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AHHOTanus

B pabore WCCiej0BaH a/lbTepHAaTUBHBIN crocob MOy4YeHust -
TONTyOJICYy/IbOHIICEMUKapOa3uja TMPsIMBIM THAPA3UHOM30M II-TOTYO/CYIb()OHUIMOUEBUHBI B
cpezie abCOMIOTHOTO 3TaHOMA. B omivMuve OT psiia OMHUCAHHBIX B JIATEpaType TMOAXOJO0B, CHHTE3
MPOBOAW/IN 0€3 WCII0/Ib30BaHUs [IOTIOJTHATETFHOTO HEOPraHWYeCKOr0 OCHOBAHUS U TIOC/IeAYIOLei
KAC/OTHOM  HeWTpanu3anuu. Peakuuio  n-tonyoncynb@oHuIMoueBUHb ¢ 80  %-HbIM
TUPasUHTHIPATOM OCylecTBsi Tipu 78—-80 °C B TeueHHe MPUOIM3UTENBHO 7 U 110/, KOHTPOJIEM
TOHKOCJIOWHOW xpoMarorpaduu. [locre oxnakaeHWss 00pa30BaBILMICS TPOAYKT —BBIAESIIH
¢bunbTpOBaHKWEM,  TIPOMBIBAJIM  XOJOJHBIM  9TAaHOJAOM W BbICYIIMBaAM.  Beixog — m-
ToNMyosncybQoHIICeMruKapba3uga coctaBun  76%. [lomydyeHHBIM pe3ynbTaT COMOCTABAeH C
JIUTepaTypHbBIMM METOZAMU MO0 TMPOZAO/DKUTENbHOCTH peakliy, COCTaBy pPeakLMOHHOM CpeJpbl,
WCIIO/Tb30BaHHMI0  BCIIOMOTATe/IbHBIX ~ pPeareHTOB W O0COOEHHOCTSIM  BBIZIEJIEHUS]  TIPOAYKTA.
CTpyKTypHYIO XapakKTePUCTHUKY CHHTE3MPOBAHHOIO COeJMHEHHs MpoBogunu Metogamu 'H u 13C
SAMP-CIIeKTPOCKONIMM W Macc-CrieKtpoMetpud. B criektpe 'H AMP  3aperucTpupoBaHbl [Ba
apoMaTuuecKuX Ay0rieTa ¥ CUHIVIET MEeTUIbHOU TPYIITBI, COOTBETCTBYHOLIHE Mapa-3aMelléHHOMY T1-
TomunsHOMy (parmenty. B crektpe '3C IMP Ha6moganoch IecTh He3aBUCUMBIX YITIePOJHBIX
CUTHAJIOB, YTO COIVIaCyeTcsl C CHUMMeTpuen MoneKynbl. B mMacc-cnekTpe 3aperMcTpyupoBaH
WHTEeHCUBHBINA MOH B 06mact m/z 230.17672. COBOKYITHOCTb TOTyUYeHHBbIX CMIeKTPaTbHBIX JAHHBIX
MIOATBepXKaaeT COOTBeTCTBHE Bbl/|e/IeHHOI'O NIpOAYKTa CTPYKType I-
TONTyOJICYy/TIbOHIICEMUKapOa3na U TIOKa3bIBaeT MPAaKTHUECKYI0 MPUMEHHUMOCTh TPeJI0KeHHOTO
nabopaTopHOro Mozxoza.

Abstract

An alternative approach to the synthesis of p-toluenesulfonylsemicarbazide by direct
hydrazinolysis of p-toluenesulfonylurea in absolute ethanol was investigated. In contrast to several
previously reported procedures, the reaction was carried out without an additional inorganic base or
a subsequent acid-neutralization step. p-Toluenesulfonylurea was reacted with 80 % hydrazine
hydrate at 78-80 °C for approximately 7 h, while the reaction progress was monitored by thin-layer
chromatography. After cooling, the resulting product was isolated by filtration, washed with cold
ethanol, and dried. The isolated yield of p-toluenesulfonylsemicarbazide was 76%. The proposed
procedure was compared with literature methods in terms of reaction time, reaction medium,
auxiliary reagents, and product isolation. Structural characterization of the synthesized compound
was performed using 'H and !3C NMR spectroscopy and mass spectrometry. The 'H NMR
spectrum showed two aromatic doublets and a methyl-group singlet characteristic of a para-
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substituted p-tolyl moiety. Six independent carbon signals were observed in the '3C NMR spectrum,
consistent with the molecular symmetry. An intense ion was recorded in the mass spectrum at m/z
230.17672. Taken together, the spectral data support the assignment of the isolated product as p-
toluenesulfonylsemicarbazide and demonstrate the practical applicability of the proposed
laboratory-scale synthetic approach.

KnoueBble c/10Ba: m-TonmyoscynbdoHUICceMrUKapbasus, —M-TOMyoCynbHOHUIMOYEBHHA,
TU/ipasvHIupat, opranuuecku cuures, 'H AMP, 13C AMP, macc-crieKTpomeTpusi.

Keywords: p-toluolsulfonylsemicarbazide, p-toluolsulfonylurea, hydrazine hydrate, organic
synthesis, tH NMR, 13C NMR, mass spectrometry.

BBegeHue

Cemukap06a3ufipl, WM THAPa3MHKApOOKCAMH/IbI, TPEACTaB/IsSIOT CO000M BakKHBIA KJlacc
a30TCoJepXKall[iX OPraHUYeCKUX COeJMHeHUM, COUeTaronX KapOOHU/IbHYIO TPYIITY U HeCKOJBKO
aTOMOB a30Ta pa3/MUHON (PYHKIMOHA/IbHOM MpuUpobl. Takoe CTpoeHHe oOrpefie/isgseT UX
PEakKI[MOHHYIO0 CIOCOOHOCTh, CIIOCOOHOCTh K 00pa30BaHHIO BOAOPOJAHBIX CBSI3ed M BO3MOKHOCTD
JanbHewed GyHKIMoHanMM3anuu. [1o3ToMy NTpou3BoJHbIe ceMUKapOasua IUPOKO TIPUMEHSIFOTCS
Kak TPOMEXYTOUHbIe TIPOAYKTHI M CHHTOHBI B OpraHHUYeCKOM W OMOOpPraHWYeCcKOM CHHTe3e.
CoBpemeHHbIH 0030p Kratky u coaBTOpOB MoOKa3bIBaeT, UTO WHTEpPeC K THpa3rHKapOOKcaMuiamM
coxpaHsieTCsl Takke Omarozapsi pa3HooOpasui0 UX OHO/IOTMYeCKOW aKTUBHOCTH W IITMPOKUM
BO3MOXKHOCTSIM CTPYKTypHOU Mmogudukaiuu [6]. B mocregHue rofbsl TIpU  UCC/IeOBaHUM
COeJUHEHWM 3TOTO Kjacca o0coboe BHUMaHUe YAe/NseTCs KOMILIEKCHOW — CITeKTpabHOM
XapaKTepUCTHKe MPOoAyKTa, BKarodaromiei 'H u *C IMP u macc-criektpomeTtpuro [8].

CuHTeTHYeCKHe TIOAXO[bl K 4-3aMeIéHHbIM ceMuKapOa3uiaM BKI/IIOYAIOT B3anMO/eHCTBUE
rUpa3vHa C u3ol[MaHaTaMH, KapbaMouIxaopyuzaMy, KapbamataMmu U APYTUMUA aKTUBUPOBAHHBIMU
MPOM3BOJHBIMU. BbIOOp MCXOo#HOrO cyOCTpaTa W peakLMOHHOW Cpe/ibl CYIeCTBEHHO B/HsieT Ha
MIPO/IO/DKUTETLHOCTD TIPOLIeCca, YMC/I0 BCTIOMOTaTe/IbHbIX CTaZMid U CTIOCO0 BhIJe/IeHUs TTPOAYKTA.
Bogolubsky u coaBTOpBI mpeyioKuIM ya0OHBIH one-pot IoJX0/|, OCHOBAaHHBIM Ha 00Opa30BaHUHN
TpudTOpITUIIKApOaMaToB U UX MOC/Ieayrollel o6paboTke rHpa3sUHTHAPATOM, UTO TOJTBEPZMIIO
MepCreKTUBHOCTh TH/[Pa3vHO/M3a KapbaMaTHBIX TTPOM3BOJHBIX /I/Is TIONy4YeHHs] CeMUKap0a3uaHOTO
dbparmenTa [1].

Ocobyro TpyTIy COCTaBJISIIOT cynbhoHUICceMrUKapbasupl, B KOTOPBIX
TH/Pa3uHKapOOKCaMu/iHbIK (parMeHT O0beIMHEH C CWIBHO MOJAPU30BAHHOM rpymnmoi —SO,—.
Takoe coueTaHue (YHKLIMOHAMBHBIX LIEHTPOB B/MSET Ha 3/1eKTPOHHOe pacripe/esieHue,
KoH(MOpMaIlMI0 UM MeXMOJIeKy/sipHble B3aumopelcTBus. OJHUM U3 U3BECTHBIX CIIOCOOOB
MOy YeHust apucynbQoHuICeMUKapOa3uioB SIBJISIETCS peaxIys COOTBETCTBYIOIIUX
cynbpoHUMXIOpUAOB C cemukapbasugom. Safaei-Ghomi ommcan 3¢dheKTHBHBIM  CHUHTE3
203

coefiHeHUs1 ¢ 4-MeTwi(heHWIbHBIM (pparMeHTOM ObLT TIOMyueH BBICOKUM BBIXOJ, TIPU KOPOTKOM

Cynb(GOHUNTHAPAsUAOB U CyIbhOHUICeMUKAapOasuZioB B TIPUCYTCTBUM OCHOBHOTO Al ISt

BpeMeHU peakluu [7]. OTOT moaxoj sBAsSeTCs BaKHOM TOUKOM CpaBHeHMs [Jis  TI-
TOJTyOJICYTb(oHMUICeMUKapOa3n/ja, OHAKO UCIIO/B3YeT IM-TOMYOJICYIb(MOHUMXIOPU KaK UCXOJHBIMU
cybcTpar.
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CoBpemeHHble HCCIeJOBAaHUS IOATBEP)KIAKOT aKTyaJbHOCTb COEJUHEHHWM, COZeprKallux
ceMUKapOa3ugHbli ¥ CcynbQOHaMUAHBIA ~ ¢parMeHThl. Xie W COABTOPbI  TOMYYW/IA
ceMyKapOa3ujcozepKalie  TIPOM3BOAHbIE  Cy/Mb(OHAMUZA W OXAapaKTepPU30BaM X
¢ ucnons3osanuem 'H u BC SIMP, ESI-MS u BhicOKOpa3pelaromieli Macc-criekrpomerpuu [10].
Glukhacheva u coaBrOopel TpM wu3yueHMM TIPOM3BOJHBIX CeMHKapOa3uja Takke IOKa3aau
HEOOXOAMMOCTb COUETAaHHUs CIEeKTPa/TbHbIX M (HU3UKO-XMMUYEeCKUX METOJOB /ISl yCTaHOBJIEHUS
cTpyktypsl [4]. Ananornuno, Carrasco U coaBTopel npuMenunu ESI-MS, 'H, 13C u gBymepHsIit
SIMP panisi KOMIUIEKCHOW XapaKTePUCTUKW TIPOM3BOAHBIX ceMuKapOa3oHa [2]. Takum obpasowm,
COBMECTHOE MCIO/Ib30BaHUe HECKO/JIbKMX He3aBUCUMBIX aHa/JIUTHYeCKUX MeTOJOB CYIeCTBEHHO
TOBBIIIAeT JOCTOBEPHOCTb CTPYKTYPHOW M/IeHTU(PUKALIWH.

HecMoTpsi Ha 3HauuTesbHOE YMC/IO TMyOMMKALMi 1o ceMuKapOa3ugaMm M (QyHKI[MOHA/TBHO
POZCTBEHHBIM cynb(OHaMUHBIM NIPOM3BOZHBIM, CBeZleHUs VIMEHHO o -
TONTyOJICY/TbOHIICEMUKApOa3uy OCTAIOTCSI CPAaBHUTENbHO OTrPAaHUYeHHBIMM W B OCHOBHOM
KacarTcsl CIIOCOOOB ero TMOy4yeHUs, BbIXOJA W OT/E/bHBIX CIEeKTPaIbHBIX XapaKTePUCTHK.
B HacTosiiiieil paboTe MCCIeA0OBaH PYrod CUHTETHUECKUM TIOAX0[ — TIPSIMOM TMIpPa3suHOMU3 TI-
TonyoncyabpoHuMoueBMHbl 80  %-HbIM = THPa3sWHTHPATOM B abCOJIFOTHOM  3TaHOJIe.
OtmuuTesibHONM  0COOEHHOCTBIO BLIODAaHHOW CXeMbl —SIB/ISIETCS TIPOBeJieHHe peakiuu 0e3
JIOTIOJTHUTe/IbHOTO HEeOpraHW4YeCcKoro OCHOBaHMSl M MOC/AeAyIOlled KUC/IOTHOM HeWTpaau3aliy.
TTo/TyueHHBIHM MPOAYKT XapaKTepu30Bald COBOKYMHOCTBIO AaHHbIX 'H u 3C IMP-criekTpockonuu
U Macc-cniekrpomerpun. CrieoBaTeslbHO, KCIIepUMeHTalbHasi 0COOeHHOCTh pabOoThl 3aK/THOYaeTCst
He B MOJy4YeHUM NPYHLMIIMAJIBHO HOBOIO COeAMHEHHs, a B MCIO/b30BAaHUM a/JbTEPHAaTUBHOIO
MCXOJHOTO cyOcTpara M YIpPOLIEHHOW /1ab0paTOpHOM CXeMbl C paCIIMPeHHOW CTeKTPaJTbHOM
XapaKTepUCTHUKOU MPOAYKTa.

Llene  HacTosimjer  paboTel —  TIOMydYeHWe  M-TOMYONCY/Ib(GOHUICeMUKapOa3uia
B3aUMO/IeHICTBHEM TI-TOJTYO/ICY/Tb()OHUIMOYEBHUHBI C THAPA3UHTHUAPATOM B aOCOMIOTHOM 3TaHOJIe,
CpaBHUTe/IbHAsl OLleHKa YCJIOBUM CUHTe3a C JIATepaTypHbIMM MeTOZaMHU U XapaKTepHCTHKa
BblZleJIeHHOro npoaykra Metogamu 'H v 13C AMP-crieKTpocKonmy ¥ MacC-ClieKTpOMeTPHUH.

Marepuasibl 1 MeTOABI MCC/IeJ0BaHUS

PearenTsl u HCX0HbIE BelnecrBa

B pabote ucnonb3oBanu m-tonyoncyabhoruimMoueBuHy (Macklin, KHP; kar. Ne T835274;

naptusi CI17391004; uucrora mo stuketke 98 %; CAS 1694-06-0; C,H, N,O,S; M = 214,24

r-Mo/b ). VIcxo[HbIl peareHT NpuMeHsIH 6e3 [JOMO/THUTe/TbHON OUMCTKH.

Hykneo¢punbHeiM peareHToM ciayxun 80 %-Hblii rugpasuH-rugpar (AO «3KOC-1», Poccus;
yKa3aHHbIM MOCTaBIIMKOM CTaH/apT He0OX0MMO CBEPUTH C MacropToM naptuu). Vicxoassiii 96 %-
HbIM 3TaHon (AO «OKOC-1», Poccusi) mpeaBapuTebHO 06€3BOXKMBaIN C UCTIO/Ib30BaHUEM OKCH/la
Kasmpiiusi (CaO); s cuUHTe3a TPUMEHSUIA TIOMy4YeHHbIH aOCOMIOTHBIA 3TaHOoA. Xjopodopm
¥ METaHOJI UCI0J/1b30Ba/Iu MPY TOHKOC/IOMHOW XpOMaTorpa@uu.
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Ta6bauya 1.
3HaueHus
Pearent CAS Copepxanue / xa- IIpousBopuTenn Hopmarus
PaKTepUCTHKA
ni-Tonyosncynb$oHUIMOUeBHHA 1694-06-0 | 98 % Macklin, KHP Kat. Ne
T835274; nap-
tust C17391004
I'mppasun-rugpar — 80 mac.% AO «3KOC-1», Poc- | Homep ['OCT:
cust TIPOBEPUTH 110
MacropTy mnap-
TUU
OTaHOoMI 64-17-5 96 %; nepep, cuHTe- AO «3KOC-1», Poc- | abcosroTHbIH
30M 06e3BoxkeH ¢ CaO | cus 3TaHOJI KaK
peakIoHHast
cpeza

CuHrte3 n-ToyoJicy1bGoHUICEeMUKapoa3uja

B peakuuoHHyt Kosi0y, CHaOXEHHYIO OOpaTHbIM XOJIOAWIBHWKOM, BHOCHIA TI-
TonyoncynbGoHuwIMoueBHHy (2,14 1; 9,99 MMosnb) u abcomoTHeI 3Tadon (20 mut). 0,9 ma 80 %-
HOro rujpasuH-Tuapara (x14,8 MMosb) [00aB/IsIM MO KaruisiM B TeueHude 1,5 u; MossipHOe
COOTHOILLIEHWE  TI-TO/TyOJICY/Ib()OHUIMOUYEBUHA: TUJJPA3UH-TUAPAT COCTABJSZIO  TIPUOIM3UTETHHO
1,00:1,48. Tlocye 3aBepiiieHHst [J00aB/eHUS PeAKIIMOHHYI0 CMeCh HarpeBajd TPU KHUIISTUEHUH
€ 0OpaTHBIM XOJIOAWIEHUKOM B TeueHue 7 4.

[To OkOHUaHMM CEMHUYACOBOTO KUISTYEHUsS] CMeCh OXJIaXKAanud [0 KOMHATHOW TeMmIiepaTypbl
U OCTaB/SIA B XOMOAWIbHUKe Ha 24 u. OOpa30BaBIIMICS 0CAO0K OTAe/MsUd (DUIBTPOBaHUEM
Y TIPOMBIBA/IM HeOOJBIIMM KOJTMUECTBOM XOJIOJHOTO 3TaHO/a. XO[ peaklUd KOHTPOJIMPOBA/IA
MeTO/IOM TOHKOCJIOMHOW Xpomarorpaduu, CpaBHHMBas 00pasiibl Peaki[MOHHOH CMeCH C HMCXOJHBIM
BelL|eCTBOM.

OO011as cxeMa rporjecca CUHTe3a MpUBe/ieHa HIDKe.
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(o}
ﬁ NHa ﬁ NH
O—S——NH O——S——NH NH»
N,H, " H,0
N-carbamoyl-4-methylbenze nesulfonamide N -tosylhydrazinecarboxamide

P-toluolsulfomochevina

[TpOoMBITBEIM O0Ca/IOK BbIEPXKMBAIM TI0J, BLITSDKHBIM 1IKadoM B TeueHWe 24 U, 3areMm
JIOTIOJIHUATeTbHO BhICYIIMBa/M 1ipu 60 °C B TeueHue 15 MUH. BbICyllleHHbIN MPOJYKT W3MeJibuajin
B CTYIIKe Y B3BelllMBa/ M. Macca BbIZIe/IeHHOTO TBEPOro MpoAyKra coctaBuia 1,6264 r. OTHoLeHue
Macchl (BBIXOZ) BBIZIEJIEHHOTO TPOJyKTa K MCXOJHOM HaBecCKe M-TOMY0/ICYTb(OHUIMOUYEBHUHBI
coctaBuio 76,0 % (1,6264/2,14 x 100).

ToHKkoC/0iiHasA Xpomarorpadusi

KonTposns peakiuy npoBoguiv metogom TCX Ha a/ltOMUHHEBBIX IJIaCTUHKAX C HaHeCEHHBIM
CJI0eM CcuMKaresis, TIpuoOpeTéHHBIX y Kommanuu «Fortek». TlogBmkHas asa: xmopodopm—
MeTaHon (9:1, 006./06.); 3Hauenuss Rf wcxogHOU m-TO/MyO/ICYIb()OHUIMOUEBUHBI U BBIIEJIEHHOTO
NpoAyKTa cocTas/asanu coorBeTcTBeHHO 0,18 u 0,40. Y®-Busyanusauusa npu 254 HM ykKasaHa I10
paHee COCTaB/IEHHOW MeTOJWKe; TWUIl WHAWKaTopa Ha TUIACTUHKAX HEeoOXOAWMO OKOHUYATeIbHO
CBEPUTH C YTIAKOBKOM.

Temneparypa n/iaB/ieHUs

TeMriepaTypy Ti7laBjieHUsi BbiJesieHHOro obpa3ija B /IaHHOM OIMbiTe He HW3Mepsiiu.
B nuTepatype s mni-TonyosncynbhoHUIceMUKapba3uja ykasaHa Temrieparypa IiasieHus 235-237
°C [7]; aTO cripaBOYHasi XapaKTepHUCTHKA, KOTOpasi He pacCMaTPUBAeTCsl KakK pe3y/ibTaT HaCTOSILero
JKCIIepUMeHTa.

AMP-cnieKTpocKonus

CTpyKTypy CHMHTE3MpPOBaHHOIO IIPOAYKTa ucciaegoBamy Metogamu 'H u BC  IMP-
criektpockonuy. CrieKTphbl perucTpupoBany Ha criekrpomerpe Bruker Ascend Evo 500 B CD,0OD.
Cnektp 'H AMP nonyuamu Ha yactore 500 MI'n, a cnektp 3C IMP — Ha uactore 126 M.
XvMHYecKrde CIOBWTM Bbipakand B O (M.[.), KOHCTAHTbI CITUH-CIIMHOBOTO B3auMojelcTBusi J —
B repax. Octarounsle curtansl CD,0D yuuTeiBayM B obnacrax 6~3,31 m.a. aasa 'H u §~49,0 m.z.
ansg BC [5].
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Macc-cieKTpoMeTpUUYecKuil aHa/Iu3

Macc-crieKTpOMeTpUUeCKH  aHa/imvM3 TpoBoAWaM Ha T1ipubope Agilent LC/MS Q-TOF
MeTOZIOM TIpIMOro BBofia 06e3 xpomarorpaduyeckodi KOJOHKH. MovieKy/sipHass —dopmyria

npeznosaraemoro mpoaykra — CgH  N,O,S, monsipuast macca — 229,26 r-mMoms . Ilpu

pPacCMOTpPeHUH CIIeKTpa yUWThIBaId He0OXOAWMOCTb OT/IeNIbHOM TMPOBEPKHM TOUHOTO MacCOBOTO
COOTBETCTBUSI 3aperMCTPUPOBAHHLIX MOHOB TMpejrnosaraeMoi (opmyne; aHamuz MS/MS He
TIPOBOZMJICSL.

OHEHKH 3KCIIePpUMEHTA/IbHBIX TdHHBIX

CTpYyKTYpHYIO XapaKTepUCTHKY BbI/Ie/IEHHOIO MPOAYKTa IPOBOAU/IM Ha OCHOBE COBMECTHOIO
aHammsa gaHHeix 'H u 13C AIMP u Macc-crieKTpoMeTpun. XUMMUYeCKHMe CIBUTH COTOCTAaBIS/IA
C JIMTepaTypHBIMH [JAHHBIMH; aTPUOYL[sT MOJIEKY/SIpHBIX HOHOB TpeOyeT COOTBETCTBUS
9KCIIePUMEHTA/IbHbIX U PacuéTHBIX TOUHBIX MacC M pacCMaTpyuBaeTCss OT[e/IbHO B pasjerle
«Pe3ynbraThl 1 006CyKIeHEe».

Pe3yJI]:-TaTLI H OﬁCy)KI[EHI/IE

CuHTe3 n-To/1yo/ICy/1b(hoHUICeMUKap0a3u/ia ¥ CPaBHUTE/IBHbII aHA/IHU3 C
JIMTepaTypHBIMH MeTOAAMH

W3 n-tonyosncynbdoHumMoueBunbl (2,14 1; 9,99 mmonb) u 80 %-HOro ruapasvHrUzpara
(0,9 m; mpubmusuTesnsHO 14,8 MMO/b) B aOCOMIOTHOM 3TaHOJE Bble/IeH TBEPABIA TMPOAYKT.
'uapasuHruapar A00apasiiv B TeueHWe 1,5 4, 3aTeM pPeakIMOHHYI0 CMeCh KUMSTUIM C 00paTHbIM
xonoauibHUKOM 7 4. [locne oxjaXaeHWsi CMecCh BbIepXKMBAIM B XONOAWIbHUKE 24 U; 0CafloK
OT(UIBTPOBBIBA/IM, TPOMbBIBAIM  XOJOAHBIM  3TAaHOJOM, CYIIWIMA TIO[, BBITSDKKOM 24 u
1 gonosHuTesibHO npu 60 °C B TeyeHue 15 MuH. Macca BbiJleJIeHHOIO Marepuasia COCTaBWJIA
1,6264 r. OTHoOILLIeHWe 5TOM MacChl K HaBeCKe UCXOJHOW MoueBHUHBbI paBHO 76,0 % (1,6264/2,14 X
100). 3Orto MaccoBoe OTHOLIEHWe, a He CTeXMOMeTpPUUeCKMM BbIxof peakuud. [Ipum 1:1
CTeXHMOMeTpUM pacuéTHasi macca weseoro coeguHenust (C H  N,O,S, M = 229,26 r-Mosb 1)
coctapnisier 2,290 1. 3HaueHuss Rf ucxofgHOro BeljecTBa M BbIZIEIEHHOTO TIPOAYKTA B CHUCTeMe
CHCl,-MeOH (9:1) cocrasunu 0,18 u 0,40 COOTBETCTBEHHO.

[Tatent CN102050778B omnucbiBaeT TUpPa3svHOMN3 TOM K€ HCXOAHOW MOYEBHHBI B H-
byranone ¢ Na,CO,: mocne 12 4 KunsyeHus BbIXOZ, cocTaBua 71,6 %, a TP [IONONTHUTE/LHOM
oTroHKe uactu pactBoputesns — 93,4 % [3]. Safaei-Ghomi mnonyuun npousBosHOe U3 Ti-
TOYONCYyTb(OHUIX/IOPUIA U CeMHKapOa3uja B TPUCYTCTBUHM OCHOBHOTO AlL,O, 3a 15 muH
¢ BbixoZoM 83 % [7]. B matente CN110642758A n-Tosyosncynb()OHUIXIOPU, CHavasIa peBpariaim
B Cy/nb(UHAaT, 3aTeM BBOAWIM a30IMKapOOHaMU/I; BBIXO/, BTOPOM cTaauu coctaBui 98,1-98,8 % mipu
yuctore 99,3-99,5 % mo BIXKX [9]. TlocnegHue 3HaueHUsT OTHOCSATCA K OT[AeMbHOM CTaJuH,
M03TOMY HanpsIMYH0 CPaBHUBAaTh UX C BBIXOOM M3 UCXOAHOW MOUEBUHBI HEJIb3S1.

45



Ne 10 (148)

UNIVERSUM:
XNMUAa 1 snonornsa

okmsibpb, 2026 a.

Tabauya 2.
CpaBHeH#He CII0C000B MO/TyYeHHsl M-TO/Tyo/ICYIb(OHUICeMHUKapOa3uaa
Cnocob u ccpu1- | Yuco cra- Breigesienue Beixop; uncrora IIpeumyine- OrpaHuueHne
Ka JUi; BpeMs M OYMCTKA CTBO
Hacrosijas 1; mobase- ®ubTpOBaHue, 1,6264 r; otHolle- | be3 nobaBneH- | Beigepxkka
pabota Hue 1,54, xonopanbiit EtOH; HHe macc 76,0%; HOT'O OCHOBa- Y CYLLKa JJIATe/b-
KUIIsTYeHue 24 4 iofi, BBITSDKKOM | pacuétHo 71,0% HUS U KUCJIOT- | HbI; BbIXOJ, YMCTOTO
7 4, oXJa- 1 15 MUH npu 6e3 MompaBKK HA | HOM HeWTpanu- | BelecTBa He ycTa-
XneHue 24 4 | 60 °C; Ge3 mepe- YUCTOTY; YUCTOTA | 3aLiuu HOBJIEH
KpUCTa/IIA3aLu He U3MepeHa
CN102050778B | 1; kunsiuenvie | Boga, pasgenenue | 71,6% 6o Ta ke ucxogHasi | Na,CO,, H-OyTa-
[9] 124 ¢a3, HCl jo pH 7; | 93,4%; uuctota MOU€eBHHA HOJI, HeUTpaim3a-
A7 Beixoga 93,4% | He mpuBeseHa LIMs; BO BTOPOM
OTrOHKa YacTH H- BapuaHTe OTTOHKa
fyTaHosa
Safaei-Ghomi [4] | 1; 15 muH Otgenenue Al,O,, | 83%; Komrue- Kopotkoe [Jpyroii ucxofHeIN
ynapuBaHue, Po- | CTBEHHast YUCTOTA | BpeMs peakiuu | cybcrpar, copbeHT
MBIBKa, ITepeKpU- He MpuBefieHa Y TIepeKpUCTaI-
CTanu3anus 3anus
CN110642758A | 2; obiiee IMocse Bropot#i cra- | 98,1-98,8% asis Bricokuii [Be cragumy,
[10] BpeMs1 He UM OXJIaXKJeHue, craguu 2; 99,3— BBIXOZ], Ha CTa- Na,SO,, ocHoBa-
yKa3aHo ¢unbTpoBaHue, 99,5% no BO)XXX | guu 2 u onpe- HYe U KOHTPOJIb

TTPOMBIBKa, CyIIKa

JenéHHas
YUCTOTa

pH; BrIxXOA He
o0

Takum o6pa3oMm, HabofaeMoe TIPEMMYIIECTBO MCC/eJOBAHHOW TIpOLieyphl KacaeTcs

onepaunﬁ CHHTE3da MW BbIJC/IEHHA! He TPE6YI-OTCH AO6EIBJ'I€HI/IE HeopraHn4eCKoro OCHOBdHHA

U nocjaenymouiee rnoakucjieHue. yTBep)K,E[aTb MMpeBOCXOACTBO I10 BBIXOAY HEJIb34. CpaBHeHI/Ie qucesa

TdK)XXe OrpaHNM4eHO OTCYTCTBHUEM OIIpeAe/i1eHUsd YHNCTOThI CcOOCTBEHHOIO MPOAYKTd W pa3/iMuvuemM

HCXOZIHBIX BelL[eCTB B OT/e/IbHBIX JINTepaTypHbIX MeToAuKax [7, 3, 9].

CnexkrpanbHbiii anamms 'H u 3C AMP

B mpexacraenennom cnektpe 'H AMP (500 MI'uy, CD,0OD) nabmojarorcs faBe mapbl

apoMaTUueCcKHUX CHrHajaoB okoso 6 7,81 u 7,29 M.I. U CHHIVIET MeTW/IbHOM TIpyMIbl OKOMO §

2,41 wm.ap. (puc.

1). VX COBOKYIHOCTb COIVIaCyeTCsl C Ilapa-3aMelléHHbIM I-TOMUIbHBIM

¢parmentom. B mnarente CN110642758A pnist storo coeaunenuss B DMSO-d, mpuseseHbl 6

2,50 m.za. ayist Ar-CH, 6 7,37-7,69 m.a. nyist apomarrueckux npoToHoB [9]. Curnanel NH u NH,,

OTMeueHHble B TOM TmateHTe mipu & 5,93; 7,92 u 9,39 M.A., He/lb3sl HamNpsSMyl COMOCTAaBJISATh

c usmepenrem B CD,0OD wu3-3a obmeHa npoToHOB ¢ felitepuem. Octarounsiii curian CD,OD mipu &

~ 3,31 M.ZI. yUHUTBIBa/IM OTAENBHO [5].
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Pucynok 1. 'H SIMP-cnekmp n-mosyoncyabgpoHuicemukapbaszuda (500 MI'y, CD,0D)
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Pucynok 2. 3C SIMP cnexmp n-mosnyoncynbonuncemuxap6asuda (126 MI'y, CD,0D)
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Ha cnexrpe '>C IMP (126 MI'y, CD,OD) oTMeueHb! LI1eCTh CUTHAJIOB 1[e/IeBOT0 (h)parMeHTa:

6~%161-162 m.m. (C=0), 143,15 u 141,57 m.A. (4eTBepTUUHbIE aTOMbI apOMAaTHUYECKOTO KOJbIa),
129,88 u 127,66 m.A. (gBe mapei apomarunueckux CH), 21,44 m.p. (Ar-CH,; puc. 2). Iects

Pe30HaHCOB IIPU BOCBMHU aToMax yIViepoJa COIVIACYOTCS C SKBHMBa/leHTHOCThIO C-2/C-6 u C-3/C-5
rapa-3aMeIéHHOro  Kosbla. MurencuBHbii curan CD,OD mpu 6~49 M., K MNPOAYKTY He
orHocunu [5]. Hdamnbie '3C SIMP g1 TOro ke COeJIMHEHMs] B COMOCTAB/ISeMOM [aTeHTe He
ripuBe/ieHsI [9].

Tabauya 2.

Comnocrags/ieHHe CIeKTPaIbHBIX M (PU3UUeCKMX XapaKTepHUCTHK

IToka3arennb

Hacrosmas padora

JIuTeparypHbIe AaHHbIE

OneHka

1H SIMP, Ar-CH,

§~ 2,41 (CD,0D)

§ 2,50 (DMSO-d,) [10]

CornacyeTcsi C N-TOMU/Ib-
HOWU TpyTinon

'H AMP, Ar—H

§~7,81u729 (CD,0OD)

§7,37-7,69 (DMSO-d,)
[10]

Pasnuuue pactBopuTesiei
OrpaHUYMBaeT Koyinue-
CTBEHHOE CpaBHEHHe

H AMP, NH/NH,

He oTHeceHbI 0OHO3HAUHO

§ 5,93; 7,92; 9,39 (DMSO-
dg) [10]

B CD;0D Bo3moxeH H/D-
obmeH

13C AMP

8~ 161-162; 143,15; 141,57;

129,88; 127,66; 21,44 (110 puc.

2)

B narente [10] He ripuBefe-
HO

[ITectb curnanos cornacy-
I0TCSI C CUMMeTpHel Ko/blia

[M+H]*, Tounas
macca

Ha6mrogaercs m/z 230,17672;
pacxoxpeHue ~ 510 ppm

Pacuét nyia CgH,,N;0,S:
m/z 230,05939

HRMS-noaTBepxjeHrs HeT

Temmneparypa I/1aB-
JIeHUs

He usmepsinace

235-237 °C [4]

JlutepatypHOe 3HaueHHe He
XapaKTepu3yeT Haill obpa-
3er|

Macc-crieKTpoMeTpUUYecKuil aHa/Iu3

I[Tpu nipsiMoM BBoZie 6e3 xpomaTorpaduueckoli KOJIOHKU 3aperuCTpUpOBaH MAaKCUMYM OO0II[ero
HWOHHOTO0 curHasa okojio 0,437 MMH U MacC-CIIeKTDP COOTBETCTBYIOIIET0 CKaHWpOBaHUs (puc. 3).
Bpemss Ha maHenu A 0003HauaeT MOMEHT CKAHHDOBaHMs, a He BpeMs XpoMaTorpaduueckoro
yAep>KUBaHUSI.
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PucyHok 3. CuzHa/ibl, no/1iy4eHHble Memooom npsimoz2o 88oda Ha Agilent LC/MS Q-TOF: A —
o0wuti uoHHbIl cuzHan; B — macc-cnekmp n-mosyoncynbghorHuacemukapbazuoa

[lpy TIpssMOM BBOZIE B MAacC-CIIEKTPe, COOTBETCTBYIOIIEM MAaKCUMyMy OOII[ero HMOHHOTO
curHana mnpu 0,437 MWH, 3aperMCTpUpOBaH HWHTeHCHMBHBIM mmK m/z 230,17672. Takxke
HabOmofaTCess curHanbl m/z 252,16958 u 459,34580 (puc. 3). [To HOMHHA/MBHBIM MaccaM 3Ty
CEepUI0 CHWIHAJIOB MOXHO COOTHeCTH C wuoHamu [M+H]*, [M+Na]® u [8M+H]" n-
Tonyoncynbponuacemykapbasyga. B couetanmu ¢ gaHHeivd 'H u BC  AMP  macc-
CTIeKTPOMEeTpUUYEeCKUe  pe3ynbTaThl  MOJJEep)KUBAlOT  OTHECEeHHe  BbIIeJIEHHOTO  TIPOAYKTa
K Tpe/ifosiaraeMoy CTPYKTYype.

[Ipu cpaBHeHHH C pacCYéTHBIMU TOYHBIMU MacCaMH yKa3aHHbIX MOHOB (230,05939; 252,04133
1 459,11150 cOOTBETCTBEHHO) BBISIB/IEHO OJIM3KOe OTHOCHUTEbHOE CMell[eHHe BCeX TPEX CHTHAJIOB,
okomo 509-510 ppm. EanHooOpa3sHbIM XapakTep OTK/JIOHEHHSI I103BOJIIeT TPEATTOIOKUTE
cUcTeMaThyeckoe CMeIlleHHe MacCOBOM INKajabl TIPU PerucTpalydyd WM 00paboTKe [JaHHBIX.
ITpoBepka Ka/MOpPOBKHM W TOBTOpPHasi 00paboTKa MCXOAHOTO (haityia MO3BOJSAT YTOUYHUTH 3HAUEHUs
TOYHBIX MacC Y JI0MOJHUTh CTPYKTYPHOE MOATBep KAeHre TIPOAYKTa.

3ak/IIoueHue

[Ipu B3auMOAENWCTBUM TI-TOMYO/CY/Ib(PoHUIMOUEeBUHBI C 80 %-HBIM TUpa3UHTHPATOM
B a0Co/IIOTHOM 3TaHoje BhijenieHo 1,6264 r TBépaoro npoaykra. OTHOIIEHHWe ero Macchl K Macce
UCXOMHOTO peareHTa coctaBnsieT 76,0 %. OcoOeHHOCTh MpOoLeypPbl COCTOMT B OTCYTCTBUH
J100aB/IEHHOTO HEOPTAaHUYECKOTO OCHOBAaHUS U KUC/IOTHOM HEeHTpanu3alyuy Npy BbIZIEIEHUH 0Ca/IKa.
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CTpyKTypa CMHTe3MPOBAHHOIO MPOJYyKTa MOATBEep)K/eHa Ha OCHOBe JaHHbIX 'H u 13C SIMP,
a Takxe macc-criekrpoMeTpuu. B criektpax SIMP 3advkcupoBaHbl CUrHa/Ibl, XapakTepHble [/Is I1-
TOMWNBLHOTO ()parMeHTa, MeTH/IBHOM Tpynmbl W KapOoHWiaceMukapOaswja, a B MacC-CIeKTpe
Habmogancss woH [M+H]™ npu m/z 230.17672. B3avMHOe COOTBETCTBHE TIIOJyYEHHbBIX
CIIeKTpa/IbHbIX [aHHBIX I10Ka3aj10, YTO BblJe/IeHHOe COeJMHeHUe COOTBEeTCTBYeT CTPYKType II-
TOJTyOJICY/TbOHIICEMUKapOa3na.
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