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MEXAHW3M OBPA30BAHUS 3-METHUJIITPOU3BOHBIX
NMUJIA30][2,1-5)]TUA30JI0B U UX BEH30AHAJIOTOB B PEAKIIUAX
2-MEPKAIITOUMHNJA30JIA U 2-MEPKAIITOBEH3UMHIA30JIA
C 1,3-JUXJIOPAIIETOHOM B YCJIOBUSAX MEXK®A3ZHOT' O KATAJIN3A

HccrnenoBan MexaHW3M HEOXHWAAHHOTO 00pa3oBaHUS — 3-METHINPOU3BOIHBIX
umMuazo[2,1-b]THazoa0B B cHCTEeME 2-MepKanTOMMHUAa30j—1,3-1uxaopaneToH—TBEp-
aeiii K,COs—1Bépapiii KI-18-kpayn-6—tonyon. Ctpykrypa 3-merun|l,3]ruazomno3,2-
a]- 6eHznMuIasona noATBepkacHa qTaHHBIMUA PCA.

KuaroueBble ca0Ba: 3-MeTHINPOU3BOAHBIE MMHIa30[2,1-b]THa3zomoB, Mexpa3zHbIH
katanu3, PCA.

Nmupnazo[2,1-b]tnazonbl 00MagarOT IMHPOKHM CIIEKTPOM OHOJOTHYECKOM
axTuBHOCTH [1]. OCHOBHO# MeTo/| chHTe3a 3-MeTUI3aMenIéHHbIX nMuIas3ol2,1-b]-
TtrazonoB u 3-metui| 1,3 |trazono|3,2-a]0eH3MMUAa30I0B OCHOBAH Ha PEaKIUU
MTPOU3BOAHBIX 2-MEPKalTOUMHUIA30JI0B C XJIOPAllETOHOM B 3TaHoNe [2] wiau
mienouHoM 3taHoue [3]. 3-Merunben3o[4,5 Jumunazo[2,1-b]Trazobl MOTyYESHBI
TaKKe B pe3ylbTaTe pEakUuu 2-MEpKanTOOCH3MMHUAA30JI0B C aleTOHOM
B npucyrcteun [, [4] wmm H,SO~AcOH [5]. Kpome Ttoro, 3-meruin-
[1,3]tnazono[3,2-a]0eH3uMHa301T TIOTYYESH B Pe3yNbTaTe IUKIU3AIUKN 2-T1PO-
napruiarnodensumuaazona B cucreme Hg(OAc),—H,SO4—ykcycHas kucnora [6]
wm u3 2-(2-OpoM-2-poTeHUIITHO ))OCH3UMH/Ia3071a B MeX(a3HO-KaTaIUTH-
yeckoir (M®K) cucreme KOH-Gensunrpustminammonuitxiopua—/IMCO [7].
B nuteparype ectb Takke CBEACHHS] O JICHOAUPOBAHUM 3-MOAMETUI-2,3-TU-
runpo[ 1,3]tuazono[3,2-a]0enzumuaazona no 3-metwn|l,3]trazonol3,2-a]oens-
MMUJIa30J1a B LIEI0YHOU cpeae [8].

IIpn B3aummopeidictBuun THONOB 1-4 ¢ 1,3-AMXJIOpallETOHOM B CHUCTEME
1BEPABIT K,COs—TBEpmpIi KI-18-KpayH-6—TONyONn €AMHCTBEHHBIMU MPOAYKTAMHU
peaKmuy BMECTO OKUAAEMbBIX XJIIOPMETHIIITPOM3BOIHBIX SBIISIOTCS METHITETEPO-
LUKIIBl S—8 — JlerkoniaBkue KpUCTAIIMUECKUE BellecTBa (IKCIEpUMEHTaIbHAs
YacTh).

Hns ompeneneHus MexaHu3Ma oOpa30oBaHUSI COSAMHEHHH 5—8 MBI MpoBeEH
HECKOJIBKO 3KCIIEpUMEHTOB. Bo-nepBbIX, MBI YCTaHOBUIIM, YTO NMPH KHUIISTYUEHUU
1,3-nmuxmnoparierona ¢ uzdositkom TBEPoro Kl u tBépnoro K,CO; Habmonaercs
obpazoBanue 1,3-gumnonanerona. Peaknum mnepexoma rajlloreHOB OT OJHOM
MOJIEKYJbI 1,3-auranoreHaneTona K Apyrou, T. €. oOpa3oBaHUs MONUTaJIOreH-
alleTOHOB (Tak Ha3bIBaeMasi peakuus halogen dance), IpaKTU4YEeCKU HE MPOUC-
xoauT. BenencTBue 3TOro MBI IpeamnosaraeéM, 4To IepBas CTaAus peakiuu
MPOUCXOAUT N0 OOBIYHOMY MEXaHH3MY M MPUBOIUT K HOAMETHIMHTEPMEIHATy
v
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yepe3 S-ankuwinpousBogHoe III [9]. Opnako nokas3aTenbCcTB MeXaHHU3Ma
00pa3oBaHUsl METHIMPOU3BOJHBIX 5—8 MBI MO-TIpeKHEMY HE MMEIH, TO3TOMY
cuHTe3upoBasH 3-xnopmeTwi| 1,3 |tnazono[3,2-a]oer3umunazon (9) mo u3BeCTHOM
metoquke [10]. Jlamee ¢ menmpio oOHapy>XKeHUS TPOMYKTOB JEXIOPUPOBAHUS
MPOBEJM peakiuio coeauHeHuss 9 B cucreme 1,3-muxinopanerod (1 3kB.)—
tBépubiii K,CO; (4 akB.)-TBEpmBIA KI (4 3KB.)-18-kpayn-6 (10 momb. %)—
tosryon ipu 110 °C.
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HeicTBuTeNbHO, MOCTE 24-4acCOBOTO KHUIIYEHMS] PEAKIMOHHON CMecH, IO
TAHHBIM XPOMAaTO-MacC-CIIEKTPOMETPHH, B PEAKITMOHHONW CMECH TTPUCYTCTBOBAI
3-metmn[1,3]trazomno|3,2-a6enznmunazon (6) (40%), mosToMy MBI Tpeanoia-
raem, 4To JICHOANPOBAHUE HOAMETIIIIPON3BOAHBIX 1V IpOMCXOauT Ha Mmocie -
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Monekyna 3-metun| 1,3 |trazono[3,2-a]0en3umunasona (6) ¢ 0003HaAYCHUIMH aTOMOB M UX
SIUTHAIICOUIAMH TEILIOBBIX KOJIeOaHMi

C menpt0o OOBEKTUBHOTO YCTAHOBIEHUS CTPOCHUS COCAWHECHHMS 6 OBLI
npoBeneH PCA ero kpucramioB. MoyeKylia cOeIUHEHHS TIOCKas B Mpeenax
omm6kn. Jmnaen csseit S—-C(2) n S—C(5) cocrasmsior 1.746(3) u 1.732(3) A.
Jmunbl aBoitHbIx cBaseit C(2)=C(3) u C(5)=N(6) pasnnI 1.336(4) n 1.307(3) A.
B nernom, reomerprueckre mapaMeTpsl MOJIEKYIIBI OJM3KK K MapaMeTpaM TpEX
JIPYTHX THA30JI00€H3MMHIA30JI0B, Ul KOTOPBIX yCTaHOBIIeHA cTpykTypa [11, 12].
B xpucrammmyeckoll CTpyKType MOJEKYJbl YMAKOBBIBAIOTCS HA PACCTOSHHUSIX
HE MEHBIIINX, YeM CyMMa BaH-IEp-BAallbCOBBIX PAINYyCOB KOHTAKTHPYIOIINX
aTOMOB.

IKCIIEPUMEHTAJIBHASI YACTb

Cnextpsl  SIMP 'H perucrpupoBanu Ha crektpomerpe Varian 200 Mercury
(200 MTI'tr) B CDCl;, BuyTpennuit crangaptr I'MJIC (8 0.05 m. 1.), Macc-CIEKTphl —
Ha xpoMmaTo-macc-criekrpomerpe GC-MS HP 6890 ¢ »sHeprueli HMOHU3UPYIOMINX
anexTpoHoB 70 3B.

2-Mepkanroumupaazon (1), 2-mepkantobensumunasoisl 2—4, 1,3-auxiopaneTron
(96%) n 18-kpayn-6 (Bce AlfaAesar) ucnonap30Banu 03 JOMOTHUTEIBHOW OYHCTKH.

Cunre3 3-metwimmmuaaso|2,1-bjtuazona (5) [13]. K cycnenzuun 0.5 r (5 MmMouib)
2-mepkanronmugazona 1, 2.76 r (20 mMMome) TBEPAOTO, XOPOIIO U3MEIBEYEHHOTO
K,CO;, 3.34 r (20 mmoms) TBEpmoro KI u 0.13 r (0.5 mmomns) 18-kpayna-6 B 30 M
tonyona mpubaristor 0.63 r (5 mmoinb) 1,3-guxnoparieToHa. PeakllMOHHYIO CMeCh
KAIATAT B TedeHHue 12 4, OTQHUIBTPOBBIBAIOT M PAaCTBOPUTEIb YIApUBAIOT IIPH
TIOHIKCHHOM JIaBJIeHHH. [IpOIyKT BBINENSIOT METOIOM KOJIOHOYHOH Xpomarorpadun
Ha CHWJIMKareie, B KauyeCTBE JJIIOEHTA HCIOJIB3YIOT CMECh T€KCaH—a3THianeTar, 1:1.
Bexonx mpoaykra 5 0.08 T (12%). Cuekrp SAMP 'H, 8, m. 1.: 2.39 (3H, ¢, CH;); 6.42
(1H, ¢, H-2); 7.08 u 7.34 (2H, nBa ¢, iMHUIa30IBHBIE TIPOTOHBI). Macc-ciektp, m/z (Lo,
%): 138 [M]" (100), 93 (17), 71 (12).
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Kpucrauiorpaguyeckue XapakTepucTHKU cOeTUHEHHs 6
M MapaMeTpbl yTOYHEHUsI KPUCTAUINYECKHUX CTPYKTYP

ITapamerp
BpyTro-dopmymna CioHsN,S
MounexynspHas Macca 188.252
®dopma kpucrauia [Ipusma
Pasmep kpucramia, Mm 0.12 x 0.17 x 0.28
CuHroHus MoHoknMHHas
[MapaMeTpbl KPUCTAITMIECKON PELIETKH:
a, A 7.0531(2)
b, A 12.9645(4)
c, A 9.9273(4)
B, rpan. 100.753(1)
O6beM seMeHTapHoii sueiikn, V, A® 891.81(5)
[IpoctpancTBeHHAs rpymmia P2\/n
UYucno Monekyl B sueiike, Z 4
F(000) 392
[110THOCTB BEIECTBA, Py, r/em’ 1.402
MaxkcuManbHBIA Yo, 20,,.,, Tpam. 55.0
WuTepBansl uHAekcoB Muiiepa —9<h<9
—16<k<15
—12<i<12
Ko5(hGHIMEHT MOTTOMEHH S, |1, MM ' 031
Yucno pediexcon
obee 3806
HE3aBUCHMBbIX 2124 (R, = 0.026)
c/>30()) 1631
R-®axTop 0.046
R-Nnpexcel o BceM pedaexcam (R, wRy) 0.063, 0.238
Yucno yTouHsAeMBbIX 1apaMeTpoB 118
GooF 0.970
APmax 0.44

3-Metni|1,3]tuazo0[3,2-a]6en3umugazon (6) moayyaroT aHAJOTUYHO COEAU-
Hennio 5. Bpems peakuuu 12 4, Beixon 19%. Cnektp SAMP 'H, 8, m. x.: 3.34 (3H, c,
CHs;); 6.86 (1H, ¢, H-2); 7.21-7.38, 7.66-7.70 u 7.95-7.99 (4H, Bce M, Ar). Macc-
ciextp, m/z (I, %): 188 [M]" (100), 143 (23), 102 (16), 75 (7). Haiineno, %: C 63.26;
H4.17; N 14.61. C;,HgN,S. Beraucneno, %: C 63.80; H 4.28; N 14.88.

Monoruapar 3,7-mumerni[1,3]tuazono[3,2-a]o6enzumuaaszona (7) mnomayyaror
aHAJIOTUYHO coeAnHEeHuo 5. Bpemst peaktmu 25 4, Bexox 1%. Crexrp AMP IH, O, M. 1I.:
2.50 m 2.71 (6H, mBa ¢, CH3); 6.30 (1H, c, H-2); 7.03—7.19 u 7.63-7.67 (2H, nBa m, H-5,6);
7.57 (1H, ¢, H-8). Macc-cniektp, m/z (Iom, %): 202 [M]" (100), 157 (7), 89 (8).
Haitigeno, %: C 60.19; H 5.46; N 11.96. C,,H;,N,0OS. Breraucineno, %: C 59.97; H 5.49;
N 12.72.

Monoruapar 3-meTmii-7-merokcu[1,3]Tuazono|3,2-a]6en3umugazosia )
MOJTy4yaroT aHAJOTHYHO coefuHeHuto 5. Bpems peaxuuu 11 9, Beixon 8%. Crektp
SAMP 'H, 8, m. 1.: 2.69 u 3.88 (6H, xBa ¢, CH;); 6.31 (1H, ¢, H-2); 6.84-6.89 u 7.62—
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7.67 (2H, oBa M, H-5,6); 7.25 (1H, ¢, H-8). Macc-cniextp, m/z (I, %): 218 [M]* (100),
203 (39), 175 (71), 109 (7). Haiigeno, %: C 55.30; H 5.21; N 12.11. C;;H,N,0,S.
Brruucneno, %: C 55.91; H5.12; N 11.86.

PeHTreHOCTPYKTYpHBIii aHaau3 coegnHenusi 6. J(nppaknmoHHas KapTUHA IS
coevHeHUsT 6 ToONyyeHa Ha aBTOMAaTHYECKOM PEHTICHOBCKOM JIU(paKTOMETpe
Bruker—Nonius KappaCCD. PacmmdpoBka KpuCTaIIMYECKOH CTPYKTYPHI NpOBEICHA
npsMeIM ~ MeTofoM ®  yrouHeHa MHK B monHOMaTpHYHOM — aHHU30TPOIHOM
NPUOIMKEHUH U1 BCEX HEBOJOPOAHBIX AaTOMOB C HCIIOJIb30BAaHMEM KOMILIEKCA
nporpamm maXus [14]. TlomoxeHHss aTOMOB BOAOPOAA JIOKAIM30BAaHBl HAa OCHOBE
Pa3sHOCTHBIX CHHTE30B Dypbe DJIEKTPOHHOHM IIOTHOCTH M YTOYHEHBI B H30TPOITHOM
MPUONMKCHAN C WCIIONB30BaHWEM Mojaenn "HaesmHuKA". Kpucrammorpaduyeckue
XapaKTEePUCTUKU COCTMHEHHs 6 1 rapamMeTphbl yTOYHEHHsI CTPYKTYPBI IaHbI B Ta0JIHIIE.

JlaHHBIE TEOMETPHYECKOH CTPYKTYpPBI COeMHEHNs 6 nernoHnpoBansl B KemOpumkckom
OaHKe CTPYKTYpHBIX gaHHBIX (gemoreHnT CCDC 721277).
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