e-
TepOyprcKOMy TIOCYJApCTBEHHOMY YHUBEPCHUTETY
(mpoekT Ne 115679504) 3a prHAHCOBYIO ITOIACPKKY
MPOBOAVMBIX UCCIEIOBAHUIA.

KOH®JIMKT MHTEPECOB

ABTOpBI JaHHOW pabOThI 3asIBISIOT 00 OTCYT-
CTBUY KOH(IMKTA NUHTEPECOB.
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MICROEXTRACTION-CHROMATOGRAPHIC DETERMINATION
OF FURAN DERIVATIVES IN TRANSFORMER OIL

P. A. Godunov* *, A. Yu. Shishov*, A. V. Bulatov*

Department of Analytical Chemistry, Institute of Chemistry, Saint- Petersburg State University,
Saint-Petersburg, Russia
* E-mail: paulgodunov@yandex.ru

Abstract. An express and environmentally safe method has been developed for microextraction of furan
derivatives from transformer oil for their determination by high-performance liquid chromatography with
spectrophotometric detection in the ultraviolet region of the spectrum. Various hydrophilic eutectic sol-
vents have been studied as extractants for the implementation of dispersion liquid-liquid microextraction
with vortex dispersion. It was found that the highest values of the degree of extraction (from 85t0 96 %) are
provided by a three-component eutectic solvent based on choline chloride, acetic acid and water. The rapid
spontaneous phase separation made it possible to eliminate the centrifugation stage. Detection limits (30)

from 1 to 5 micrograms/I have been reached.

Keywords: dispersion liquid-liquid microextraction, eutectic solvents, liquid chromatography, furan

derivatives, transformer oil.
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