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M3ydyeHa BOBMOXHOCTD BBEICHUS NeHTepus B 10axuH — COeMMHEHUE, COCTOsIIIee U3 XUHOHOBOTO U 1ohaMu-
HOBOTO (PparMeHTOB. YCTaHOBJIEHO, YTO M30TOMHbBI OOMEH MOXET ObITh OCYLIECTBJIEH C eHTEpUEeBOil BOIO B
npucytcTBUM TpudTopykcycHoit kucioTel (TOYK) u HCI. OntumanbHbIe yeioBust — ucnojib3oBanne TOYK
ripu TeMrieparype 80°C. sl akTUBaLMK M30TOITHOIO OOMEHA B pEaKLIMOHHYIO CMECH B JIOTIOJHEHHUE K KUCIIOT-
HOI1 KOMIIOHEHTe JOOAaBISIN KaTaln3aTopbl Ha OCHOBe puaus uiau namwianus (5% Pd/AlO4, 1,1,1,5,5,5-rek-
cadropnieHTaH-2,4-1uoHaT UMKiIooKTa-1,5-nuenunupunusi(l)). [penapatuBHelii cunTe3 [ D]nodaxuna npo-
BOJWIIH [IPU M30TOMHOM obMeHe ¢ aeiitepueBoii Bonoit (D,0 : TOYK 5 : 1, 80°C, 3 u). [Toayuen [D]xodaxun
¢ BeixonoM 20% u comepxkaHueM aeiitepust B Mojiekyie 1.2—1.4 aroma. ComepkaHue aeitepurst B 10haMHUHOBOM
dparmenTe HaxoauTcs B uHTepBaje 1.2—1.3 atoma. XMHOHOBBI (pparMeHT coaepxai npumMepHo 4—7% usorora.

Knioueswie crosa: neitrepuii, nodaxH, N30TOIHBIIT OOMeH

DOI: 10.31857/50033831124060101

BBenenne n30TonoB BOOOpPOIA B COEAMHEHUS, CO-
JIepxallle XMWHOHBI, TpobjeMaTUdHo. Aapo XMHOHOB
He SIBJsSEeTCS apoMaTUYEeCKMM, BKJaJd pe30HAHCHBIX
CTPYKTYpP apOMAaTHUYECKOTO THUIIA IS HUX HeBenukK. [1o-
3TOMY cBoOJicTBa 1,4-XMHOHOB OJIMKe K HEHACHILLIEHHBIM
1,4-nuketoHam [1]. OHM HEYCTOWUYUBBHI B BOCCTAHOBU-
TeJIbHOI cpele, HallpuMep IIpU HarpeBaHUU B aTMOC-
¢depe U30TONOB Bogopoaa. B ciayyae moaydyeHus1 MEUEH-
HBIX AeHTepreM COeAUHEHU MOXHO BOCITOJb30BaThCs
TsKelloi Bomoit. Ho maxke mpu 3TOM HarpeBaHME BbIIIIE
100°C nipuBOAUT K HAU3KUM BBIXOIAM MEYEHBIX Iperna-
patoB. B ¢Bs3U ¢ 3TUM 1151 KaXIoro mpernapara Takoro
pona HeoOXOOAUMO ONITUMU3UPOBATh YCIIOBUS CUHTE3A B
TeMrepaTypHOM U BpEMEHHOM pPeXUMe UHINBUIYaTbHO.
1St 3TOr0 HEOOXOAUMO MPUMEHUTH BECh apCeHa Mo~
XOIOB, KOTOPBII UMEETCsI Ha CerOMHSIIHIM aeHb [2—10].
B nanHoit pabote neiitepuiit BBOIWIN B 10(aXUH:
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[D]dodaxuH HeoOxoauM [Jisl MPOBEACHUS BaXKHBIX
OMOJIOTMYECKMX IKCIIEPUMEHTOB, CBSI3aHHBIX C U3y4e-
HUEM COEeOWHEHU, 06aJalonX aHTUPaIuKaIbHOM
aKkTUBHOCTHIO. [11].

Ienbio paboThl siBNsIeTCS nojydeHue [ D]nodaxuHa.

OKCITEPUMEHTAJIbHAA YACTb

Karanuzaropsl, pacTBOpUTENU, peareHThl — KOMMepYe-
ckue npernapatbl. JlohaxvH cMHTe3UpoBaH 1o MeTony [11].

7151 aHamM3a peakIIMOHHBIX CMeCei MCTIOIb30BaIn
METOIbI BHICOKO3(HEKTUBHOMN XKUAKOCTHON XpOMaTo-
rpapun (BO2XKX) n Mmacc-cnekrpoMmerpuu. BOXKX mpo-
BOAMIM Ha xpoMaTtorpade Munnxpom A-02 ¢ ncnonb3o-
BaHueM KolIoHKH ProntoSIL-120-5-C ¢ AQ (2 X 75 MM,
pa3mep yactull 5 MkM). [MoaBuxkHas daza: A — 200 MM
LiClO,+5 MM HCIO, b — MeOH, nuneiHbIi rpaav-
€HT KOHIEHTpalu MeTaHoja B 0ydepe ot 10 o 100%
3a 12 muH. CKopocTbh nogauu aaoeHTta — 0.15 Mia/MuH.
Temmneparypa kosnonku 35°C. BpeMs ynepXuBaHus 10-
(haxuHa — 9.11 MuH.

Macc-cnekTpoMeTpuuecKue NaHHble MOoJaydyaiu
Ha npubope LCQ Advantage MAX (TepmoaieKTpoH,
CIIA), c noHu3anueii 3JIeKTpopacubUIeHUEM, IIPSIMbIM
BBOJIOM pacTBOpa oOpaslia ¢ KoHLeHTpauueit 10 Mxr/mi
B MeTaHoOJIe U JalibHeliIel (pparMeHTalueir MojeKy-
JISPHOTO MUKa B aHAJIM3aTOPE METOIOM MOHHBIX COy/aa-
penuit pu 35 3B.

BapuaHThl BBeneHuUs neitepus B 1ohaxuH (BbIXOI U
colepXaHue neiTepus NpuUBeAcHHI B Ta0n. 1—3) ommca-
HBI HIXE.

Memooduka 1

ITpurorosnenne cmecu 5% Pd/Al,0;—Al,O;—noda-
xuH (5 : 20 : 1). PactBop 10 Mr nopaxuna B 0.1 mi me-
TaHoJa po6asisum K 200 mr ALLO,. MeTtaHon ynananu
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yIapuBaHUEM HAa POTOPHOM KCIIApUTENIE U OCTATOK JIU-
odwmnusuposamu. 3atem 50 mr 5% Pd/Al,O, TmaTensHO
TepeTUpaIn co cMechlo nentuna u Al,O;.

IIpoBenenne TBepaOha3HOI PeaAKIHM.

a) 13 mr cmecu 5% Pd/Al,0,—Al,O;—nodaxuH nome-
IIAJTM B aMITyJTy, KOTOPYIO BAKYYMUPOBAJIH 10 JaBJICHUS
0.1 ITa, 3amoJHSIM Ta3000pa3HBIM AeUTEPUEM 1O JTaB-
neHus 400 rlla u BbIAepXXUBaIU TPpU KOMHATHOU TeM-
neparype 10 u 18 4. U30bITOK ra3000pa3HOro aenuTepus
yIajasuii BaKyyMUpoBaHueM. BeriecTBo ¢ KarajiuzaTo-
pa 3KCTparupoBajad MeTaHoJIOM (5 X 2 mu). JlaOuiabHBII
JIEeUTepuid yIasan HECKOJIBKO pa3, paCTBOPSIS BEIIECTBO
B MeTaHoJie (5 X 2 MJI) U yrapuBasi MOCJAeIHUN. AHAIU-
3upoBaiu Metonamu BOXKX u Macc-cniekTpoMeTpuu.

0) Cmecb 5% Pd/Al,0,—Al,O,—nodaxun (5:20: 1) Bb-
JIepKUBaJM TP KOMHATHOM TeMIiepaType B TeueHuu 1 9
B aTMoc(depe razoodbpasHoro aeitepusi (maBieHUE
400 rITa). 3aTem ra3oo0pa3HbIi AeTepUil yIANSIIA U
3aMoJIHSIM peaKIMOHHBIN cocya aproHoM. K HackI-
uieHHoit aeiirepuem cmecu 5% Pd/Al,0,—Al,O,—noda-
xuH (5 : 20 : 1) gobasnsau 0.2 MJI IeiTepreBOil BOIBI
WIN JeiTepreBoil Bombl C TPUMDTOPYKCYCHOM KUCIOTOM
(cootHourenue 100 : 1) u BoiaepxkuBanu 0.5, 1, 2 4 ipu
70°C wm 18 4 ipm 23°C. 3areM o6GpabaThIBaik, Kak
OIMCAHO BHIIIIE.

Memooduka 2

a) odaxun (1.4 Mr) TIOMEIaIM B aMITyJIy U pacTBO-
psui B 0.4 Mn meiitepueBoit Boawl ¢ IM®A (7 : 1), BHO-
cunn CODIrFAcac (1.4 mr):
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1,1,1,5,5,5-TekcadproprieHran-2,4-nuoHaT
nukiookra- 1,5-nnenmmpuausa(l) (CODIrF Acac).

AMIIyJly 3alauBajivi U BblAepxkuBaiu 1, 2, 3 4 npu
90°C wnu 18 1 mpu 23°C. 3areM oOpabaTeIBaIM, Kak
OIMCAHO BHIIIIE.

0) Hodaxun (3.5 Mr) nmoMmeniajm B aMITyjlly M pac-
TBOpsiaiv B 0.4 MJ1 cMecu AeliTepueBasi Boga—TpugTo-
pykcycHas kuciaoTta (cootHomeHnue 100 : 1), BHoCHIN
CODIrFAcac (1.6 mr). Peakitiio Benu 3y ipu 70°C u 18 4
rpu 23°C. AHAJOTUYHO TIPOBOIWIN PEAKIIUIO IIPU CO-
otHoweHnu D,0 : TOYK 200 : 1, 3 4 mpu 70°C u D,O :
TDYK 5: 1, 3 9 ipu 80°C. 3arem o6pabaThIBaIA, KaK
OITMCAHO BHIIIIE.

Memoduka 3

a) PactBop nodaxuna (6.9 mr) B 0.7 ma cmecu D,0—
TOYK (200: 1) Beigepkuanu npu 125°C B redenue 15 MuH.
3aTeM oOpabaThIBaIM, KaK OIMMCAHO BHIIIIE.

IMEBYEHKO u np.

6) PactBop nodaxuna (6.0 mr) B 0.6 M cmecu D,0—6
N HCI(1:1) wm D20-T®YK (1 : 1) BeLAepXUBaIU 5 4
npu 60°C. 3aTeM oOpabaThiBaiy, KaK OIMCAHO BHIIIIE.
Beixon [D]modaxuna B mpucyrcrBun TOYK — Menee
2%, B mpucyrctBun HCI — menee 1%.

B) Jdodaxun (7.0 mr) pactBopsinu 0.7 M1 cMecH Jeii-
TepueBasi Bona—KOHIEHTPUPOBaHHAs COJIsIHAsI KM CJIOTa
(cootHomieHue 1 : 1 win 9 : 1) u moMemaau B aMIyjabl
(Mo ABe KaxKJa0ro pacTBopa). AMITYJIbI 3aIOJIHSIJIA apro-
HOM, 3allavBalli U Tpeiau B TepMocrare pu 60°C B Te-
yeHue 2 1 4 4. 3aTteM pactBopuTenb ynapuBanu. Cyxoit
OCTaTOK JIMODWIN3UPOBAIN U PACTBOPSUIM B MeTaHOJIe
IU1s1 ynajieHus 1abuabHoro neiitepus. 3aremM oopadbaThi-
BaJIM, KaK OIMKMCAHO BEHIIIIE.

r) JodaxuH (5.0 mr) pactsopsuu 0.5 M cmecu D,0—
TOYK (20 : 1) unu D,O-TPYK (1 : 1) u nomewanu
B aMITyJIbI. AMITYJIBI 3aIIOJTHSIIA apTOHOM, 3allauBajiv U
rpeu B TepMocTaTte mepBblil pacTBop mpu 60°C B Teue-
uue 2 u 4 4, Bropoit — rpu 70°C B reuenne 0.5, 1 u 3 u.
3aTteMm pactBoputenb ynapubain. CyXxoil 0CTaTOK JIMO-
bunuzupoBaiu U pacTBOPSIU B METaHOJIE ISl yaasie-
HUSA JTAOUJTBHOTO neiTepusi. 3aTeM 00pabaThIBaIn, Kak
OITMCAHO BHIIIIE.

n) Hopaxun (24 mr) pactBopsiiu B 2.4 M1 cMecHu
D,0—T®YK (5 : 1). [To 0.2 mx pacTBOpa nMomeniaau B
12 ammyn. AMOy/bl 3alIOJHSIIA apTOHOM U 3arlavBaJii.
Peakuuio e ipu 60°C B Teuenue 1, 3 u 4 4, ipu 70°C
B Teyenne 0.5, 1 u 3 4, npu 80°C B Teuenue 0.5, 1 u
3 4, mpu 90°C B Teuenue 1, 2 u 3 4. 3aTeM oOpabaTHIBa-
JIM, KaK OIMKMCAHO BBIIIIE.

PE3VIIBTATBI U X OBCYXIEHUE

YCcTOMYMBOCTh XMHOHOBEIX CTPYKTYP MOXHO OXKM-
JaTh TOJIBKO IMPU OTHOCUTEIBbHO MSATKUX YCIOBUSIX IIPO-
BeIEHUS U30TOMHOro oOMeHa ¢ aeiitepuemM. Bee monbIT-
KM IIPOBECTU M30TOMHBINA OOMEH ¢ Ta3000pa3HBIM ACii-
TepueM Jaxe IMpu KOMHATHOI TeMIepaType MpUBOIWIN
K IIOJIHO Jerpagainuu Beliecta. Berxon nodaxuna npu
M30TOIMTHOM OOMEHE C IeMTeprueBOi BOOOI IIpU TeMIIe-
parypax Boile 100°C TakKe oKaszajcs HEyIOBIETBOPH -
teapHbIM. Tak, ripu 125°C nodaxuH, pacTBOPEHHBII B
JIeiTeprueBOi Boae, IMPAKTUISCKIU MOJTHOCTBIO IeTpaau-
poBai B Teuenue 15 mun (Boixon 0.3%, cpenHee BKITIO-
yeHue naeitepus 0.18 atoma).

151 akTMBU3aIMY M30TOITHOTO OOMeHa MCITOIh30Ba-
JIA KaTaJnu3aTophl HA OCHOBe UpUIUs WiK nautagus (5%
Pd/Al,0;, 1,1,1,5,5,5-rekcacdpropnieHTan-2,4-1MoHaT LK-
kiookTa-1,5-nuenunupuaus(l)). Ho okasanocsk, uto B
ciyyae ucnonb3osanus 5% Pd/Al,O; 6e3 no6apnaeHus
KUCJIOTHI 1odaxuH ObICTPO Aerpaauponai. daxe npu
KOMHATHO# TemnepaTtype B pactBope D,0O nodaxux B
TedeHMe 18 4 mIpeTepIieBall MOJIHOE pa3pylieHue (Iepen
nob6asnenueM D,0 cmecs 5% Pd/Al,0,—Al,O;—noda-
XUH BBIAEPXUBAIN B TedeHWe 1 94 B aTMocdepe Tra3o-
oOpa3Horo neiTepus).

[Tpu npoBeaeHUM peakiluU B TeX XKe YCIOBUSIX C UC-
rmosib30BaHMeM B kauecTse pactsopurens D,0—TOYK



BBEJIEHUE JEUTEPUS B JODAXUH

Ta6mmua 1. 3aBUCHMMOCTh M30TOITHOIO OOMEHa IeNTepUs C
MpOTOHaMHM nodaxrHa OT BpeMEHHU MPOBENCHUS peaKINn
TIpY VCITOJb30BaHUM KaTaJU3aTOPOB Ha OCHOBE UPUIUS
WA TaJUTAIUsT

Bpewms, T,°C Cpentice LD Beixon, %

q godaMuH | XUHOH
CODIrFAcac, D,O—IM®A (7 : 1)

1.0 0.04 0.01 61

20 | 90 | 0.0s 0.03 38

3.0 0.08 0.05 31

180 | 23 | o0 0.01 97
CODIrFAcac, D,0—T®YK (200 : 1)

30 | 70 | o8 004 | 99
CODIrF Acac, D,0—T®YK (100 : 1)

30 | 70 | on 0.04 99

180 | 23 | 0.06 0.01 97
CODIrFAcac, D,0—TDYK (5 : 1)

30 | 80 | 1 0.16 34

5% Pd/ALO,—ALO,—nodbaxus (5:20: 1),
D,0-T®YK (100 : 1)

0.5 0.1 0.02 96
1.0 70 0.17 0.04 94
2.0 0.30 0.05 90
180 | 23 0.15 0.01 <5
5% Pd/ALO,—ALO,—nodaxus (5:20: 1),
D,0-T®YK (5: 1)
0.5 % 0.55 0.05 57
1.0 0.83 0.07 36
180 | 23 0.21 0.02 1

(100 : 1) BeIxXoAd [D]modaxuHa okazancss JOCTaTOUHBIM
DTS €TO OTpeAeNIeHNsI, HO HeIOCTaTOYHBIM IIJTS TIpaK-
TUYECKOIro McCIojab3oBaHus (tadiu. 1). Ilpu mpoBene-
Huu peakuuu B cMecu D,0O—TOYK (5 : 1) BbIxon yBe-
JIMIUJICSA, HO BKIIOUEHUE AEUTEPUs OCTAIOCh HEYIOB-
JIeTBOpUTEIbHBIM. [1py TIpoBeneHNU peakiiny B CMECH
D,0—T®YK (5:1) co cmecbio 5% Pd/Al,0,—Al,0;—n10-
axua (5: 20 : 1) mpu 80°C B Teuenue 0.5 u 1 4 cpentee
BKJIIOUEHUE AeiTepus B 1o0¢axvH ObLJIO MEHEEe OTHOIO
aToMa Ha MOJIeKYJy IpU BBICOKOM Bbixofe (Tadi. 1). B
nodaMuH BKIIIOUMIIOCh 92—93% neiitepus, XWHOHOBBIM
dparmMeHT comepxai okono 7—8% merku (taor. 1).

IIpu ucnonws3zoBanuu 1,1,1,5,5,5-rexkcaToprieH-
TaH-2,4-nuoHara LUKJIooKTa-1,5-quenmnupuaus(l)
(CODIrF¢Acac) 6e3 TOYK kaTtanuszaTop yBeauyuBal
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YCTOMUYMBOCTD fodaxuHa. B HeliTpalibHOM cpene naxe
pu 90°C BeIXonm modaxuHa yepes 3 1 6511 Boie 30%,
HO BKJIIOUeHHUE aeiiTepus cocTapisiiio MeHee 0.1 atoma
Ha MoJiekyny. [Ipu npoBeaeHUM peakuuu C 3TUM KaTa-
JIN3aTOpOM B cMecu AeiitepueBast Boga— T ®YK mipu co-
orHomrenuu 5 : 1 u 70°C B TeyeHue 3 4 HaGIIOOATOCH
cpenHee BKJIIOUEHUE OeliTepust okojiao 1.5 aToMoB Ha
MOJIEKYJy U Bbixon okoJio 30% (ta6u. 1). ITo-Buaumo-
MY, UCTIOJIb30BaHUE MAJUIAANS WA UPUIUS B KAUeCTBE
KaTaJu3aTopa B OCHOBHOM BMsieT Ha Bbixon [D]noda-
XWHA, a U30TOMHbIA OOMEH aKTUBUPYETCSl KUCIOTaMU
(Tabm. 1).

[TonbITKN 1OOUTHCS OOJIBILIETO BKIIIOUEHUS NEUTE-
pUs 32 CUET YBEIMUCHUS BpeMEHU peaKlMi 0Ka3aaocCh
HEeNpOAYKTUBHBIMU. 3a 5 4 npu 60°C B pUCyTCTBUU
TOVYK sBoixon ctaHoBwicsa Huxe 2%, ¢ HCI — nuxe 1%.
IIpoBoauTh peaklinio UMEET CMbICI B TeUeHUE He OoJiee
3—4y.

TakuMm oOGpa3oMm, oKa3aaoCh, YTO HAOOpP IMMPUEMOB
IIJIST BBEACHUS IeHTepusl B 3TO COeAUHEHMUE ObLIT BECh-
Ma orpaHmdeH. [1punioch BapbUpoOBaTh COOTHOIICHHE
D,0—kucinora, remneparypy B paiione 23—90°C u Bpe-
Ms B guarnasoHe ot 0.5 1o 4 u (Taba. 2, 3). B kauecTBe
kuciothel ucnonb3oBaau TOYK u HCI.

IIpoBeneHHbIe UCCIEAOBAHUS TTOKA3aJIu, YTO U BbI-
XOII, ¥ BKITFOUCHWE MEeHTepHS BBIIIIE TTPU UCIIOTb30BaHUH
TOYK (tabn. 2). [Toeimenne KoHueHTpauun TOYK
MEHbIIIE BIUSET Ha merpamainuio nodaxuHa, YeM HcC-
nosib3oBaHue HCI. DTo 1mo3BoanI0 MPOBOIUTH U30TOII-
HbIit 00MeH B mpucyTcTBUM TMOYK 11pu 60s1ee BEICOKOM
TeMmmneparype (ta6iu. 2, 3). [ToBblllIeHHe TeMITepaTyphl He

Ta6auna 2. 3aBUCUMOCTb M30TOITHOTO OOMeHa NelTepust
¢ IPOTOHaMU 10(MaxnHa OT BpEMEHH M TEMIIEPATYPHI IIPU
pasHbIX cooTHOLeHusx D,0—kuciora

Cpennee YD
Bpemsa,u | T, °C Brixon, %
nodaMuH XAUHOH
1. D20—6 Ne HC1 (9:1)
2.0 0.59 0.13 29.8
4.0 60 0.91 0.15 19.5
2. D20—6 Ne HCI (1: 1)

2.0 1.07 0.81 2.1
4.0 60 1.18 0.43 0.6

D,0—-TOYK (20: 1)
2.0 0.18 0.02 66.0
4.0 60 0.43 0.07 56.0

D, 0-TOYK (1:1)
0.5 0.74 0.07 49.5
1.0 70 1.15 0.11 24.3
3.0 1.84 0.20 3.7
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Puc. 1. MI3oTonoMepHEIit cocTaB nodaxrHa B 3aBUCUMOCTHU OT TeMIIepaTypsl (a, 0, r), cootHoweHust D,0 : TO®YK (a, B) u Bpe-
MeHu peakuuu (6, 1, e). a — 70°C, 34, D,0 : T®OYK 5: 1; 6 — 80°C, 34, D,0: TOYK 5: 1; 8 —70°C, 34, D,0 : TOVK 1: 1,
r—90°C, 34, D,0: TOYK5:1; 1 —80°C, 0.54, D,0: TOYK 5: 1;e —80°C, 14, D,0: TOYK 5: 1.

TOJILKO aKTUBUPYET BKJIIOUCHUS JeUTepUs, HO M CHIKAET
colepKaHue HeeTepUPOBAHHOTO JOo(aXuHa, YTO ITOBHI-
IIaeT TOYHOCTh U3MEPEHUI TIPpY OMOJIOTUUECKUX UCCIIe-
JIOBaHMSIX METOIaMU1 Macc-crieKTpoMeTpuu (puc. 1).

Kak BumHO 13 puc. 1, Ipu MOBBIILIEHUN TeMIIepaTy-
PBI U YBEJIMUYEHUM BPEMEHU peakiiu pacTeT coaepka-
HUE U30TOMOMEPOB C OOJIBIIUM KOJIMUYECTBOM aTOMOB

neiiTepusi, U TONbKO HelOCTaTOUHAsl CTaOUJIbHOCTD J10-
(haxuHa He JaeT BO3MOXHOCTh MOJIYYUTh Mpenapar ¢
06bIIMM comepxaHueM nelitepus. Ha To, 4To Kucnot-
HbI KaTajqu3 UHULUUPYET U30TOMHBINA OOMEH, YKa3bl-
BaeT POCT COoAepPKaHUSI U30TONOMEPOB C OOJBIINM KO-
JIMYECTBOM JeUTepHs P J00aBIeHUN OOJIbIIETO KOIM-
yectBa TOYK B peakIImoHHYIO CMECh.
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Puc. 2. Criektp M30TOIIOMEPOB IIPY BBEACHUY IeTepus B
nodaxun (80°C, D,0 : TOYK 5: 1): a — Ge3 Karanmusaro-
pa; 6 — B pucyrctBun CODIrF¢Acac; B — B mpucyTCTBUA
5% Pd/Al,0,—AlL0;.

Ta6muua 3. 3aBUCHMOCTb M30TOITHOTO OOMeHa IeUTepust
¢ MpoTOHaMM Mo axrHa OT BpeMEHU W TeMIIepaTypsl TIpU
cootHouieHuu D,0-TOYK (5: 1)

Cpennee YD
Bpemsa,u | T,°C Beixon, %
nodaMuH | XUHOH
1.0 0.39 0.04 54.3
3.0 60 0.84 0.13 39.4
4.0 0.92 0.14 29.7
0.5 0.29 0.05 83.4.0
1.0 70 048 0.09 74.1
3.0 1.58 0.28 27.2
0.5 0.53 0.05 64.3
1.0 80 0.86 0.13 58.7
3.0 1.85 0.39 18.5
1.0 1.43 0.13 7.1
2.0 90 1.67 0.09 2.0
3.0 1.78 0.25 0.4

ITo Macc-cneKTpoOMEeTpUUECKIM JaHHBIM, 10(haMUH,
oOpazoBaBimiicsa npu rugpoimse [D]nodaxuna, comep-
3XaJl CTOJIBKO Xe IeiTepus, 4To U 1o aMUHOBLIN (par-
MEHT, CBsI3aHHBIH ¢ JodaxuHoM. CienoBaTesIbHO, HU3-
KO€ KOJIMYECTBO METKHU OMpeaeisieTcsl TeM, 4To TeMIie-
paTypa, Ipy KOTOPOi MIPOBOAUTCI U30TOIHBINA 0OOMEH,
HemgocTaToyHa 1is1 3P HEeKTUBHOIO BBEACHUS TeUTepus
B nodaMuH (B 0OTpaOOTaHHBIX YCJIOBUSIX BBEIACHUS Acii-
TepUsI OCHOBHAS YacTh METKU B To(daXUHe BKIIIOUAETCS
B nodamun) (tabmn. 1-3). Ipu 190°C (30 muH, D,O :
TOYK 10 : 1) MOXHO GBUIO OXUIATH BKIFOUCHUE B 10-
¢damuH 2.5 atoma neittepus [12].

HMuTepecHO OBLIO MpOaHAIM3UPOBATh CIIEKTP M30-
TOIIOMEPOB MPHU Pa3HbIX CIOCO0aX BBEACHUS AEHTEPUS

(puc. 2).

M3 npuBeneHHbBIX JaHHBIX (pUC. 2) CEAYET, UTO MpHU
ucnojib3oBaHuu D,0—TPYK 6e3 kaTanuzatopa ocra-
eTcsl HauMeHbIllee KOJIMYEeCTBO M30TOMoMepa, He COo-
JepKalllero JelTepuii, a conepkaHue U30TOMTOMEPOB C
TpeMsI, YETHIPbMS U TISAThIO aTOMaMM IeUTepus B TIPO-
LIEHTHOM cofepxXaHuu Hambosbiiee. O6a 3tu Pak-
Topa MpUBJIEKAaTeIbHbI B CMbICJIE UCMOJb30BaHUS B
Macc-crnekrpomerpuu. [1pu ucnonb3oBaHnuu cmecu 5%
Pd/Al,0,—Al,O;—nodaxun (5 : 20 : 1) Habm0DaeTCsS 06-
patHas KaptuHa. [To-Buaumomy, Heodbxonumas s cTa-
ounusanun godaxuHa TOYK B 3HaUNTENbHOM CTEIIEHN
Ne3aKTUBUPYET KaTalnu3aTop.

[MpuyuHa merpaganuu modaxyuHa MPU BBEICHUU
METKI B OCHOBHOM CB$SI3aHa ¢ 0Opa3oBaHUEM IIEJIOTO
psiia TOGOYHBIX IMPOAYKTOB, OCHOBHBIM M3 KOTOPBIX
SIBJISIETCST TIPONYKT THAPOIN3a nodaxuHa Mo aMUIHOM
cBsi3u (puc. 3).
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Puc. 3. Anaynm3 Ha xpomarorpade Munxpom A-02 peakIIMOHHOI cMecH (TIepBbIit 0003HAUEHHBIN MUK — BPEMsI YIEePXXUBAHUS

nodamMrHa, BTOpoit — modaxmHa).

IIpemapaTUBHYIO OYMCTKY IMPOBOAUIH C MCHOJb-
3oBaHueM KojioHKu Reprosil-pur C18aq (20 X 150 mm,
pa3mep vactuil 10 MKM) B cucTeMe MeTaHOJ—BoJa—yK-
cycHast kucioTa (35 : 65 : 0.1), cKopocTh TTogauyu 3110~
eHTa 20 MJI/MUH.

Takum o6pa3oM, MOKHO CUYUTATh ONTUMAaJIbHBIM HC-
MnoJib30BaHue cMecu aeiitepueBas Boga— I PYK B coor-
HoueHuu 5 : 1 u nposeneHue peakuuy npu 80°C B Teue-
Hue 3 4. CpenHee BKIIOYEHUE ACUTEPUS IPU 3TOM OKO-
JIO 2 aTOMOB Ha MOJIEKYITY, BbIXoa — okouio 20% (Taoi. 3).

OMHAHCHUPOBAHUME PAGOThI

Paborta BbITTOJIHEHA B paMKax roc3agaHusl o TaHy
HUWOKP HUAII “KypuyaToBCKUit MHCTUTYT .

KOH®JIUKT MHTEPECOB

ABTOpPHI 3asBJISIOT 00 OTCYTCTBUM KOH(DpIMKTA
MHTEPECOB.
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BBEJIEHUWE JEVUTEPUS B JODAXUH

Deuterium Labeling of Dopaquine

V. P. Shevchenko’, 1. Yu. Nagaev” *, K. V. Shevchenko’, and N. F. Myasoedov*
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The possibility of introducing deuterium into dopaquine, a compound consisting of quinone and dopamine
fragments, has been studied. It has been established that isotope exchange can be carried out with deuterated water
in the presence of trifluoroacetic acid (TFA) and HCI. Optimal conditions are the use of TFA at a temperature
of 80°C. To activate isotope exchange, catalysts based on iridium or palladium (5%Pd/Al,0,, cycloocta-1,5-
dienylyridium(I) 1,1,1,5,5,5-hexafluoropentane-2,4-dionate) were added to the reaction mixture in addition to the
acid component. The preparative synthesis of [D]dopaquine was carried out by isotope exchange with deuterated
water (D,0 : TFA 5: 1, 80°C, 3 h). [D]Dopaquine was obtained in 20% yield of with the deuterium content in
the interval 1.2—1.4 atoms per molecule. The deuterium content in the dopamine fragment is 1.2—1.3 atoms per
molecule. The quinone fragment contained approximately 4—7% of the isotope.

Keywords: deuterium, dopaquine, isotope exchange
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