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Paspaboran meron cuntesa 2-(1,3-nmudennn-1H-1,2,4-tpuazon-5-uin)-2,2- IMHATPOAIETOHUTPHUIIA B HCCIIEIO0-
BaHa €ro peakiys ¢ JIUa30MeTaHOM, MPOTEKAIOIIAs 110 MEXaHNU3MY 1,3-IUIONISIPHOTO HUKIONPUCOCANHEHUS 1
3aBepiaromascs oopazoBanueM pasaensemon cmecu 4-[(1,3-mudennn-1H-1,2,4-Tpua3on-5-un)auHuTpoMe-
tin|-2H-1,2,3-tpuazonos. [locnennue B3anmozeiictByoT ¢ KOH B aTaHONE C 00pa3oBaHHEM KaTHUEBBIX COIECH
4-[(1,3-mucpenun-1H-1,2,4-tpruazon-5-un)anu-uuTpomMeTi|- 1,2,3-1pruasoos.

Kuarouessie caoBa: 2-(1,3-nudennn-1H-1,2,4-rpuazon-5-mi)-2,2-THHUTPOALETOHUTPHI, OPOMIIMAH, JH-
azomeraH, peakuus 1,3-gunosisipaoro nukionpucoeannenus, 4-[(1,3-nupenunn-1H-1,2,4-rpuazon-5-wmi)-
quHATpoMeTI |-2H-1,2,3-Tpra3onsl, kanuessie conu 4-[(1,3-mudenwn-1H-1,2,4-tpra3on-S-ui)anu-HuTpome-

tnnl-1,2,3-Tpuas3onos.
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XVWMUYECKHE TPEBpAIleHUs] TeTapHIbHBIX IPO-
WU3BOJHBIX JAUHUTPOAICTOHUTPUIIA U3YYCHBI B HEAO-
craTouHoM creneHW. M3BeCTHO TONBKO, 4TO 2,2-1H1-
HUTPO-2-(3-Ppennn-1,2,4-okcannazon-5-ui)aueToHu-
TpUI U 2,2-THHATPO-2-(2-MeTHI-2 H-TeTpa3on-5-mi)-
AI[CTOHUTPWJI PEAarupyrT C JUa30METAaHOM C 00pa-
30BaHUEM MPOIYKTOB 1,3-IUIONSPHOTO IUKIOIPHU-
coequHeHus — IUHUTPO(3-penun-1,2,4-oxcaanason-
5-un)-1,2,3-rpuazon-4-un)mMeraHoB u S-[(AMHUTPO)-
(1,2,3-Tpnazon-4-min)MeTni | -2-MeTHIITETPA30JI0B CO-
oTBeTCTBEeHHO [1, 2].

C 1enpI0 HCCIeOBaHMsI CTEIICHU OOITHOCTH paHee
OCYIIECTBIICHHBIX PEaKIUil CHHTE3a TeTapHIbHBIX
MPOU3BOJIHBIX JIMHUTPOAICTOHUTPWIIA (HAIpUMeED,
2,2-nuHuTpo-2-(3-henmn-1,2,4-oxcannazon-5-mi)-
aleTOHUTpUI u  2,2-AUHUTPO-2-(2-meTun-2H-tet-
pa3oi-5-MI)aneTOHUTPUII) HaMH TPEATNPUHATA TI0-
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MIBITKA PACIpPOCTPAHUTh OTy PEAKIHI0 Ha HOBOE
COeAMHEHHE TUHUTpoauneToHuTpuina — 2-(1,3-mude-
Hun-1H-1,2,4-Tpuazon-5-mn)-2,2 - TMHUTPOAIIE TOHU -
Tpun 3.

CoenuHenne 3 CHHTE3UPOBAHO 3a CYET BBEIE-
HUS LMAHOTPYNNBl B AMHUTPOMETHIIBHBIN (par-
MEHT cepeOpsiHOW comu S-muHuTpoMeTHi-1,3-aude-
Hun-1H-1,2,4-Tpuasona 2, MOIyICHHON U3 KaJTUeBOM
comu azona 1 (cxema 1).

CtpykTrypa cepeOpsiHOW CONMH 2 yCTaHOBJICHA Me-
tonamu UK u 13C SAMP-cnekTpoCKonuu, a cocTaB —
JIaHHBIMU 3J71eMeHTHOoro a"anu3a. B MK cnekrpe npu-
CYyTCTBYET TpYIINa IMOJOC MOIIOMICHUS, CIOKHBIN
KOHTYp KOTOPBIX MOXET COOTBETCTBOBaTh IPYIIIU-
poBke ¢parmenta C(NO,), mpu 1540, 1490, 1462,
1370, 1260, 1143 cm !, uro coriiacyercst ¢ JuTe-
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Cxema 1.
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parypubiMu nanabiMA [3]. He mpoTmBOpeunT 3TO-
My Hu OJH30CTH TMOJOXKEHHsI CHIHaja IEHTPaIbHO-
ro atoma yrieponga B crekrpe SIMP 13C comn 2 (8
136.1 m.11.), CHSITOM B BOJIe, C CUTHaJIaMH aToMa yIJie-
pona eem-TUHUTPOMETHIIBHON TPYIIBI cepedpsHON
comu  S-(muHUTpOMETHIN)-2-MeTHII-2H-TeTpaszona (O
136.2 m.n.) [4]. [Ipu obpaboTke comm 2 W3OBITKOM
opomuuana npu 40°C B Teuenue 20 4 mpoTeKaeT mpo-
necc C-alKWIMPOBaHUS W AMHUTPOAUETOHUTPUI 3
oOpa3yeTcs ¢ BbIxoZioM 65%, 4TO MO3BOJISIET paccMa-
TPHUBATh CIIOCOO TMONyYEHHS] ITOTO COCTUHEHHS, KaK
MpenapaTuBHbIN. AHAJIOTMYHO MPOTEKAEeT MPOLECC
[IMAaHUPOBAHUS CepeOPSHBIX COJIEH TPUHUTPOMETaHA
HOALMAHOM U 3aMEIEHHbIX TUHHUTpPOMETaHa OpoMm-
nuaHoM [4, 5]. CTpykTypa coenuHeHus 3 yCTaHOBIICHA
meronamu UK, snexrponnoit, AMP Iy, 13¢C CIIEKTPO-
CKOITMH, @ COCTAaB — JaHHBIMM 3JIEMEHTHOTO aHaJIN3a.
B UK cnekTpe 3T0ro coeIMHEHUs1 MPUCYTCTBYIOT KaK
crnabasl moyioca MOVIOMIEHHsI BAJICHTHBIX KOJeOaHMH
HUTPWILHOH Tpynmnbl Ipy 2255 ¢M ™!, Tak u uHTEH-
CHBHBIC TOJIOCHI TIOMVIOICHHS BaJICHTHBIX KOJIeOaHM
2eM-IMHATPOMETHIIEHOM TpyTis ipu 1600 ev™! (v,,)
u 1280 cm! (vg). PasHOCTb 4acTOT CUMMETPHYHOTO
1N aCUMMETPUYHOrO BajeHTHbIX KojeOanuii A(NO,)
coctapnser 320 cM ™!, UTO XapaKTepHO s JMHHTPO-
areToHUTPpUIIOB [6]. Kak m3BeCTHO, MMOIOKEHHE TT0I0C
nortomieHust HUTporpynns!l B MK cnextpax u Benu-
yrHa A(NO,) MOT'YT OBbITH UCIIOJIB30BAHbl B AHAIUTH-
YECKUX LENAX I pa3iIudns MOHO-, 2eM-TUHUTPO- U
TpunutpoankanoB [7]. Ilapamerp A(NO,) Hutpo-
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TPy AMHATPOANETOHUTPWIA 3 3HAYNTENBHO BBIIIIE,
yeM MoHO- (~180 cM!) m eem-muHMTpOATKAHOB
(~250 cm™!), m GIH30K K Pa3HOCTH YACTOT, XapaKTep-
HO#t U1 nomuHATpoankanos (300 cv!). OueBnaHo,
9TO CBSI3aHO C AJIEKTPOHOAKIENTOPHBIM BIIMSHUEM
Ha JAWHUTPOMETWIbHYIO TPYHIy IHMAHOTPYMNIBl HU
1,2,4-Tpua3onbHOro nukia. B 2JeKTpOHHOM CHEeKTpe
HUTpuiIa 3, KpoMe mojochl nomoweHus 1,2.4-tpu-
A30JIBHOTO ITUKJIA TIpH 235 HM, HAOMI0AAeTCs CICIH-
¢duueckas nonoca nonmoueHus npu 280 HM, Xapak-
TepHas AJIs1 HUTPOALIETOHUTPUIIOB M OTBEYArOLIast 3a-
npeneHHoMy n—1* nepexony [7]. Ee MHTeHCUBHOCTh
(Ige 2.07) Gnmxe kK MHTEHCUBHOCTH aHAJIOTUYHOM T10-
JIOCHI B CIIEKTPAX AMHUTPOAUETOHUTPUIOB — (2,2-11-
HUTPOOYTAaHHUTPWIIA WM TPUHUTPOALETOHUTPUIA
(Ige 2.06-2.17), uem ecem-muauTpoamkanoB (Ige 1.76)
[6]. B crextpe SIMP 13C duxcupyercs curman aro-
Ma yriepoja eemM-ITUHHUTPOMETHIIBHOW TPYMIbl MpH
115.5 M.z, 9TO coTyIacyeTcst CO 3HAUCHUSMH O TT0100-
HBIX ()parMEHTOB MOJIEKYJ B aHAJIOTUYHBIX COCAMHE-
HUSAX — 2-(2-MeTHUNTeTpa3on-5-uin)-2,2-THHUTpOoAIe-
toantpmie (118.1 M.A.) M TPUHUTPOAIIETOHUTPHUIIC
(113.2 m.11.) [4, 6].

YcTaHoOBIIEHO, UYTO  JAUHUTPOALUETOHUTpUI 3
pearupyer B MSATKHAX YCIOBHSIX C H30BITKOM JIH-
azoMeTaHa 4 PEerHOCENEeKTUBHO, 10 MeXaHm3Mmy 1,3-
JTUIONIIPHOTO  LUKJIOIPHCOETUHEHUsT ¢  00Opa3oBa-
HAeM  N-ankumupoBaHHBIX — 4-[(1,3-gudennn-1H-
1,2,4-Tpuazon-5-un)auautpometun]-2H-1,2,3-tpu-
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a3zosoB Sa, b, KoTOpbIE yAAJIOCh Pa3AesiuTh METOJOM
KOJIOHOYHOMW Xpomarorpaduu. JJMHUTPOAIIETOHUTPHIT
3 BBICTYyNaeT B JTOW peakUWH KaK aKTHBHPOBAH-
HBIA JTUHUTPOTPUA3OIUIMETUIIBHOW TPYNIou Ju-
nojsipodun, a nmazomeran 4, — kak 1,3-AMIOND.
Brinenenne wuszomepssix 1,2,3-tpuazonoB Sa u Sb
CBHJICTEIHCTBYET 00 aMOWIEHTHOM XapaKTepe aHH-
OHa 4-[(1,3-mudpenmn-1H-1,2 ,4-rpuazon-5-wmn)au-
Hutpometui|-2H-1,2,3-Tpuasona. [Ipeobnananue
Cpell CHHTE3HPOBAHHBIX COCIMHEHHI N2-m3oMepa
S5a cBuperenscTByeT o Oounblneil HYyKIeO(OUIHBHOCTH
atoma a3ota N? TpHa30/IBHOTO IIUKIA M O GOJbIIeit
cTabmibHOCTU 2H-TayToMepa, 9TO COTIIacyeTcs ¢ JIH-
TepaTypHBIMU JaHHBIMH [ §].

Crpoenne mUKIOATAYKTOB Sa u Sb ycraHoBIe-
HO Meromamu crnekrpockonuu UK, SAMP IH, 13C,
Macc-CIIEKTPOMETPUHU, a COCTaB — JaHHBIMH DIie-
MmeHTHoro aHanuza. Kapruna MK cnextpoB xapak-
TEpHA I TMOJUHUTPOMETHIIBHBIX COCIUHEHHUN, TaK
TOJIOCHI MOTYIONICHHSI BAJICHTHBIX KOJICOAHHI TPYTIITBI
NO, 3aduxcuposansl B o6mactu 1580 cm™! (v, ) u
1300 cm ! (Vsim)> pasHocTh yactoT A(NO,) cocrasis-
et 280 cm !, uto Ha 40 cM ! MeHbIIe aHATOrMYHOTO
rnapameTpa COeIUHEHUS 3 U HE MPOTUBOPEUUT JIUTE-
paTypHBIM JaHHBIM [8]. AHATUTHYCCKUM TIPHU3HAKOM
HM30MEpPHON NMPUHAJICKHOCTU COeqUHEHUN Sa, b Mo-
JKET CIIY’)KUTh CMEIIEHHWE CUTHAJIa MPOTOHOB TPYII-
el CH; 1,2,3-TpuasonbpHoro nukia B cuexkrpe AMP
'H m3omepa 5a B Gonee cmaGoe mone (4.25 M.1.), 1o
CPaBHEHHUIO C aHAJIIOTUYHBIM CHTHAJIOM m30Mepa Sb
(4.13 M.71.), a Takxe cI1aOOMOILHOE CMEIICHUE CUTHA-
sa nporoHa rpynnsl CH Tpua3oabHOro KojbLa H30-
mepa Sb (8.21 m.11.), IO CpaBHEHUIO C aHAIIOTUYHBIM
cUTHAJIOM m3oMepa 5a (8.14 m.xa.), 9uTo comacyercs
C IUTepaTypHBIMHU MaHHBIMU [9]. JlonmoaHHUTEIHHBIM
JIOKA3aTEIbCTBOM H30MEPHON MPUHAIJICKHOCTH CO-
euHeHuil Sa, b siBiseTcs cpaBHEHUE MHTEHCUBHOCTEN
mmkoB noHoB [HC=N-CH;]" ¢ m/z 42 u [N=N-CH;]"
¢ m/z 43. B macc-criektpe n3omepa Sb vk nona c m/z
43 manounteHncuseH (I, 8%), Torna Kak MUK HOHA
¢ m/z 42 UMeeT MaKCUMaJIbHYl0 HHTEHCUBHOCTB (I,
100%). MoxHO TIPenIoN0KUTh, YTO HOH C 11/z 42 00-
pasyercsi B pe3ylibTare (pparMeHTaIfu TPUa3oIbHOTO
LMKJIa W HauOoJiee BEPOSATHBIA €ro IpeIIeCTBEeH-
HUK — HoH [M — NO,]", x0Ts He uckmoueHo o6paso-
BaHHUE 3TOTO (pparMeHTa U3 APYrUX HOHOB, HAIIPHIMED
u3 nona [M — NO,-NO-C,H;N,]". B macc-criekrpe

u3oMepa Sa MK MoHa ¢ m/z 42 ManouHTeHCHBeH (1,
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3%), Toraa Kak OTHOCUTENbHAsI MHTEHCUBHOCTH TTHKA
¢ m/z 43 cocraBiser 28%. OnucaHHBIC BBIIIE 3aKO-
HOMEPHOCTH JAUCCOITMATUBHON (pparMeHTaI! Xapak-
TEPHBI JJII MacC-CIIEKTPOB U APYTHUX MOJMHUTPOME-
THIBHBIX COCTUHEHUH, comepkamux 1,2,3-Tprua3oinb-
Hb1i muk [10].

B mpopomkeHnue uccrneqoBaHU B 3TOM HampaB-
JIEHWW, HaMU M3Y4eH TPOIECC CONe0O0pa30OBaHUSI CO-
enuHEeHU 5a, b ¢ M30BITKOM CITUPTOBOTO pPAcTBOpA
THAPOKCUIA KaJIdA. YCTAaHOBJICHO, YTO PEAKITUS TIPO-
TEKAeT B MSITKUX YCIOBUSIX, COITPOBOXKAAETCS IPOLIEC-
COM JIEHUTPOBAHMS COeAUHEHUM Sa, b u ¢ BhIXog0M
75-77% npuBoauT K KanueBbIM consim 4-[(1,3-mu-
¢dennn-1H-1,2,4-Tpuazon-5-un)anu-HATPOMETHII |-
1,2,3-Tpuazonos 6a, b (cxema 2).

A3areTeponuKIIbL, MPUCYTCTBYIOIINE B MOJIEKYIIax
coelMHEHUM Sa, b B MSTKMX YCJIOBMSIX MHEPTHBI K
nercTuio ménodyeii. ComocraBieHUE BLIXOA0B COJIEH
6a, b mo3BosseT cenark 3aKI04YEeHNE O TOM, UTO CTPO-
€Hue U30MepPoB Sa, b He OKa3bIBAET CYIIECTBEHHOIO
BIMSIHUSL Ha TIpolecc coneoOpaszoBanus. CTpoeHue
coseil ycraHoBineHo Meroaamu HMK-criekTpockonuw,
'H, 13C IMP-cnexTpoMeTpuy U SMeKTPOHHOM CIeK-
TPOCKOTIMH, & COCTaB — JaHHBIMH JJIEMEHTHOTO aHa-
nuza. Hdng UK crekTpoB XapakTepHO HPUCYTCTBUE
TPYTITBl KHTEHCUBHBIX TTOJIOC TIOTJIOMICHUS B 001acTH
1520, 1340-1296 cm!, cHOXHEIH KOHTYp KOTOpBIX
cootBercTBYeT (pparmenty [C=NOO]". B memom mis
crextpoB SIMP 'H coneii 6a, b xapakrepro cmere-
HUE CHTHAJIOB MPOTOHCOJAEPKAIIUX Tpynm B Oojee
CUJIBHOE TI0JI€, a UX aHAJIU3 [TO3BOJIMII BBISIBUTD TE€ KE
3aKOHOMEPHOCTH, YTO U JUISI MX KOBAJICHTHBIX aHAJIO-
roB Sa, b, — cMmemeHre CUTHajIa MPOTOHOB TPYIIITEI
CHj; TpuazonpHOro nukia nzomepa Sa B Oonee cia-
60oe mone (4.24 M.11.), IO CPAaBHEHUIO C aHAJIOTUYHBIM
curHaioM uszomepa 5b (4.12 m.a.), a Takxke crabo-
MOJILHOE CMEIIeHHE curHana nporoHa rpynnsl CH

Cxema 2.

KOH, EtOH
B
0°C

5a, b K*
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TPHA30JIBHOTO KoJbIla m3oMepa S5b (8.20 m.m.), 1Mo
CPaBHCHHIO C aHAJOTMYHBIM CHTHAJOM M30Mepa Sa
(8.12 m.1.). B cextpax IMP '3C ¢uxcupyercs cme-
IIIEHWEe B CHUJIbHOE T10JIE CUTHAJIOB aTOMOB YIJIepojia
a3areTepoIUKINYeCKUX Kojel coieil 6a, b mo cpas-
HEHHUIO ¢ BelecTBaMu Sa, b, uto, mo-BuauMomy, 00-
YCJIOBJIEHO HOHHOW MPUPONOH 3TUX COECOUHEHUH.
OJNEKTPOHHBIE CIEKTPBl XAPAKTEPU3YIOTCS TOsBIIE-
HHEM HOBOM IOJIOCHI HOIJIOMIEHHS C A, 320 HM, 4TO
XapaKTEepHO JJISl CONIEH MOHOHUTpOATKaHoB [11].

Uccnenopannas peakius  2-(1,3-mudenun-1H-
1,2,4-tpuazon-5-mn)-2,2-AMHUTPOALETOHUTPUIA  C
JINA30METAaHOM TO3BOJIIET BCTpawBarh 1,2,3-Tprazo-
JIEHBIN IIUKIT B 0230BYI0 YaCTh MOJICKYIIbI COSTUHEHUI
Sa, b B pesynbrare peanusanum one-pot mporecca.

OKCIIEPUMEHTAJIBHA S YACTD

UK crekTrpbl MOJYyYEHHBIX BEUIECTB CHHUMAJIN
Ha cruekrpodoromerpe InfraLUM FT-02 (Poccus) B
xyopodopme minu B tadbnerkax KBr (mist coemmne-
Huit 2, 6a, b) B unreppane gacror 4000-400 cm !,
Crnextpel IMP 'H u 3C 3anmcansl Ha npuGope
Bruker Avence II 300 SF (I'epmanusi) c pabo-
4yeil gactotoil coorBercTBeHHO 500 m 125 MI'm B
HAMCO-dg, Buytpennuii crangapr — I'MJC. Macc-
CHEKTPOCKOIINYECKUE  HCCIEJOBAHUSA  MPOBOAMIN
Ha mpubope Finnigan SSQ-7000 (CLIA) B pexume
MpsIMOTO BBOJA, SHeprust nonnszanuu 70 3B, Temme-
patypa ucnapenus oopasior 500-550°C. Xonm peak-
LU 1 MHIUBUYaIbHOCTD ITOJyYCHHBIX COCAMHEHHUN
KOHTponupoBaiu MerogoM Bocxomsamedn TCX Ha
mwiactuHax Silufol UV-254 B cucteme pactBopute-
JIel aleToOH-TeKcaH, 2:3, MpOosIBICHHUE MapaMu Homa
[12]. DnemMeHTHBIN aHATW3 BBHIOJHEH HAa aBTOMAaTH-
geckom CHNS-anammzarope Euro EA-3000 dupmbr
Euro Vector (Uramus). TemmepaTypsl pa3iokeHHs
omnpeznenensl Ha npudope Stuart SMP 10 (Iepmanus).
Kamueryro conb  S-muHutrpomerw-1,3-nudenu-
1H-1,2,4-Tprazona 2 moiay4yaayd 1O U3BECTHOW METO-
muke [13], nnazomeran 4 no cmocoOy [14]. Hutpar
cepebpa M OpOMIMAH HCIONB30BATIM MAapKH «XU»
¢bupmbl «Aldrich».

CepeOpsinasi coib  S-auu-guHUTpoMeTHI-1,3-
aupenuwin-1H-1,2,4-tpuazona (2). K 5 mmons ka-
nueBoit comu 1,2,4-tpuazona (1) B 10 ma Boxsl npu
40°C npunusanu pactBop 7 mmosnb AgNO; B MUHU-
myMme Boael. PactBop oxmakmanu g0 0°C u BeIIEp-

xuBas 20 MUH, 0Ca0K COJH 2 OT(UIBTPOBHIBAIIH,
BBl TIPOMBIBAIA MHHHUMAJBHBIM KOJHYECTBOM
XOIIOTHOW BOIBI W CYIIWIA B BaKyyM-DKCHKATOPE
3 4. Bexog 1.820 1 (84%), OecuiBeTHBIE KPUCTAILIHI,
T.pazn. 174-177°C. UK cnekrp, v, eml: 1542, 1460,
1375, 1260, 1140 [C(NO,),]". Cmextp SIMP '3C,
0, M.I.: 122.5 (Cypoy), 128.5 (Copon)s 128.7 (Cypon)
129.8 (Capon)s 130.2 (Cypop)s 1311 (Cypy), 131.6
(Capon)s 1325 (Cypop)» 136.1 (C%), 147.5 (C?),
156.2 (C?). Haiineno, %: C 41.51; H 2.18; N 16.05.
C,5HpAgNsO,. Beruncaeno, %: C 41.67; H 2.32; N
16.20.

2-(1,3-Audenna-1H-1,2,4-Tpua3zon-5-ui)-2,2-
AUHUTpoaueToHUTpUa (3). B ammyny u3 Tonctoro
CTEKJIa 3aChIMaJii CMECh 5 MMOJIb CONU 2 U 6 MMOJIb
OpomIaHa. AMITYJay OCTOPOXKHO 3aramBaid, I10-
MEIaId BO B3pBIBOOE30MACHBIH OOKC M HarpeBain
20 g mpu 80°C. ComepKUMOe aMITyJIbl dKCTParupo-
BaJIM JTIUATHIIOBBIM 3pupom 2x10 MII, pacTBOpPHTEINb
YIapuBajK MO/l BAKYYMOM, OCAJIOK MOABEPrain Xpo-
MaTorpaUpOBaHUI0 HA HUCXOISAIMICH CTCKISTHHOMN
konmoHke (10x500 MM), 3aroJTHEHHON aKTUBHPOBAH-
HbIM cuimkaresieM Mmapku Silicagel 100/400p ¢ wuc-
MOJIb30BaHMEM pacTBopuTenel psaa Tpamrme. DmoeHT
JUISL COCMHEHUSI 3 — YETBIPEXXJIOPUCTBIA YIIIEPOI.
Brixon 1.051 1 (60%), 6ecriBeTHBIE KPUCTAIIIBI, T.IUI.
78-81°C. UK cmexktp, Vv, em i 2255 (CN), 1600,
1280 (NO,). Cnekrp SAMP 'H, §, ma.: 7.55-7.74 m
(10H 0> 2C4Hs). Criexrp SIMP 3C, 8, m.x.: 108.2
(CN), 115.5 (C%), 122.7 (Capow)s 128.6 (Cypoy), 128.9
(Capow)s 130.1 (Cypop)s 130.4 (Cypon)s 131.2 (Cypon)s
131.8 (Cypo)s 132.5 (Cypoy), 147.4 (C?), 156.3 (C).
V®-cnexrp, Ay, HM (1ge): 235 (4.14), 280 (2.07).
Haiineno, %: C 54.71; H 2.69; N 23.86. C,cH;(N¢Oy4.
Brrancaeno, %: C 54.86; H 2.86; N 24.00.

4-1(1,3-Audenunn-1H-1,2,4-Tpua3zon-5-una)au-
HutpomeTuia|-2H-1,2,3-tpuazonbl 5a, b (obwas
memoouxa). K mepeMenmBaeMoMy pacTBOpy 2 MMOJIb
coenuHeHust 3 B 20 Ml OCYLIEHHOTO JIUATHIOBOIO
adupa ipu 0°C moprusaMu 100aBIISIITH PaCTBOP THA30-
MeTaHa 4 B TOM K€ PacTBOPHUTENE JI0 TPEKpaIIeHus
BBIJIETICHHS a30Ta. PeakIinoHHYI0 cMeCh BBIAEPIKHBA-
au npu 25°C B teuenue 24 4. PactBopurens ynapu-
BaJIM TIO/I BAKYyMOM, OCTAaTOK ITOJBEPTaH XPOMAaTO-
rpadupoBaHNIO HA HUCXOMSIIECH CTCKITHHON KOJTOHKE
(10x500 mMm), 3aImOTHEHHON aKTHBHPOBAHHBIM CHITH-
karenem Mapku Silicagel 100/400p ¢ ucrionp3oBaHueM
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METOJ CUHTE3A 2-(1,3-JU®EHNII-1H-1,2,4-TPUA30JI-5-UJ1)-2,2-TUHUTPOALIETOHUTPUIIA 1255

pactBoputenien psga Tparre. DIOEHT A9 COeuHe-
HHS Sa — OeH30J1, 11 COeIUHEHHS Sb — TUATHIIOBEIH
a¢up.

4-[(1,3-Andenna-1H-1,2,4-Tpuazon-5-ui)au-
HuUTpoMeTn|-2-metuin-2H-1,2,3-rpua3zon (5a). Bui-
x010.284 1 (35%), GreiHo-*kenToe Macio, n3° 1.4552.
UK crektp, v, cm 'z 1580, 1300 (NO,). Criekrp SIMP
H, §, m.1.: 4.25 ¢ (3H, CHy), 7.58-7.75 m (10H, 50y
2C¢Hs), 8.14 ¢ (1H, CH). Cniextp AMP 13C, §, m.n.:
43.6 (CH3), 121.2 (C%), 122.5 (Capow)s 129.1 (Cypon)
129.3 (Cypon)s 130.2 (Cypop)s 130.5 (Cypoy), 132.7
(Capow)> 133.9 (Cypon)s 135.6 (Cypo), 136.5 (CH,
137.8 (C%), 148.3 (C*), 157.5 (C*). Macc-criektp, m/z
(L %0): 406 (8) [M]*, 405 (5) [M — 117,360 (100), 46
(15), 43 (28),42 (3), 30 (52). Haiineno, %: C 53.03; H
3.28; N 27.42. C3H4NgO,. Beruncneno, %: C 53.20;
H 3.45; N 27.59. M 406.36.

4-|(1,3-Andenna-1H-1,2,4-Tpuazon-5-ui)au-
HutpomeTui|-1-merun-1H-1,2,3-rpua3zon (Sb). Bui-
xon 0.122 r (15%), GecuBeTHBIE KPUCTAIUIBI, T.ILI.
77-80°C. UK crmextp, v, cM 1 1580, 1300 (NO,).
Crextp SIMP 'H, §, m.n.: 4.13 ¢ (3H, CHy), 7.57-7.78
M (10H,,,,, 2C¢Hs), 8.21 ¢ (1H, CH). Crexrp SIMP
1C, 8, ma: 37.8 (CHy), 122.4 (C°), 123.2 (Cypom)-
128.7 (Cypow)s 129.5 (Cypon)s 130.4 (Cypy), 130.8
(Capon)s 132:5 (Capon)s 1343 (Coponds 135.2 (Cypony):
131.2 (CY), 135.6 (C*), 148.6 (C?), 157.8 (C>'). Macc-
ciekrp, m/z (I, %): 406 (10) [M]*, 405 (8) [M —
17%, 46 (22), 43 (8), 42 (100), 30 (45). Haiineno, %: C
53.05; H3.24; N 27.45. C;gH4NgO,. Beruucneno, %:
C 53.20; H 3.45; N 27.59. M 406.36.

KanueBbie coau 4-[(1,3-mudenna-1H-1,2.4-
TpUa30a-5-uia)anu-auTpomeTu|-1,2,3-Tpua3oson
6a, b (oowas memoouxa). K pactBopy 3 Mmomb co-
enqrHeHui Sa, b 8 10 M1 sraHoa 10OaBISIIN IO Ka-
wisM 1pu 0°C u30BITOK HACBIIICHHOTO CIIMPTOBOTO
pactBopa KOH no pH 9.0, peakunoHHYI0 CMECh BBI-
JEPKUBAIIA TIPU 1TOHM Temmeparype 1 |, ocamok oT-
(hUITBTPOBBIBAH M TIEPEKPHUCTAIITN30BBIBAIA U3 dTa-
HOJIA.

Kaauesas coasn 4-[(1,3-nudenna-1H-1,2,4-tpu-
a30J1-5-ua)auu-aHuTpomeruial-2-merun-2H-1,2,3-
Tpua3zoaa (6a). Beixon 0.922 r (77%), Genble kpu-
ctasibl, T.pasn. 215-217°C. UK cnekrp, v, em1: 1520,
1340-1296 (C=NOO"). Cnextp AMP 'H, §, m.n.:
4.24 ¢ (3H, CH3), 7.58-7.74 M (10H,,, 2C¢Hs),
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8.12 ¢ (1H, CH). SIMP 13C, §, m.x1.: 43.4 (CH3), 121.1
(C5), 122.5 (Cypon)> 128.6 (Cypon)> 128.9 (Cypon,), 129.6
(Capow)s 130.4 (Cypop)s 132.2 (Copon), 134.8 (Copon)
135.5 (Cypon)- 136.3(CH), 137.7(C°), 148.2(C?),157.3
(C%). YD-crektp, Ay HM (Ige): 235 (3.71), 320
(3.96). Haiinerno, %: C 53.96; H 3.36; N 24.39.
C,gH4KN0O,. Brruncaeno, %: C 54.14; H 3.51; N
24.56.

Kanuesas coanb 4-[(1,3-nudennn-1H-1,2,4-Trpu-
a30J1-5-na)anu-aurTpomeruil-1-mernn-1H-1,2,3-
Tpuazouaa (6b). Bexox 0.898 1 (75%), Genbie xpu-
crajutel, T.pasir. 235-240°C. UK cmexrp, v, em 111520,
1340-1296 (C=NOO"). Cniextp SIMP 'H, §, m.11.: 4.12
¢(3H,CHy), 7.56-7.77m (10H,,,,, 2CsHs), 8.20 ¢ (1H,
CH). SIMP 13C, 8, m.1.: 37.5 (CH3), 122.1 (C9), 123.1
(Capow)> 128.4 (Cypon)s 129.1 (Cypon)s 129.7 (Cypon)
130.8 (Cypom)s 132.5 (Cypo)s 134.6 (Cypoyy), 135.2
(Capow)> 131.1 (C%), 135.4(C%), 148.5(C?), 157.6 (C).
V®-cnextp, Ay, HM (lge): 235 (3.70); 320 (3.95).
Haiineno, %: C 53.95; H3.34; N 24.37. C,gH,KN-0,.
Brerunciieno, %: C 54.14; H 3.51; N 24.56.

KOH®JIIMKT UHTEPECOB

ABTOPBI 3asBIISIIOT 00 OTCYTCTBUM KOH(IIUKTA MH-
TEpPECOB.
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The Synthesis of 2-(1,3-Diphenyl-1H-1,2,4-triazole-5-yl)-
2,2-dinitroacetonitrile and its Reaction with Diazomethane

A. G. Tyrkov® * and E. A. Yurtaeva® **

¢ Astrakhan state university, 414000, Russia, Astrakhan, pl. Shaumyana 1
*e-mail: tyrkov@rambler.ru
b Volgograd state medical university, Pyatigorsk medical and pharmaceutical Institute-branch,
357532, Russia, Pyatigorsk, ul. Kalinina 11
**e-mail: tyrkova.katerina@yandex.ru

Received March 26, 2020; revised May 14, 2020; accepted May 15, 2020

A method for the synthesis of 2-(1,3-diphenyl-1H-1,2,4-triazol-5-yl)-2,2-dinitroacetonitrile was developed and
its reaction with diazomethane was investigated, which proceeds by the mechanism of 1,3-dipolar cycloaddi-
tion and ends with the formation of a separable mixture of 4-[(1,3-diphenyl-1H-1,2,4-triazol-5-yl)dinitrome-
thyl]-2H-1,2,3-triazoles. The latter interact with KOH in ethanol to form potassium salts of 4-[(1,3-diphenyl-

1H-1,2 4-triazole-5-yl)aci-nitromethyl]-1,2,3-triazoles.

Keywords: 2-(1,3-diphenyl-1H-1,2,4-triazole-5-yl)-2,2-dinitroacetonitrile, cyanogen bromide, diazomethane,
reaction 1,3-dipolar cycloaddition, 4-[(1,3-diphenyl-1H-1,2,4-triazole-5-yl)dinitromethyl]-2H-1,2,3-triazoles,
potassium salts 4-[(1,3-diphenyl-1H-1,2,4-triazole-5-yl)aci-nitromethyl]-1,2,3-triazoles
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