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Abstract. This study presents the method of HPLC separation of cis- and trans-4,5-dihydroxyimidazolidine-2-
thione stereoisomers. Different columns were used for this study, but the best separation was achieved by using
the HILIC column. This method allows to determine the ratio between isomers and impurities included in the
sample. Also, existence of cis- and trans isomers and its ratio were determined by 'H NMR spectroscopy. The

results, obtained by the NMR agrees with the results obtained by using our HPLC method.

BBenenue. B Hactosielr pabotre paccMOTpPEH BOIPOC Pa3pabOTKH YCIOBUH XpoMaTorpaduveckoro
paszeneHus NPOCTPAHCTBEHHBIX U30MEPOB OPraHUYECKOTO COeIMHEHUS 4,5-AUruAPOKCUMUAA30IUINH-2-THOHA.
4,5-muruapoxcumuna3onuaud-2-tuon  (AIMT) — mpoaykT B3aMMOAEWCTBUS TJIHOKCANII W THOMOYECBHHEL,
HCTIOJB3YIONTHICS B Ka9eCTBE IMPOMEXYTOUHOTO MPOAYKTA ISl CHHTE3a [IEHHBIX OPraHNnYeCKUX COeAMHEHHH [ 1,
2]. JI'MT obmamaer aHTUKOPPO3HMOHHBIMH CBOHCTBA W MOXKET HCIIOJIB30BAThCS B KauyeCTBE HWHTHOWTOpA
KHUCJIOTHOM KOppo3uM ctaiu [3, 4, 5]. B pe3ynbrare cuHTe3a MOIY4YaeTCsl CMECh MPOCTPAHCTBEHHBIX H30MEPOB
(Puc. 1), 4To mojATBEpPKAAETCA IKCIIEPUMEHTANILHO MONy4eHHBIMY criekTpamu 'H-SIMP (puc. 2). Uccnenosanue
JAI'NT npencraBiseT MHTEpPEC, TaK KaK KPOME CXEM CHHTE3a U CBEIEHUH 10 CTPYKTYpE COECOUHEHUsS, B
JUTEpaType OTCYTCTBYET Kakasg-muO0 WHOpMANHsS 110 OIPEACIICHHIO KOJMYECTBEHHOTO COOTHOIICHHS

HU30MEpOB.
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Puc. 1. CmpykmypHvie popmynvl npoCmpancmeeHHbIX U30Mepos

mparnc-4, 5-0ucudpoxcuumud030auOUH-2-muoH (a) u yuc-4, 5-0ueudpoxcuumudo3oauout-2-muoHx (6)
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Marepnaasl u  MeToabl ucciaegoBanmsi.  OOpaszen  4,5-IUTrHApOKCHMMHUAA30JHMIUH-2-THOHA,
cuHTe3npoBaH B JlabopaTopun opranmueckoro cuareza TT'Y.

Crexrper 'H-SIMP monydensr ma cmektpomerpe AVANCE III HD 400 MI'm (Bruker, T'epmanus)
Xpomarorpauiaeckoe pas3ielieHHe MNPOBOAWIN C MOMOIIBI0O METOAa BBICOKOA((EKTUBHON IKUIKOCTHOMH
xpomarorpaduu Ha mpubope Ultimate 3000 (Dionex, CIIA), ¢ ucrnois30BaHHEM Pa3IAYHBIX AHATUTHYCCKUX
kosionok: ZORBAX Eclipse Plus C8 4.6x250 mm, 5 mxm (Agilent, CIIIA), PerfectSil Target ODS-3 HD 4.6x250
MM, 5 MkM (MZ ANALYSENTECHNIK, I'epmanust) u Luna HILIC 4.6x150 MM, 5 mxm (Phenomenex, CILA).
JetekTrpoBaHue IPOBOIIIIN HA CIIEKTPO()OTOMETPHUECKOM AETEKTOPE MPH IITHHE BOIHEI 238 HM.

Pe3yabTarsl uccaenoBanus. s MICHTU(QUKAUMKE CTPYKTYPBL, a TaK K€ MOATBEPXKICHUS HAJINYUS B
00pasle cMecH M30MEpOB Hcronb3oBatd Mmetoa SIMP cnextpockonuu Ha sapax 'H (Puc. 2). Curnansr:
([2H6]DMSO, 6, m.n., J/Tu): 4,730 (o, 2 H, CH, J=7,2), 6,259 (n, 2 H, OH, J=7,2), 8,842 (c, 2 H, NH)
cooTBeTcTBYIOT TpaHc-um3omepy JI'UT, a curnanst: ([2H6]DMSO, §, m.x., J/T'n): 5,047 (1., 2 H, CH), 5,810 (x.,
2 H, OH), 8,660 (c, 2 H, NH) uuc-uzomepy [6]. IIpu 3TOM cHTHAIBI OT IPOTOHOB, COOTBETCTBYIOIINX TpPaHC-
HM30Mepy, MHTEHCHBHEE, YTO TOBOPHUT O NpeoOIaJaHuy JaHHOTO m3oMmepa B oOpasue. COOTHONIEHHE HUC- U
TPAHC-U30MEPOB PACCUHTAIM MO COOTHONIEHHIO COOTBETCTBYIONIMX HMHTEHCHBHOCTEH curHamoB Ha 'H-SIMP
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Puc. 2. Cnexmp 'H-AIMP 4, 5-0ucuopoxcuumudo3oauoun-2-muona

[Toka3aHo, 4TO Ha KOJIOHKax C HEMOJApHOW HemoaBrkHOU (azoit ZORBAX C8 um ODS-3 pasnenenue
npocTpaHcTBeHHBIX u3oMmepoB JIUT 6e3 CclIoXHBIX TMPONIEccoB MPOOOIOATOTOBKH HE IPEICTAaBISACTCS

BO3MOKHBIM, HO €CTh pa3ACJICHUEC C MIPUMECHhI0 TUOMOYCBUHDBI (PI/IC. 33)
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Puc. 3. Xpomamozpammer 0,1% pacmeopa oopasya I UT, nonyuennvie na xononkax C8 (a) u HILIC (6)

Ha xomonke HILIC m3omepst AT'UT, a Takke NPHCYTCTBYIOIAs B KadecTBE NPHMECH THOMOYCBHHA

xopomro pasznpemstiorest (Rsi2=1,24, Ro3=2,22; Aq=0,7, Ax=1, Ax=1,2) npu H30KpaTHYECKOM DIIIONPOBAHHUH
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CMECBIO alleTOHUTPWI/BOAA B cooTHomeHun 95:5 (06. %), coorBerctBenHO (Puc. 36). na uneHtnduxanuu
MPOBEJIA TPOBEPKY CICKTPAIBHBIX OTHOLICHHN IHKOB COCAWHCHHWN C BPEMEHAMH YICPXKHBaHUA trr=4,92 u
tr3=5,42 mnpH JAETEKTUPOBaHMM HA TpeX AauHAX BOJH. CHEKTpalbHOE OTHOIIEHHE COOTBETCTBYIOLIUX
XpoMaTorpauIeckux THKOB COXpaHWIOCh (Tabimma 1), 9TO CBUAETENBCTBYET 00 OIMHAKOBOW MPHUPOAE
aHanmuToB. Pesympratel BOXKX anammsa (comepkamme nmc-m3omepa 1 %) COOTBETCTBYIOT pe3ysbTaTaM,
moTy4eHHBIM MeToZioM SIMP-cniekTpockomnun (coaepxanune nuc-momepa 1 %).

Tabnuya 1

Jlannvie no cnekmpanbHbiM OMHOUEHUSAM XPOMAMOZPAPUIECKUX NUKOSE

yuc- u mpanc-uzomepog AIUT npu pasHvix OIUHAX 60H

Jlnuna BOSTHBI Huc-AT'NUT (tr=4,92) Tpauc-AI'UT (tr=5,42) N
A v i C o C OTHOIICHHE TUIoManeH
5 Jiomanab, OTH. TIEKTPAJIbHOE Jjomaap, TIEKTPAJIbHOE HHC-HFI/IT/T})&HC-HFI/IT
el OTHOIIICHHE OTH. e]I. OTHOIIICHHE
204 0,1008 75,6 7,7967 73,4 0,01
229 0,0441 33,1 3,3821 31,9 0,01
238 0,1333 100,0 10,6172 100,0 0,01

BeiBogpl. B Xome mnpoBeleHHOro WHCCICIOBaHUS pa3paboTaHa METOIMKA XPOMATOrpaduuecKoro
paszznenenust uuc- U TpaHc-uzomepoB [AI'MT, pesynbTaThl KOTOPOM COMNIACYIOTCS ¢ AAHHBIMHU IOJYY€HHBIMH
metogoM SIMP. Tak ke B Xolle IKCIEpUMEHTa BbIsABICH mporecc npespamicnue muc-JATUT B Tpanc-dpopmy ¢
TE€YeHHEM BPEMCHHM, TaK KaK IPH HCCIICAOBAHWHM OJHOTO M TOTO >Xe o0Opa3la Ha NPOTHKEHHH 6 MecCsIeB
KOJIMYECTBEHHOE COOTHOIICHHE W30MEPOB M3MEHMIOCh. JlaHHBIN ¢akT o0ycnaBamBaeT aKTyaJIbHOCTb
JAIBHEHINEeT0 WCCIICIOBAaHMS TUHAMHKM IepexoJa HM30MEpoB M3 HHC- B TPaHC- (HOpPMYy C HCIIOIB30BaHHEM

pa3paboTaHHBIX YCIOBHI XpoMaTOTpagpuIecKoro pa3aeieHIs.
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