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MACC-CHEKTPOMETPHUSA B AHAJIM3E TUETAHCOJAEPXAINUX IPOU3BOAHbIX ITUMPA30JIA U 1,2,4-TPUA30JIA
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thietanecontaining pyrazoles and 1,2,4-triazoles

AHHOTAIUA
Cpeau THeTaHCOAEPIKALLMX TPOU3BOIHBIX MTPa3oa u 1,2,4-Tpra3oJia BbISBICHbI IEPCIEKTUBHbIE COSTMHEHHUS ¢ OUOIOrMYECKOI AKTUBHOCTBIO.
Ilosromy st pa3pabOTKM KaHAMAATOB B JIEKApCTBA HA OCHOBE MPOM3BOJAHBIX NHpazoia u 1,2.4-rpuasosa HEOOXOJUMO NOATBEPXKICHUE
CTPYKTYpbI, B TOM 4YHCIE, C MOMOIIBI0 METOJa Macc-ClieKTpoMeTpuu. Hamm 3aperncrpupoBaHbl Macc-chekTpsl 3,5-1udpom-4-HuTpo-1-
(tueranun-3)-1H-mupasona u 1-(tueranun-3)-1,2.4-rpuazona U pacCMOTpPEHBI HEKOTOPHIE 3aKOHOMEPHOCTH Macc-CHEeKTPOMETPUIECKOi
(parMeHTaIM¥ MOMYYEHHBIX COSIMHEHHH, TO3BOJISIOLIME IPOBOJNUTH UX UACHTHU(HKAIIMIO METOJIOM MaCC-CIIEKTPOMETPUH.
KaroueBbie ci10Ba: Macc-CrieKTPOMETPHsL, TUETAH, Mupazol, 1,2.4-tpuasosn, naeHtuduxanms

Shepilova Svetlana Olegovna
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Rozit Galina Anatolievna

postgraduate student of the 3th year of study, FSBOU VO BSMU
Klen Yelena Edmundovna
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MASS-SPECTROMETRY IN THE ANALYSIS OF THIETANECONTAINING PYRAZOLES AND 1,2,4-TRIAZOLES

ANNOTATION
Promising compounds with biological activity have been identified among thietane-containing derivatives of pyrazole and 1,2,4-triazole.
Therefore, for the development of drug candidates based on pyrazole and 1,2.4-triazole derivatives, structure confirmation, including mass
spectrometry, is necessary. We have recorded the mass spectra of 3,5-dibromo-4-nitro-1-(thietanyl-3)-1H-pyrazole and 1-(thietanyl-3)-1,2,4-
triazole and considered some regularities of mass spectrometric fragmentation of the obtained compounds that allow their identification by
chromatography-mass spectrometry.
Key words: mass-spectrometry, thietane, pyrazole, 1,2,4-triazole, identification

Beenenne:  BaxHbIM = KiaccoM — TETEPOLMKIMYECKHX  SIBISUTHCH  3,5-mu6poM-4-Hutpo-1-(treranmn-3)-1H-upazon 1 [8]
COCIMHEHU, MTPEACTaBIISIOLINX 3HAYUTENBHBINA uHrepec, wu l-(tmeranmn-3)-1,2.4-tpuason I [9]. Xpomaro-macc-crieKTpbl
KOTOpble  00Ja7aloT  aHTUAENPECCUBHOHM,  npoTtuBorpubkoBoil, coeamnenuit I, 11 3aperucrpupoBaHbl Ha ra30-)KHIKOCTHOM
IPOTUBOMUKPOOHOM, TEMOpPEOIOrHYeckoil M MPOTUBOOMYXOJEBOI  Xpomarorpade ¢ KBaJIPYMOJBHBIM Macc-CEJIEKTUBHBIM JIETEKTOPOM
akTUBHOCTBIO [1-5, 12-19]. OnHako ux Macc-crieKTpbl Majio udyuensl.  Agilent MSD 5977B (CIIA). B kauecTBe ra3a-HOCUTEIS TPUMEHSLITH
Merton Macc-CreKTpPOMETPHUY MO3BOJSIET OLIEHUTH HE TOJBKO cremeHsb  renuid (1,0 ma/mun). MaTepdeiic nonnzanmm — snekTpoHHsiid yaap (70
YHUCTOTHI QHAIM3UPYEMOTro o0pasiia, HO U Xxapakrep ux ¢gparmentaun  5B). Xpomarorpaduueckoe pas/eieHue MPOBOAWIM Ha KBAapLEBOM
1ojl JIeHCTBMEM HJIEKTPOHHOro ynapa. lasoBas Xxpomarorpadus — kanmmuisipHoit kononke HP-SMS (30 m x 0,25 mm x 0,25 Mkm).
— wmacc-cnekrpometpust (I'X-MC) — »10 Mmeton, coenuuuBmmii  OObeM BBOAMMON MPOOBI sl BCEX M3MEPEHMH COCTaBIsLT 1 MKJL.
BO3MOXKHOCTH Ta30BOoW Xpomarorpadguu u Macc-criektpomerpun — Temmeparypa ucnapurtens u uHrepdeiica cocrapisia: 200°C mis
Uil WACHTU(UKAIMKM M KOJMYECTBEHHOTO onpeaeneHus otaenbHeix — coenuuenus I u 130°C nns coequnenus II, Bpems ananuza 30 MuH.

KOMITOHEHTOB B CJIOXKHBIX cMecsX [6, 7, 12]. DKCHEpUMEHTAIbHBIE JaHHBIE PErMCTPUPOBAIM M 00padarbiBayid C
Heap: OueHUTh YUCTOTY M MCCIIENOBATh BO3MOXKHBIE IyTH  MOMOLIBIO porpaMmHoro nakera Qualitative Analysis 10.0.
(parmeHTalMK CUHTE3MPOBAHHBIX TUETAHCOICPKALIMX TPOU3BOIHBIX PesyabTaThl ucciaexoBaHusi: Hccieqyemble COSIMHEHHs
mupasonoB  u  1,2,4-TpHasoyioB ¢ MOMOIIBIO  XPOMAaro-Macc-  TMOJNYYeHBI AJKHIMPOBAHMEM COOTBETCTBYIONIMX TETEPOIUKIOB B
CMEKTPOMETPUUECKOTO aHATH3A. BOJHOW cpezie 2-XJOPMETHITHUPAHOM B NPUCYTCTBUM THIPOKCHIA

Martepuanst u  Mmeroabl: OObexTamMu uccnenoBanust  kauus (Puc.1).

90
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Puc. 1. Cxema cunresa 3,5-audpom-4-uurpo-1-(rueranni-3)-1H-nupasona (I) u 1-(tueranna-3)-1,2,4-rpuazona (1I)

Jns uneHTMUKAMU M ONPEIEICHUS] CTENECHU YMCTOTbI
3.5-nubpom-4-antpo-1-(tueranni-3)- 1 H-nmupazona(I) n 1-(Tneranm-
3)-1,2,4-rpuasona (I1) ucnons3oBanm MeTo ra3oBoit xpomarorpaduu-
MacC-CIEKTPOMETPUN TX/MC). l"azoBas xpomarorpadus
[O3BOJISICT MIACHTU(UUMPOBATH UCCIELyeMblii 00pasel o BpeMEeHU
YAEPKUBAHUS U ONPEAEIUT YACTOTY 10 HPOLIEHTHOMY COOTHOLLEHHIO
OTHOCHUTENBHON miomany nuka. Ha xpomarorpamme coequuenus I
PErucTpupyercst OJMH OCHOBHOI! UK ¢ BpeMeHeM yiepkuBanus 20.8
MHUH U gucToToit 99%, coenunenue Il npencrasiser coboii cmech
JIByX HM30MEpPOB C BpeMeHamu yaepkusanus 7.4 muH, 13.6 MuH B
cooTtHouieHnn 68% u 32% cOOTBETCTBEHHO.

B ycioBusIX Macc-CrieKTpoMeTpa MpU SHEPruu HOHM3ALMU
anekrpoHoB 70 3B oOpasylomuecs MoJIeKyJISpHbIE HOHBI TIOSyHaloT
HE BCIO DHEPrHIo, a cBepxX MoHm3aimio B quanazone 0-20 »B [10].
Orta M30bITOYHAS PHEPrHs PABHOMEPHO PACHPENENSETCS MO BCEM
CBSI35IM, IPMYEM MPEBbIILIEHUE SHEPIMU KaKOW-IM00 CBsI3M, BEJIET K €€

pa3pbIBy C OTHICIUICHHEM HEHTpalIbHOTO (pparMeHTta u 00pazoBaHHEM
0oCKoJIOUHOTO HOHA. OCOOEHHO CWIBHO MOHIKAETCSl MPOYHOCTH
OIM3JISKAIINX CBA3EH B TETEPOATOMHBIX YacTsX, TO €CTh MOHU3AIUS
MIPOUCXOMUT B MECTAX, IJIe UMENIUCH CBOOOTHBIE TT(P)-31eKTpoHsI [11].
B macc-cnexTpax ucciaeayeMblx COSANHEHUH MPUCYTCTBYIOT caadble
CUTHAJTBI MOJIEKYJISPHBIX HOHOB, 3HAYCHNE MACCOBBIX YHCEI, KOTOPBIX
coorBercTByeT OpyTTo-hopmynam coenunenus I (m/z 343) (puc. 2) u
coexunenust I1 (m/z 141) (puc. 3). Insa coenmnenus I, xapakrepHo,
YTO OH PEruCTPHPYETCS B BUJAE MUKOB, Pa3MYAOLIMXCS Ha JIBE
maccoBbie enuHuibl — 341 u 345 m/z. D10 OOBACHSCTCS HATUYUEM
IIByX aToMOB Opoma, CyIIECTBYIOIIUX BHJIE JABYX CTaOHMJIBHBIX
n3oronoB B cootHonienun 1:1 (puc. 2). Coenunenue 1l npencrapnser
co00it cMech JIByX M30MEPOB, MAaCC-CIIEKTPBI, KOTOPBIX MPAKTHYECKH
Hepa3IMuuMbl MEXIy co0O0il Kak 10 MOHHOMY COCTaBy, TaKk U IO
OTHOCHUTEJBHBIM HHTEHCUBHOCTSIM MMUKOB HOHOB (puc. 3).
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I,B pesynbrare Macc-CrieKTpOMETPUUECKOro pacriajia Kak HOHA
3.5-mbpom-4-autpo-1-(tueranun-3)-1H-mpazona (I), Tak u 3akioueHne: B pesynbrare NpoBEINECHHBIX MCCIEA0BAHMIA
1-(tneranun-3)-1,2,4-rpuazoxa (II) obpasyercst craOUIBHBIN MOTBEPXKICHO CTpOCHHE 3,5-nmubpom-4-uutpo-1-(Tneranui-

KaTHOH-paiKaj Trera (m/z 72), MK KOTOPOTO SBIISETCS CaMbIM 3)-1H-mupazona (I) wu  1-(tmeranun-3)-1,2.4-tpuazona  (II).
nHTeHCUBHBIM U coctasisieT 100% (Puc. 4). Hzydyenne mOMydeHHBIX MAacC-CHEKTPOB U BO3MOXHBIX ITyTei

Y coenunenuss I nwku woHoB (m/z 297) w (m/z 267) ¢QparmMentanum mokazajlo, UYTO  XPOMAro-Macc-CIEKTPOMETPHS

COOTBETCTBYIOT ~OTINEIUICHUIO OT MOJICKYJIbI HUTPOTPYMIIBI W MOXET OBITh WCIOJB30BaHA Ui IOJATBEPXKJICHUS CTPOCHHS U
thueranoBoro 1wkia (Puc. 4). B wmacc-cnekrpe coexumnenuss Il 9MCTOTBI CHMHTE3MPOBAHHBIX COEAWHEHW, Onarogaps BBICOKOM
HaboaeTcst MUK ()parMeHTapHOTo HOHA (71/z 69), 4TO COOTBETCTBYET — MH(OPMATUBHOCTH, CEJIEKTHBHOCTH, YHHUBEPCAIBLHOCTH u
kaTuoH-pamukany 1,2,4-rpuasona (Puc. 4) YYBCTBUTEIBHOCTH.

Puc. 4. [Ipeanosaraemas cxema (pparMeHTalHH MOJIEKY.IIPHOTO
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