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CHUHTE3 3AMEIEHHBIX 6-(1H-1,2,3-TPHA30JI-1-UJ)-
4,7-TUTUAPO-1,3,5-TNOKCA3EITMHOB

Paszpaboran ynoOHelii Merony cuHTesa  6-(1H-1,2,3-tpuazosn-1-win)-4,7-nurunpo-
1,3,5-nMoKkcazenHOB  HAa TpUMEpEe  peakuuu  Je30KCUreHupoBaHus  1-(5-HuTpo-
1,3-nnokcan-5-mn)-1H-1,2,3-rprazonoB TpuaTHIAPOCHUTOM.

KiroueBble cioBa: 1,3,5-11oKca3enuybl, TeMIHAIBHBIE HUTPOA3UIsl, S-HUTPO-1,3-111-
okcaubl, 1,2,3-Tpuazonsl, TpHAITHIPOCPHHUT, AE30KCUTCHUPOBaHKE, 1,3-TUIMOISPHOE IUKIIO-
MPUCOETUHEHHE, OKUCITUTENFHOE a3UUPOBAHUE.

Jle30KCUreHupoBaHNE HUTPOAPOMATHUECKUX COEAMHEHUH B NPUCYTCTBUHU
OpPraHWYEeCKUX COeNWHEHHH TPEXBaJIeHTHOTO (hocdopa MPUBOIUT K 0Opa30BaHUIO
IIMPOKOTO CHEKTpa a30TCOJAepKaIluX reTepouukyioB [1—4]. Peakmus mporekaeT
CTyNeHYaTo yepe3 craauio oOpa3oBaHMs HHUTpeHa [5—8], KOTOpbIH, B ciydae
HAIAYHS B OpMO-TIONOXKEHUN HYKIEO(QWIBHOTO IEHTpPa, MPUBOAUT K (HOPMHUPO-
BaHHUIO KOHACHCHUPOBAHHOHN T'€TEPOITMKINIECKON CHCTeMBI. VCIonb3ys 1o 100HbBIH
MpHUEM, MOXXHO CKOHCTPYHPOBATh KaK MATH-, TAK U MIECTUYJICHHBIE a30TCOJIEpKa-
mme rerepouukibl  [9-11]. OtTcyTcTBHE B Opmo-TIONOXKEHUU MOAXOIAIIECH
PEaKIMOHHONW TPYIBI B Psijie CIydaeB MPHUBOIAUT K PACIIHPEHHUI0 OEH30JBHOTO
nukia. Hutpen B Takoit cutyanuu BHeapsieTcs mo cBsa3u C—C, 4TO NMPUBOIUT K
oOpasoanuto 3H-azenunos [12, 13].

Hampapnenue v rmyOuHa JaHHOH peakiuy B anu(aTHIecKoM PsIy 3aBHCHT OT
CTpPOGHHS HMCXOIHOTO HHUTPOAJKaHA W CBOWCTB BOCCTaHABIMBAIOIIETO AareHTa.
K Hacrosimiemy BpeMeHH HW3BECTHO HECKOJBKO CIIOCOOOB J€30KCHUTCHUPOBAHUS
MEPBUYHBIX ¥ BTOPUYHBIX HHUTPOAIKAHOB COCIWHEHHSIMH TPEXBaJICHTHOTO
tdochopa, mpuBomAIMX K 00pazoBaHWi0 HHUTPUIOB [14-17], amuuoB [18] u
MIPOU3BOIHBIX OKCUMOB [15, 19-21].

Wudopmanust 0 peakUMOHHOM CIIOCOOHOCTH B aHAJIOTHYHBIX YCIOBHSX
TPETUYHBIX HUTPOCOENWHEHHH ocTaércs HemoctarodHo. C  OmHOW CTOPOHBI,
B3aUMOJICUCTBUE 2-TaJIOTeH-2-HUTPOIPONIAHOB C TPHATWI(GOCPHUTOM NPHUBOIUT K
o0pazoBanuio GochopHbIX APUPoB OKCUMOB [20], a 0-XJIOPHUTPOIMKIOATKAHBI
pearupyrot ¢ TpudeHunpochrHOM ¢ pacmmpenueM nukia [22]. C aqpyroit CTOpOHBI,
JIE30KCUTEHUPOBAaHNE TeMHHAIBHBIX HUTPOHUTPO30COCIMHEHUH TPHATIII(HOCHUTOM,
HE3aBUCUMO OT HMX CTPOEHHS, MPOTEKaeT 10 HUTPO3OTPYIIIE W COMPOBOXKIAETCS
BHEJIpeHneM aroMa a3oTa 1o cBsiz C—N ¢ oOpa3zoBaHueM HUTPUMHHOB [23].

B mpencraBmenHoi paboTte OblIa MCCIemoOBaHa BO3MOXKHOCTH TpaHCHOpMAITUn
HUTPOTPYIIBI IO IeHCTBUEM TPHATHIPOCHUTA B PSITy MTPOU3BOIHBIX 1-(5-HHUTpO-
1,3-nuokcan-5-un)-1H-1,2,3-tpuazona. McxomHble coeAWHEHUs OBUIM CHHTE-
3UPOBAHBI U3 2-TUAPOKCUMETHI-2-HUTpOmponaH-1,3-guona (1) B Tpu craguu. Ha
MEePBOM CTaguy HUATPOCTHPT 1 KOHACHCHPOBAIM C IUMETOKCHMETaHoOM [24],
anpACTUIAMU WU KETOHaMH [25] B HPUCYTCTBUU KHUCIOTHBIX KAaTaau3aTOpPOB,
MoJy4yasi COOTBETCTBEHHO coeauHeHust 2a, 2b,c u 2d—g. B panpHelimem
THIPOKCHUMETHIIBHBIE TPOU3BOJHBIE 2a—g TOJBEPTalN OKHUCIUTEIHLHOMY a3Wan-
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poBanuto B mpucytctBun K;[Fe(CN)g] B mmienmouyHoii cpene W MOMydYalld TaKUM
obpazom 5-a3umo-5-uutpo-1,3-arokcansl 3a—g [26].

ON OH ON OH |\ NaOH, 2030 mun QNS oM
2 K 2) NaN, K,Fe(CN),, 4 1
—_— . >
0.0 H,0 o_ _O
OH OH 2
R1><R2 o ><R2
1 2a-g 3a-g

2,3aR!=R2=H,bR! =H, R2=Me, ¢ R! = H, R2= Ph, d R! = R = Me,
e R!'=Me, R? =Et, fR! + R? = (CH,),, g R! + R? = (CH,),

Kak Obuto mokazano panee [27], TeTepOLMKINYECKUE O-HUTPOA3HUIIbI OXOTHO
BCTYMAOT B PEakuio 1,3-TUMOISIPHOTO NHKIONPUCOSAMHEHUS K 3aMEUIIEHHBIM
aneTnieHaM. HesaBucMMO OT CTpoeHMs anuQaTHYecKoro TeTepoIKia, B
YCIIOBUSAX TEPMUYECKOW MUKIM3ALUK ¢ TEPMUHAIILHBIMH alleTUIeHAMH 00pa3yeTcs
cmech 1,4- u 1,5-tpuazonos. IlpoBeneHre HUKIW3AUKM B MPUCYTCTBHH COJIEH
OJTHOBAJIEHTHOW MEAM TPHUBOJUT K CEJEKTHBHOMY IONyYeHUIO 1,4-3aMeIéHHBIX
TPHA30JIOB.

B npencrasnenHol pabote HaMK OBUIM MCIOJIB30BaHBI KaK 1-3aMemIEHHBIE, TaK
u 1,4-mu3ameménnbie 1,2,3-tpuazonsl. MoHO3aMemEHHbIE TPUA30bl 4a—e OBLTH
CHHTE3UPOBaHBl W3 COOTBETCTBYIONINX HUTPOA3UAOB 3a—€ W TPUMETHICHIHII-
anerunieHa (TMCA). Peakuuio mpoBoAWIHM TPH KOMHATHON TeMIIepaType B BOAHO—
METaHOJBHOH cpelie B NMPUCYTCTBHU cynb(daTa MeAu, aCKOPOMHOBOH KHCIOTHI H
kapOonata kamusa [28]. BBUIO yCTaHOBIEHO, YTO, HE3aBHUCHMO OT CTPOCHUS
5-a3uno-5-HUTpo-1,3-1M0KCcaHa, MPoLecC MPOTEKAET CENEKTUBHO 0e3 00pa3oBaHus
TPUMETWICHIMI3aMEUIEHHBIX TpHa3oyoB (cnekrpockomnus SIMP, xuakocTHas
xpomarorpagus—macc-ciekrpomerpus (PKX/MC)). Brixox 1meneBeIx MPOAYKTOB
MPAaKTHYECKH HE 3aBHCHUT OT TOpSAKAa CMEMIeHHS KOMIIOHEHTOB, a CKOPOCTh
peaxkI B OCHOBHOM OIPEEINAETCs] pACTBOPUMOCTBIO PEareHTOB.
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4aR!'=R>=H,bR!=H,R>=Me, ¢ R! =H, R2=Ph, d,fR! =R> = Me,
e R' =Me, R2=Et, g R! + R> = (CH,),, h R! + R? = (CH,);

Ha nmpumepe sxBumonsproit (1:1) cmecu crepeonzomepoB yuc-3e u mparc-3e
[26] ObLIO TOKA3aHO, YTO PEAKITHS ITUKIONPUCOCIMHECHHUS OJMHAKOBO YCIICIITHO
mpoxoauT it obomx coeauHeHnid. CooTHomeHue yuc-1-(2-MeTui-5-HUTpo-
2-stmi-1,3-quokcan-5-un)-1H-1,2,3-tpuazona  (yuc-4¢) wu  mparc-1-(2-meTun-
5-HuTpO-2-3TNA-1,3-Mrokcan-5-un)-1H-1,2,3-tpuazona (mparc-4e), onpenenéH-
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HOE Ha OCHOBAHMH Pe3yJbTaToOB crieKTpockonnu IMP 1 KoppensiioHHOTro dKCIie-
pumenta NOESY, ocranock Hen3meHHBIM — 1:1.
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1,4-Jlnzamemi€énapie  Tpuazonel 4f—h  ObUM TONYYeHB TPHUCOENUHEHHEM
asunoB 3d,f,g k heHuIaneTIIeHy B IPUCYTCTBUH aCKOPOMHOBOW KUCJIOTHI U CYITb-
¢dara memu(Il), a 1-(2,2-gumeTnn-5-autpo-1,3-ar0KCaH-5-111)-4-TPUMETHIICHITHII-
1H-1,2,3-tpuazon (4i) cunresupoBan u3 asuma 3d u TMCA B otcyTcTBHE
Karaigusaropa [27].

Bce tpuazoisl 4a—i sBISIOTCS OECIBETHBIMH KPUCTAJUTMUECKUMH BEILIECTBAMH,
B HMH(PAKPaCHBIX CIEKTPax KOTOPHIX HPUCYTCTBYIOT IIOJIOCHI aCHMMETPHYHBIX
(15631585 cm ') u cummerpuunbix (1332-1380 cM ') KoneGanmii HUTPOrPYIIIIHI.
VHTEeHCHMBHOCTh JAHHBIX TIOJOC 3aBHCHT OT CTpPOEHHUs Moyekyisl. I[lepexom k
cnupoarokcaHaMm 4g.h MpUBOIUT K 3HAUYUTEIBHOMY YBEJIMYEHHIO HHTEHCUBHOCTH
MOJIOCH ACHMMETPHYHBIX KOJIEOAaHWH W YMEHBIIICHWI0O HHTEHCHUBHOCTH IOJIOCHI
CUMMETPHUYHBIX KOJIEOaHUH.

XapakTep CHUTHAJIOB METHUJIEHOBBIX IMPOTOHOB THOKCAHOBOTO LUKJA (IOJIOXKe-
mus 4 u 6) B cmextpax SIMP 'H ompejensercs IpHCYTCTBHEM METHHOBOTO
MpPOTOHA B MOJOXKEHUM 2 nukna. B cnekrpax coeauHeHuil 4a,d—i pe3oHaHCHbIE
CUTHaJbl HEIKBUBAJCHTHBIX AaKCHAIBHBIX W  O3KBaTOPHUAJBHBIX  IPOTOHOB
00HapyKMBalOTCS B BUIAE JIBYX OyOJIETOB C KOHCTAaHTAMH T€MHHAJIBHOTO CIIWH-
CIIMHOBOro B3aumoneucTBua 12.2—13.2 T'u, 4to XapakTepHO ISl 3aMELIEHHBIX
1,3-nrokcanoB [29]. B cmekTpax coemuneHuit 4b,¢ xax s gyoiet TpanchopMu-
pyercs B ay6uner tpurmietos (%J = 12.2, *J = 1.6 I'r). OTHeCeHHe CHTHAIOB aTOMOB
yriaepona OBUTO TIPOBEACHO C MPHUBICYEHHEM JIBYMEPHBIX KOPPEIAIMOHHBIX
criektpoB HSQC u HMBC (ta6m. 1). Ha mpumepe ciektpa HMBC crimponnokcana
4g o0HapyxkeHO, dYTO Kak MeTwieHoBeie mpoTonel 1,4-CH, u 2,3-CH,
HUKJIoMeHTaHoBoro koibia (1.58—1.66 u 1.87-1.94 M. 1. COOTBETCTBEHHO), TaK U
sKkBaTopuanbHbie (4.85 M. 1.) u akcuanbHbe (5.11 M. 1) METHUIIGHOBBIE MTPOTOHBI
JIMOKCAHOBOTO ITUKJIA KOPPETUPYIOT ¢ aToMoM yriepona C-5 (111.2 m. 11.). B cBoto
ouepesb, CUTHAIIBI aKCUAIBHBIX POTOHOB AnoKcaHa (5.11 M. 11.) o6pa3yioT Kpocc-
MUKW C CUTHaJIaMH OOOWX YETBEPTHUYHBIX atomoB yriepoma C-5 u C-8 (111.2 u
91.2 M. 1. COOTBETCTBEHHO). TakuM 00pa3oM, MOKHO yTBEPKIAaTh, UTO B CIIEKTPax
COEIMHEHUH HCCIeNOBAaHHOTO psAJa pPE30HAHCHBI CHUTHalI aToMa yriepojaa B
MOJOKEHUH 5 JWOKCAaHOBOTO IHKIJIA HaXxomuTcs B Oonee cuibHOM mose (90.4—
91.7 M. 11.), 4eM CHTHAJI aToMa yTJiepoia B mojiockeHnn 2 nukia (92.9-111.2 m. 1.).
Bce monmyueHHBIE CO€AMHEHUS OJHO3HAYHO PETUCTPUPYIOTCS B YCIOBHAX XHUMHU-
YeCKOM HWOHHW3allMd TNpH aTMOC(HEpHOM [aBIEHHH B BHIE MOJOXHUTEIBLHO
3apskeHHBIX HoHOB [M+H]" (100%).
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Ta6bnuma 1
O6napy:xennsbie koppeasimn 'H-"C B cnekrpax HSQC u HMBC coeannenns 4g

| B¢, 8, m. 1.
H, 5, m. 1.

HSQC HMBC
1.58-1.66 22.5;22.9 22.5;22.9;32.8;352;111.2
1.87-1.94 32.8;35.2 22.5;22.9;32.8;35.2; 111.2

4.85 63.4 63.4;111.2
5.11 63.4 63.4;91.2;111.2
7.38 128.4 125.3

7.48 128.8 125.3;128.8
7.89 125.3 125.3; 128.4; 146.9
9.19 120.9 146.9

Uzyuenne peaknuu pge3okcureHupoBaHus —1-(5-HuTpo-1,3-amokcaH-5-w)-
1H-1,2,3-Tpua3ooB 4a—i npoBoauian B OeH30j€ ¢ U30bITKOM TpuaTHiIdochuTa (5—
10 skB.). Xon peakuun koHTponuposaiu Merogamu TCX u XKX/MC. Brinenenue
LEeNEeBbIX COCAMHEHWH NPOBOAWIM IIOCHIE YAAJCHUS PAcTBOPUTETs] U H30BITKA
TpudTII(OChHHUTAa METOIOM KOJIOHOYHOH XpoMaTorpadum.

R
R3
— J EI
02N N\N"N P(OEI)3 N/N
Rﬂ PhH, A N=
0. _O (
> 0. _O
R' R’
R‘><R2
4a-i 5a-i

4,5aR'=R2=R3=H,bR!=R3=H,R?=Me, ¢ R' =R3=H, R2= Ph, d R! =R2= Me, R3 = H,
e R!'=Me, R? =Et, R® =H, fR! = R2 = Me, R* = Ph, g R' =R? = (CH,),, R} = Ph,
hR! =R2=(CH,),, R*=Ph, i R! =R?=Me, R} = SiMe,

Beuto 00HapykeHO, YTO peakius HaYMHAETCS MPH KOMHATHOW TeMIiepaTrype H
COTIPOBOXKIAETCS CEJIEKTUBHBIM 0Opa3oBaHueM 4,7-muruapo-1,3,5-anokca3enuHoB
5a—i. CxopocTh ci1ab0 3aBUCHUT OT CTPOCHHS HUTPOCOCAWHCHHSI W TPEKIE BCETO
orpenenseTcs H30bITKOM TpHATHIhochUTA. YBEIMUYEHHE TEMIIEPATypPhl II03BOJISET
CHHU3UTH BpeMs peakuuu ¢ 35-40 no 5-15 4, ogHako B pAne caydyaeB NPUBOIUT K
CYIIECTBEHHOMY YMEHBIIIEHHIO BBIXOJa IIENEeBBIX coeamHeHnid. Ha mpumepe
Hutpoauokcana 4f merogom JKX/MC ycTaHOBJIEHO, 4TO TpU Temmepatype 80—
110 °C  ne30KCUreHMpOBaHHME COMPOBOXKIAETCS YACTHMYHOW JAECTpyKLMEH cC
oOpazoBanueM 4-thenwmi-1,2,3-tpuazona (6).

Anamn3 pe3ynpraroB JKX/MC mokaszan, 94To pasioKeHHe IpoTeKaeT ¢ 00paso-
BaHueM TpEx coemuHeHuid. Kpome meneBoro mpoxykra S5f (Bpems ynepkaHus
1t 2.68 mun, m/z 273 [M+H]" (100), 255 [M+H-N,]" (20)) u 4-dpenun-1,2,3-
tpuasona (6) (rt 1.82 mwmm, m/z 146 [M+H]" (100)) HabmromaroTcs XpomaTo-
rpaduuecKkie THKH BEIIECTB C BpeMeHamu yaepxkaHws 2.57 (coenuwHenue 7,
m/z 273 [M+H]™ (100)) u 2.62 mun (coeaunenue 8, m/z 243 (41), 215 (25), 146
(100)). Macca mona 273, paBHas Macce HOHA IEJEBOTO COCIMHEHHS, a TaKKe
OTCYTCTBHME NP MOHHW3ALMHU 3IUMHHHUPOBAHMS a30Ta U YBEJIHUEHHE IOJIIPHOCTH
COCAMHEHHS TO3BOJISIIOT TOBOPUTH O BO3MOXKHOM OOpa3oBaHHM 2-3aMEIIEHHOTO
1,2,3-Tpuazona 7 3a c4ET MUTPAIIH TUOKCA3ETTHHOBOTO 3aMECTUTEIIS B TIOJIOKEHHUE
2 tpmazonpHOro nukia. [logoOHBIE TepMUYeCKHe MEeperpynuupOBKH OIHMCAHBI B

1780



auTEepaType i HEKOTOpbhIX l-ankum3amemi€HHbix 1,2,3-tpuazonoB [30-32],
OJIHAKO TMPOBEAEHHBIN HaMU TepMoin3 HuTpoauokcaHa 4f He mpuBén k 06pazo-
BaHUIO 2-3aMeménHoro 1,2,3-tpuaszona gaxe mpu 110 °C.

Macca 243 MoxeT NpuUHAAJEkKaTh NPOTOHUPOBAHHOMY HOHY OKCa3oiHMHA §,
o0pasyromemMycsi Ipy pelUKIN3aluU AUOKCA3eNMHOBOro nukia. Takum obOpaszom,
MexaHu3M cunrtesza 4-penmn-1,2,3-tpuazona (6) ve BrmonHe oueBuaeH. OH MOXET
00pa3oBBIBaThCA KaK HANPSAMYIO M3 TUOKcazenuHa Sf, Tak W U3 NPOLYKTOB €ro
HPEBPALICHUS.

N\éYPh %P;h

NN - CH,0 II/\I
N— -~ 5f(M272) ——> N—N
| N
0-_0 >(
Me><Me Me 0
X% C sM242)
‘ Ph ‘
. AN =
)
N-N
H
6

IIpoBenenne Tepmonusa nuokcasenuHa Sf mokasano, 4yTO NMPH HArpeBaHHWU B
toyone (110 °C) 4-¢enun-1,2,3-tpuazon (6) oOpasyeTcss m B OTCYTCTBHUE
coemuaeHU (pochopa. Peakius mpoTekaeT MEUICHHO, a B Ka4eCTBE MOOOYHOTO
NPOAYyKTa 00pasyercs TUIb 2-3aMetEHHbIN 1,2,3-Tpuaszon 7.

ITo Bcell BUIMMOCTH, peakuusl I€30KCUI'CHUPOBAHHSA B HCCICIOBAHHOM DSy
UMEET CTYNEHYaThll XapakTep M IPOTEKAeT aHAJOTMYHO JE30KCUTCHUPOBAHHIO
TreMUHAJIbHBIX XJOPHUTPOLMKIOANKaHOB Tpudenumindochunom [22]. Iposengunoe
UCCJEeIOBaHUE TIOKa3ajao, 4To B3aumojeictue 1-(5-uutpo-1,3-auokcan-5-mn)-
1H-1,2,3-tprazomnoB 4a—i ¢ TpuITII(HOCHUTOM MTPOUCXOIUT O€3 3aMETHOTO TEII0-
BOoro »QQeKkTa M M3MEHEHHs OKpPAcKH PacTBOpa, YTO HE XapakTepHO sl Je3-
OKCHI'€HUPOBaHMsl HUTpo3ocoenuHeHnit [23]. I[lombiTka 3aduKCHpPOBATH MpO-
MexyTouHble 1-(5-HuTpo3o-1,3-auokcan-5-un)-1H-1,2,3-tpuazonsr 9 xpomaro-
rpaduaeckumu MetomamMu (QKX/MC n TCX) Takke He IpHUBEIa K MOJI0KUTEITHHBIM
pesynbratam. Jlaxke B YCIOBUSX Henoctatka TpudTwidochura u paccpeno-
TOYEHHOM €ro JIO3UPOBKH cpa3y ke PUKCHUpOBaIICS 1eneBoit 4,7-quruapo-1,3,5-1u-
OKCa3emuH S.

Takum o6pazom, Hambosee BEPOSTHBINH MapHIpyT PacIIMPEHHs JHMOKCAaHOBOIO
OUKJIA TPOXOTUT uepe3 craauio oOpasoBaHus uoHHOM mapel 10. Ilpu sToM
oOpazoBanune 2-3aMenI€HHOTOo 1,2,3-Tpraszosna 7 MOXKET MPOUCXOIAUTH KaK MPSMO U3
noHHOI maps! 10, Tak 1 U3 IeNEBOro MPOAYKTa 5 B pe3yIpTaTe NeperpyninipoBKY.

4,7-urunpo-1,3,5-nnokca3enuHbl Sa—i SABISIOTCS OECIBETHBIMU KPUCTAILIHYE-
CKMMH BellecTBaMH. B nH(ppakpacHBIX CHEKTpax COCOUHEHHH OTCYTCTBYIOT IIOJIO-
Chl KOJE€OaHMH HUTPOTPYHNBI W MOSBISAETCS HHTEHCHBHAs I0joca B 00IacTH
xonebannmii cBasu C=N (1691-1700 cm'). B cnmekrpax SIMP "“C B oGmactu
cnaboro mojsl, HapsiLy € PE30HAHCHBIMHM CHUTHATAMH aTOMOB YIJIEpOJa BUIMHAJb-
HOTO TpHa30jia, 00HApyKUBaeTCsI cUTHAT B wHTEepBaie 152—153 M. x. [Tpu momomun
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crextpa 'H-"C HMBC crnmpoanokcasernta 5g yCTaHOBICHO, YTO CHTHAT aTOMa
yraepona C-9 ¢ xummueckuM ciaBuroMm 152.1 M. 1. KoppenupyeT ¢ CHrHajJaMu
MeTuieHoBbIX npoToHoB 7-CH, m 10-CH, 4,7-guruapo-1,3,5-1uokca3enuHoBOro
kombiia (5.40 u 5.19 M. 1. coorBerctBenHo). B cmextpe 'H-""N HMBC coemn-
HEHHs 5, HapsAIy ¢ Koppessduuei mpoToHa TpHasoiasHOoro kombua (9.00 m. 11.) co
BCEMH TpeMs aTOMaMHM a3oTa Tpuasona (264, 353 u 359 M. 1.), oOHapyKHUBaeTCs
KOppeJsilus METWICHOBBIX MPOTOHOB  4,7-auruapo-1,3,5-1uokca3enuHoBOro
IUKJIa C aTOMOM a30Ta, UMCIOIIMM XUMUYecKkui caBur 288 M. a. (tabm. 2).
[TonydeHHbIe pe3yabTaThl CBUACTEILCTBYIOT 00 M3MEHEHUH THOPUAN3ANNN aToMa
yIIepoia, HaXOAAImerocs: psaaoM ¢ MeTmieHoBeIME Tpymmamu (CH,0), u mosiBie-
HUU B CTPYKType UMHHHEBOTO parmenTa C=N.

Bee 4,7-murnppo-1,3,5-amokcazenyHbl Sa—i 0JHO3HAYHO PETHCTPUPYIOTCS IPH
XUMHYECKOH MOHM3alMH B BHJE MOJOXKHTENBHO 3apsyKeHHBIX HOHOB [M+H]
(100%). Ilpu sTOoM Hammuue (QEHUIBHOTO 3aMECTHUTENsl B TPHA30JIHHOM ITHKJIIE
MPUBOJUT K YACTUYHOH OJKCTPY3UH a30Ta W TIOSBICHHIO B MAacC-CIIEKTPax
nponaykroB Sf-h cmabounTeHcuBHOU mosockl (I 16-20%), cooTBeTCTBYMOMICH
nony [M+H-N,]".

Taonuma 2
Oo0Hnapy:xeHnHble koppeasiuuu B ciekrpax HSQC n HMBC coeaunenus Sg

. B¢, §, m. o N, 8, M. 1.
H, 8, m. 1.
HSQC 'H-C HMBC '"H-"N HMBC
1.66 233 23.3;34.8; 114.7 -
1.89 348 23.3;34.8; 114.7 -
5.19 62.2 62.2; 114.7; 152.1 288
5.40 75.2 75.2; 114.7; 152.1 288
7.36 128.5 125.6 -
7.44 128.9 125.6; 128.9; 129.6; 146.8 -
7.95 125.6 125.6; 128.5; 146.8; -
9.00 118.1 118.1; 146.8 264; 353; 359
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Puc. 1. MonexynsipHast CTpyKTypa coeliHeHus 5f B peiCTaBICHNN aTOMOB
IUIUTICOUIAMH TEITOBBIX KoebaHui ¢ 50% BepoOsSTHOCTBIO

Puc. 2. MonexynsapHas CTpyKTypa coeiuHEeHuUs Sh B ImpecTaBieHUH aTOMOB
JJUIMIICOUAAMH TEIUIOBBIX Kojiebanui ¢ 50% BeposTHOCTBIO. MeTHIIeHOBBIE
aTombl Bogopoa npu atomax C(13)—C(17) He oToOpaskeHbI

OKoOHYATENbHOE TOATBEPKACHWE CTPYKTYPHl HOBBIX TETEPOIMKIMYECKUX
COeAMHEHHH OBITO BHIMOIHEHO METOJIOM PEHTIC€HOCTPYKTYPHOTO aHanu3a. Ha npu-
Mepe coeaunenuit Sfh ycranosneno, uro 4,7-gurunpo-1,3,5-1uokcrua3enuHOBBIN
IIUKJI HAXOIUTCS B KOH(popMaruu "TBUCT-Kpecio" (puc. 1, 2), B 06eux CTpyKTypax
topcuoHHBIH yron C(2)-N(1)-C(3)-C(4) 6muzok x 0° (-2.6(5) B monekyne 5f u
—5.87(17) B monexyne Sh). Cs3p C=N npakTuyecku KoIlaHapHa (PEeHUITPHA30IIb-
HOMY ()parMeHTy: AMSAPATbHBIN Yrod MEeXAY TUIOCKOCTBIO TPHA30JIbHOTO KOJIbIla
U TUIOCKOCThIO, oOpa3oBanHOM aromamu N(1)-C(3)-N(2), cocrasnser 5.38(18)° B
monekyine Sf u 16.45(10)° B wmonekyne Sh. Ilpu 3TOM compsbkeHUE CBSI3H
C(3)=N(1) ¢ ¢eHunTprazoNbHBEIM (PpParMEHTOM OTCYTCTBYET, TaK KaKk B 00OUX
cnydasx cBa3b C(3)-N(2) (mmnHa cBssn 1.432(4) B monexyne 5f n 1.4333(13) A B
moutekyiie Sh) omunapnas, a csi3b C(3)-N(1) — nBoitnas (muHa cBsizu 1.265(4) B
monekysne S5f u 1.2597(14) A B monekyne Sh). Ananoruusas kapTuHa Ha6IIIO-
maercss B pagy N-mmupomnOen3otrpuaszonoB [33, 34]. MexMoleKyspHBIe
B3aUMOJICHCTBHSI B KpUCTa/IaX OOOMX COCAMHEHHWH IpENICTaBICHb KOHTAKTaMH
CH---Ou CH--"N.

4,7-urunpo-1,3,5-1MoKca3enuHpl  MPEACTaBISIOT  CO0OM  TPaKTUYECKH
HE U3YUYEHHYIO TeTEepPOLMKINYECKYyI0 CHUCTeMy. B nuTepaTrype OTMEYeHO JIWIIb
HECKOJBKO NMPHMEPOB MX CHHTE3a NMpH TepMONu3e U (OoTonm3e LUKIOaATyKTOB
1-a3upuHOB ¢ MTU(EHUIKETEHOM B cooTHOomeHnn 1:2 [35].

B mpencraBiienHON paboTe BIEpBBIE MOKa3aHAa BO3MOXHOCTH JI€30KCHUTEHUPO-
BaHUS HUTPOTPYIIBEI B MPOM3BOAHBIX 1-(5-HUTpO-1,3-muokcan-5-mn)-1H-1,2,3-
Tpuazona c oOpa3oBaHHEM psga Npou3BoAHBIX 6-(1H-1,2,3-tpuazon-1-mn)-
4,7-murunpo-1,3,5-mmokcazenuaa. Pa3paOoTaHHBIE METOI MOXKET OBITH HCITOJNb-
30BaH IS TONYYCHHS] paHee HEAOCTYyHHBIX 4,7-murunpo-1,3,5-muoKca3enuHoB,
YTO MO3BOJIUT UCCIIEI0BATh CBOWCTBA M PEaKMOHHYIO CIIOCOOHOCTH 1,3,5-mmokca-
3eMMHOBOTO KOJIBIIA, COAEPIKAIIETO B IMTOJIOKEHUU 6 TPUA30JIbHEIN 3aMECTUTETb.

SKCIIEPUMEHTAJIBHASI YACTb

UK cnekrpsl 3apeructpupoBanbl Ha npudope Thermo Nicolet 360 FTIR B Tabnerkax
KBr. Cnekrpst SIMP 'H u C zammcanst Ha npubope Varian Mercury Plus (400 u 100 MI'rg
cootBeTcTBeHHO) B JIMCO-dg, BHyTpeHnHuii ctanaapt — TMC. KoppessuuoHHbIE CIIEKTpBI
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HSQC, 'H-">C HMBC u 'H-""N HMBC coe/inHenuit 4g 1 5g 3anucaHbl Ha CIEKTPOMETpe
Bruker Avance II (pabGoume WacTOTBI Ais sizep lH, BCcu PN - 300, 76 u 30 MI'1
cootBeTcTBeHHO) B JIMCO-dg ipu Temneparype 21 °C. B cnekrpe SIMP "N xumuueckue
CABUTU ONPECACIICHBI C TOYHOCTBIO 10 LECJIbIX OTHOCUTCIIBHO NH3 KaK BHCHIHET'O CTaHAapTa.
KX/MC Boimonnena na mnpubope Thermo Finnigan Surveyor MSQ B ycioBusix
rpaguCHTHOTO JJIIOUPOBAHUA U XUMUYECKOMH HNOHM3AlUU TIpU aTMOC(bepHOM JaBJICHUU C
OJTHOBPEMEHHON pErucTpanverl IOJO0KUTEIBHO M OTPHLATENBHO 3apsDKEHHBIX HOHOB.
OnemenTHbIi aHanmu3 BbimosHeH Ha CHN-anamusarope Perkin Elmer 2400 cepum II.
TeMneparypsl IIaBJIeHUS ONpEICIECHBl Ha HarpeBareibHoM croirke Boetius. st ouncrkn
MONMYYCHHBIX COCOWHEHWA METOJOM KOJIOHOYHOW XpoMarorpaduu  WMCIIONB30BaH
cunukarens Jropacun H 40-63 MxMm.

Coemunenns 1 [36], 2a [24], 2b [37], 3a—f [26] u 4fi [27] cuHTE3WPOBaHHI C
HCTIONB30BaHUEM OITyONMKOBAaHHBIX METOMUK. DEHMITALCTIIICH, TPUMETIIICHITIAICTIIICH
u TpuaTIIGOChHUT, UCTIONB30BaHHBIE B padoTe, mosrydeHsl oT pupmMsl Aldrich.

(5-Hutpo-1,3-nuokcan-5-un)meranoa (2a) [24]. Beixox 63%. T. mn. 4748 °C
(EtOH). MK crektp, v, cM = 1057 (C-0); 1350, 1544 (NO,); 2782, 2879, 2946, 3007
(C-H), 3451 (O-H). Criextp SIMP 'H, &, m. 1. (J, Tw): 3.67 (2H, 1, °J = 5.6, CH,OH); 3.97
(2He, 1, %J = 12.0) n 4.50 (2Ha, 1, ’J = 12.0, 20CH,C); 4.70 (1He, 1, *J = 5.8) n 4.85 (1Ha,
1,2 =15.8, OCH,0); 5.44 (1H, T, *J = 5.6, CH,OH).

(2-Metua-5-autpo-1,3-nuokcan-S-ua)meranoa (2b) [37]. Beixog 56%. T. . 67—
68 °C (EtOH). UK crextp, v, cM ': 1066 (C-0); 1354, 1550 (NO,); 2804, 2901, 2944, 2995
(C—H), 3485 (O-H). Crextp SIMP 'H, §, m. 1. (J, Tn): 1.15 (3H, 1z, *J = 5.0, CH;CH); 3.60
(2H, 1, °J = 5.6, CH,OH); 3.93 (2He, 1, °J = 12.8) u 4.58 (2Ha, 1, >J = 12.8, 20CH,); 4.74
(1H, x, °J = 5.0, CH;CH); 5.37 (1H, 1, °J = 5.6, CH,OH).

Hoayyenne 3amMeméHHBIX (S5-HUTPO-1,3-TMOKCAH-S-HI)MeTaHOJOB 2c¢—g (0Ommas
meronuka). K pacrBopy 1.2 MMoiap 2-ruapokcuMmeTHi-2-HUTponponas-1,3-muona (1) B
5 man cyxoro TI'® nobGasnstor 1.3 MMonb keToHa (uiam anbaernaa). K momy4yeHHo# cmecn
IIpU KOMHATHOW TeMIepaType U NepeMeImnBaHuy 1o3upyroT 1.2 mmoias BF;-Et,O. PactBop
BBIICP)KUBAIOT NPH KOMHATHOH Temmeparype B Teuenne 1-3 u (xonTpoms TCX). Ilo
3aBEepIICHUN IPOIecca PEeaKIHOHHYI0 CMeCh pa30aBisaioT 10 Mi1 HACHIIIEHHOTO BOTHOTO
pactBopa NaHCO; u skcrparupyror stmianeratoM (2 x 10 mim). OpraHudeckuid Cloi
cymar Hag Na,SO; M ylmapuBamOT NpPU IIOHWKEHHOM JaBiieHHH. OCTAaTOK OYHINAIOT
METOJIOM KOJIOHOYHON xpomarorpaduu Ha cuiukareie (EtOAc—wu-rekcan, 1:3). Boixomab
5-autpo-1,3-nuokcanos 2¢,d [38] coctaBmusitor 86 u 73% COOTBETCTBEHHO.

(2-MeTui1-5-auTpo-2-3Twii-1,3-1uokcan-5-ua)Meranon (2e) — cMechb CTepeon3oMe-
pos (~1:1, mo mammeM crektpockormu SIMP 'H). Bemxox 78%. T. mri 50-62 °C.
UK crextp, v, cM ' 1047, 1098 (C-0); 1351, 1547, 1561 (NO,); 2893, 2933, 2950, 2988
(C-H); 3384, 3420 (O—H). yuc-Nzomep (yuc-2e). Crextp SIMP 'H, 8, m. 1. (J, T'n): 0.77
(3H, 1, >J = 7.5, CH;CH,); 1.36 (3H, ¢, CH3); 1.52 (2H, k, °J = 7.5, CH;CH.,); 3.70 (2H, x,
3J=5.7, CH,OH); 4.07 (2He, 1, ’J = 13.2) n 4.37 (2Ha, 1, ’J = 13.2, 20CH,); 5.46 (1H, T,
3J=5.7, CH,OH). Criextp SIMP °C, 8, m. 1.: 7.2 (CH;CH,); 17.5 (CH5C); 32.9 (CH;CH,);
61.3 (C-4,6); 62.5 (CH,OH); 87.9 (C-5); 99.8 (C-2). mpanc-U3omep (mparc-2e). Ciektp
SMP 'H, §, m. 1. (J, T'w): 0.82 (3H, T, °J = 7.5, CH;CH,); 1.20 (3H, ¢, CHs); 1.77 (2H, k,
3J=17.5, CH;CH,); 3.75 (2H, 1, >J = 5.7, CH,OH); 4.02 (2He, 1, ’J = 13.2) u 4.31 (2Ha, 1,
2J = 13.2, 20CH,); 5.48 (I1H, T, *J = 5.7, CH,0H). Cnekrp SIMP °C, &, m. x.: 8.2
(CH;CH,); 22.8 (CH3C); 25.7 (CH;CHy); 60.7 (C-4,6); 62.6 (CH,OH); 87.1 (C-5); 100.4
(C-2). Macc-cnextp, m/z (Iy,%): 206 [M+H]" (100) (a1 060MX H30MEPOB).

(8-Hutpo-6,10-nuoxcacimpo|4.5]nen-8-mm)meranon (2f). Berxox 80%. T. . 101—
103 °C (CHCI3). MK cmextp, v, cM 'z 1065, 1107 (C-0); 1339, 1546 (NO,); 2874, 2961
(C—H); 3404, 3345 (O-H). Cniextp SIMP 'H, 8, m. 1. (J, Tr): 1.50-1.63 (4H, M, 2CH,); 1.70
(2H, T, *J = 7.2, CH,); 1.87 (2H, 1, *J = 7.2, CH,); 3.70 (2H, n, °J = 5.6, CH,OH); 4.00
(2He, 1, *J = 13.2) u 4.38 (2Ha, 1, >J = 13.2, 20CH,); 5.38 (1H, T, °J = 5.6, CH,OH).
Crextp SIMP °C, 8, m. 1. 20.9 (C-2,3); 29.3 u 34.4 (C-1,4); 60.6 (C-7,9); 62.3 (CH,OH);
87.5 (C-8); 96.9 (C-5). Macc-cniektp, m/z (Iy,%): 218 [M+H]" (100).
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(3-Hutpo-1,5-nuokcacnupo[S.5]ynaen-3-mn)merano (2g). Berxon 88%. T. mi. 95—
96 °C (EtOH) (1. 1. 96-97 °C (c pasn.) (MeOH-H,0) [39]). UK crextp, v, cM ': 1056,
1106 (C-0); 1352, 1554 (NO,); 2856, 2934 (C-H); 3403 (O—H). Cnektp AMP 'H, §, m. 1.
(J, Tu): 1.30-1.53 (8H, M, 4CH,); 1.76-1.82 (2H, M, CH,); 3.71 (2H, z, °J = 5.4, CH,OH);
4.04 (2He, 1, °J = 13.2) u 4.33 (2Ha, 1, *J = 13.2, 20CH,); 5.36 (1H, T, *J = 5.4, CH,OH).
Crexrp SIMP C, 8, m. 1. 21.9 1 22.0 (C-8,10); 24.8 (C-9); 28.6 1 34.8 (C-7,11); 60.3 (C-2,4);
62.4 (CH,0H); 87.6 (C-3); 98.2 (C-6). Macc-criextp, n1/z (Lo, %): 232 [M+H]" (100).

[osyyenne reMHUHAIBHBIX a3UAOHUTPO-1,3-mTHOKcAHOB 3a—g (00IMas METOIUKa).
K pactBopy 2.00 r (50 mmons) NaOH B 10 Mt Bozsr nob6asmstor 10 MMOIb S-ruapokcu-
METUI-5-HUTPO-1,3-1noKcaHa 2a—g M NEepeMEIIMBAlOT NPU KOMHATHON TeMIEpaType B
teuenue 20-30 mun. K momyuennoit cmecn O6bicTpo no6aBisttoT pactBop 3.25 T (50 MMoIb)
NaN; B 10 M3 Bompl W BBUIMBAIOT B MHTCHCHBHO IEpeMeEIINBaeMbIii pacTtBop 16.46 r
(50 mmons) K;3;Fe(CN)g B 70 Mn Bomsl. PeaknmmoHHYIO CMech MEpEeMEIINBAIOT IPU
KOMHAaTHOW TemmepaTrype B TedeHune 4 4 m skcrparupyor EtOAc (3x20 mum). O6wenu-
HEHHBIA 3KCTPAKT MPOMBIBAIOT BOJIOW M cymat Hax Na,SO,4. PactBopurens ymansioT nmpu
IMOHM>KCHHOM JIaBJICHHH, a OCTAaTOK OYHUIIAKT MCTOAOM KOJIOHOYHOM XpOMaTOFpa(bI/II/I Ha
cuukarene (CH,Cl,). Beixonsr asunonurpoaunokcanoB 3a—f cocrasunu 64, 66, 81, 71, 70
u 60% COOTBETCTBEHHO. XapakTepHUCTUKU coequHeHuil 3a—f cooTBETCTBYIOT paHee
MpHUBeIEHHBIM B pabore [26].

3-A3un0-3-autpo-1,5-1uokcacnupo[S.5]ynaekan (3g). Brixon 75%. becusernoe
macno. MK crmektp, v, cM ': 1111 (C-0), 1335, 1557 (NO,), 2124 (N3), 2861, 2939 (C-H).
Cnektp SIMP 'H, 8, m. 1. (J, T'm): 1.34-1.47 (6H, M, 3CH,); 1.66-1.78 (4H, m, 2CH,); 4.16
(2He, 1, °J = 12.8) u 4.46 (2Ha, 1, °J = 12.8, 20CH,). Crextp IMP "°C, §, m. 1.: 21.9
(C-8,10); 24.6 (C-9); 31.5 u 31.9 (C-7,11); 61.4 (C-2,4); 94.2 (C-3); 99.1 (C-6). Haiineno,
%: C44.65; H 5.81; N 22.87. CoH14N4O,. Beraucneno, %: C 44.63; H 5.83; N 23.13.

Hoayyenue 1-(5-autpo-1,3-nuokcan-5-un)-1H-1,2,3-rpuasonoB 4a—i (obmas mero-
muka). A. K pactBopy 6.25 mmonbs K,CO; 1 1 MMoJb ackopOMHOBOM KHCIOTHI B 10 Mt
BOJBI IPU IEPEMEIINBAHUM W KOMHATHOM TEMIIEpaType MOCIEAOBATEIIbHO NPUINBAIOT
pacTBOop 6 MMOJIb TpuMeTWiIcuiawianeTuiena B 20 mi MeTwioBoro cnupra, 0.5 mMmonb
CuSO45H,0 B 10 Ma Bogsl U 5 MMOJb 5-a3ufo-5-HUTpo-1,3-nuokcana 3a—e B 20 mia
MeOH. PeakunoHHyr cMechb MEpEMEIINBAIOT B TeueHHWe 24 4 NpH KOMHATHOU
temnepatype u skcrparupyror CH,Cl, (3 X 10 mur). O0beIUHEHHBIA SKCTPAKT MPOMBIBAIOT
20 M Bogs! 1 cymaT Hag Na,SO4. PacTBOpUTENs OTTOHSIOT MIPH MMOHKEHHOM JIaBICHUH, a
OCTaTOK OYMINAIOT METOJOM KOJOHOYHOWH XpomaTorpaduu Ha CHIIMKarene, UCIOJb3ys B
KadecTBe MOABIDKHON (a3el cMech EtOAc—u-rekcan, 1:1.

b. K pactBopy 0.1 Moms 5-a3mmo-5-autpo-1,3-muokcana 3d.f,g u 0.12 mone ¢ernn-
anerwiena B 20 min TI'® npu koMHAaTHOW TemmepaType mpuiauBaroT pactsop 0.05 monb
ackopouHOBOH KHcHOTH B 10 M Bomsr 1 pactBop 0.015 mome CuSO45H,0O B 5 M Bogb!.
PeaknnonHyo cMmech MepeMelnBaloT B TEUYeHHE 2—6 4 MpU KOMHATHOW TemrepaType.
[MTocne 3aBepuienus peakuuu (TCX) cmech pazdapistror 20 M BOIBI M 9KCTParupyror
CH,Cl, (4 x 20 mu). Opranndeckuii cioit cymat Hax Na,SO4, pacCTBOPUTEIb YAAISIOT B
BaKyyMe, a OCTAaTOK OYHIIAIOT METOJOM KOJOHOYHOW XpomaTorpaduu Ha CHIIMKarese,
UCTIONB3Ys B KauecTBe MOABIKHOM (a3l cmech EtOAc—w-rekcan, 1:1.

BbIxoz 1 XapakTepUCTHKH TpHazoiia 4i COOTBETCTBYIOT JIUTEpaTYpHBIM [27].

1-(5-Hutpo-1,3-muokcan-5-mn)-1H-1,2,3-tpua3zon (4a). Bexon 65% (Metonm A).
T. . 93-95 °C (EtOH). MK crektp, v, cM ': 1154 (C-0); 1332, 1569 (NO,); 2855, 2869,
2933, 2983 (C-H); 3117, 3151 (=C-H). Cnektp AMP 'H, 8, m. 1. (J, I'm): 4.85 (2He, 1,
2J=12.4, 20CH,C); 4.92 (1He, 1, *J = 6.0) u 5.02 (1Ha, 1, *J = 6.0, OCH,0); 5.15 (2Ha,
1, 2J = 12.4, 20CH,C); 7.97 (1H, n, *J = 1.2, H-4 Tpuason); 8.73 (1H, n, °J = 1.2, H-5
tpuason). Crektp IMP °C, 8, m.1.: 67.7 (C-4,6); 90.7 (C-5); 92.9 (C-2); 124.7 (C-5
tpuason); 134.1 (C-4 tpuason). Macc-crextp, m/z (Ion,%): 201 [M+H]" (100). Haiineno,
%: C36.02; H4.01; N 27.96. CcHsN4O4. Boruucneno, %: C 36.00; H 4.03; N 27.99.

1-(2-Metna-5-uurpo-1,3-nuoxcan-5-un)-1H-1,2,3-tpuazon  (4b). Breixon 41%
(Merox A). T. mn. 116-119 °C (EtOH). UK cnektp, v, cm 't 1113 (C-0); 1337, 1572
(NO,); 2855, 2897, 2928, 2950 (C-H); 3143, 3168 (=C-H). Cnextp SIMP 'H, §, m. .

1785



(J, Tu): 1.14 (3H, 1, °J = 5.2, CH;CH); 4.78 (2He, 1. 1, °J = 12.2,%J = 1.6, 2CH,); 5.07 (1H,
K, °J = 5.2, CH;CH); 5.23 (2Ha, o. 1, 2J = 12.2, *J = 1.6, 2CH,); 7.97 (1H, 1, °*J = 1.2, H-4
tprason); 8.79 (1H, x, *J = 1.2, H-5 tpuaszon). Cuextp IMP °C, 8, m.1.: 19.5 (CH;); 66.1
(C-4,6); 90.4 (C-5); 99.2 (C-2); 126.0 (C-5 tpuazon); 134.6 (C-4 tpuazon). Macc-CeKTp,
m/z (Lo, %): 215 [M+H]" (100). Haiineno, %: C 39.44; H 4.67; N 26.23. C;H;(N4O,.
Brruucneno, %: C 39.25; H4.71; N 26.16.
1-(5-Hurtpo-2-penni-1,3-muokcan-5-na)-1H-1,2,3-tpuazoa (4¢). Beixox 60% (meron
A). T. mn. 150-151 °C (EtOH). UK cnekrp, v, em 1116 (C-0); 1340, 1585 (NO,); 2855,
2887, 2923, 2958 (C-H); 3113, 3151 (=C-H). Cnextp SIMP 'H, §, m. 1. (J, ['m): 5.04 (2He,
x T, =122,%=16)u 542 2Ha, n. 1, *J = 12.2, *J = 1.6, 2CH,); 5.97 (1H, ¢, CH);
7.22-7.25 (2H, m, H Ph); 7.30-7.34 (3H, M, H Ph); 8.00 (1H, n, °J = 1.2, H-4 Tpuason);
8.87 (1H, n, °J = 1.2, H-5 tpuason). Crextp SIMP C, §, M. 1.: 68.5 (C-4,6); 90.6 (C-5);
100.7 (C-2); 125.8 (C-2,6 Ph); 126.0 (C-3,5 Ph); 126.1 (C-5 tpmason); 129.1 (C-4 Ph);
134.0 (C-4 tpuaszon); 136.0 (C-1 Ph). Macc-cnektp, m/z (Iom, %): 277 [M+H]" (100).
Haiineno, %: C 52.04; H 4.51; N 20.17. C,H,)N4O4. Boruucneno, %: C 52.17; H 4.38;
N 20.28.
1-(2,2-AumeTuin-5-uutpo-1,3-1uokcan-5-uia)-1H-1,2,3-tpuazoan (4d). Beixox 73%
(Metox A). T. mn. 104-105 °C (EtOH). MK crmektp, v, cm 't 1103 (C-0); 1375, 1570
(NO,); 2852, 2922, 2998 (C-H); 3149, 3164 (=C-H). Cnextp IMP 'H, &, m. 1. (J, I'n):
1.39 (3H, ¢, CHs); 1.42 (3H, ¢, CHs); 4.80 (2He, 1, °J = 13.2) u 5.06 (2Ha, 1, *J = 13.2,
2CH,); 7.95 (1H, 1, °J = 1.2, H-4 tpuason); 8.71 (1H, 1, *J = 1.2, H-5 tpuazon). Crektp
SMP C, 8, m. 1.: 21.6 (CH3); 24.9 (CHs); 61.9 (C-4,6); 91.3 (C-5); 99.6 (C-2); 124.9 (C-5
tpuason); 134.1 (C-4 tpuason). Macc-cniektp, m/z (Lo, %): 229 [M+H]" (100). Haiineno,
%: C 42.15; H 5.21; N 24.49. CgH,N,0,. Beruncieno, %: C 42.10; H 5.30; N 24.55.
1-(2-MeTua-5-autpo-2-31ui-1,3-quoxcan-5-un)-1H-1,2,3-tpua3zon (4e) — cmecs crepeo-
u3omepos (1:1, mo nauubvM cnexrpockomuu SIMP 'H). Beixox 52% (merox A). T. . 50—
54 °C. VIK cnextp, v, cM ' 1107 (C-0); 1337, 1564 (NO,); 2887, 2936, 2950, 2985 (C—H);
3119 (=C-H). 1-(2-mpanc-Azomep (mpanc-4e). Cnexrp SIMP 'H, &, m. a. (J, T'm): 0.69
(3H, T, °J = 7.6, CH;CH,); 1.40 (3H, ¢, CH3); 1.67 (2H, K, °J = 7.6, CH;CH,); 4.85 (2He, x,
2J=12.8) u 5.00 (2Ha, 1, J = 12.8, 20CH,); 7.95 (1H, x, *J = 1.6, H-4 tpuazon); 8.73 (1H,
1, °J = 1.6, H-5 tpuason). Crextp IMP °C, 8, m. 1.: 7.1 (CH;CH,); 20.3 (CH;C); 30.9
(CH;CH,); 61.7 (C-4,6); 91.2 (C-5); 101.0 (C-2); 125.1 (C-5 Tpmasom); 133.9 (C-4
tpuason). yuc-Uzomep (yuc-4e). Cuexrp IMP 'H, 5, m. 1. (J, 'm): 0.83 (3H, 1, °J = 7.4,
CH;CH,); 1.39 (3H, ¢, CHs); 1.70 (2H, , °J = 7.4, CH;CH,); 4.76 (2He, 1, ’J = 12.8) u
5.10 (2Ha, 1, >J = 12.8, 20CH,); 7.94 (1H, 1, °J = 1.6, H-4 tpuazon); 8.69 (1H, 1, *J = 1.6,
CH-5 tpuazomn). Cnekrp AMP 13C, o, M. a.: 7.0 (CH3;CH,); 18.2 (CH;C); 28.1 (CH3CH,);
61.6 (C-4,6); 91.2 (C-5); 100.8 (C-2); 124.4 (C-5 tpumazon); 133.8 (C-4 Tpuason). Macc-
ciektp, m/z Iy, %): 243 [M+H]" (100) (ans o6oux uzomepos). Haiineno, %: C 44.25;
H 5.76; N 23.31. CoH,4N,4O,. Beruncneno, %: C 44.63; H 5.83; N 23.13.
1-(2,2-AumeTun-5-uutpo-1,3-1uokcan-5-uia)-4-pennn-1H-1,2,3-tpuazon (4f).
Beixon 87% (meron B). T. mn. 161-163 °C (EtOH) (1. 1. 53-56 °C [27] npuBenena aist
npoxykra-ceipia). Criextp IMP 'H, 8, m. 1. (J, T'n): 1.43 (3H, ¢, CH3); 1.44 (3H, ¢, CH3);
4.86 (2He, 1, >J = 12.8) u 5.10 (2Ha, 1, °J = 12.8, 2CH,); 7.38 (1H, T, °J = 7.2, H-4 Ph);
7.48 (2H, T, °J = 7.6, H-3,5 Ph); 7.90 (2H, n, °J = 7.2, H-2,6 Ph); 9.18 (1H, ¢, H-5
tpuason). Criextp AMP °C, 5, m. 11.: 21.4 (CH;); 24.7 (CH3); 61.8 (C-4,6); 91.6 (C-5); 99.6
(C-2); 120.9 (C-5 tpuazon); 125.3 (C-2,6 Ph); 128.4 (C-4 Ph); 128.8 (C-3,5 Ph); 129.4 (C-1
Ph); 146.9 (C-4 tpuason). Macc-cniextp, m/z (Iym, %): 305 [M+H]" (100). Haiineno, %:
C 55.30; H5.27; N 18.47. C14HgN4Oy4. Beruncneno, %: C 55.26; H 5.30; N 18.41.
1-(8-Hutpo-6,10-1noxcacnupo[4.5] neu-8-u)-4-penuna-1H-1,2,3-tpuazon (4g).
Boixox 82% (meron b). T. mr. 187-189 °C (EtOH). UK crextp, v, cm ': 1143 (C-0); 1339,
1564 (NO,); 2855, 2881, 2929, 2968 (C-H); 3106, 3136 (=C—H). Criextp SIMP 'H, §, M. 11.
(J, Tr): 1.58-1.66 (4H, m, 2CH,); 1.87—1.94 (4H, m, 2CH.,); 4.85 (2He, 1, 2J=12.8) u 5.11
(2Ha, 1, >J = 12.8, 20CH,); 7.38 (1H, 1, °J = 7.2, H-4 Ph); 7.48 (2H, 1, *J = 7.6, H-3,5 Ph);
7.89 (2H, 1, °J = 7.2, H-2,6 Ph); 9.19 (1H, ¢, H-5 tpuason). Cnextp AMP °C, 5, m. 1.: 22.5
u 22.9 (C-2,3); 32.8 u 35.2 (C-1,4); 63.4 (C-7,9); 91.2 (C-8); 111.2 (C-5); 120.9 (C-5
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tpuazon); 125.3 (C-2,6 Ph); 128.4 (C-4 Ph); 128.8 (C-3,5 Ph); 129.3 (C-1 Ph); 146.9 (C-4
Tpuazon). Macc-criextp, m/z (Ioy, %): 331 [M+H]" (100). Haitneno, %: C 58.41; H 5.57;
N 16.84. C¢HsN4O,4. Beraucaeno, %: C 58.17; H 5.49; N 16.96.

1-(3-Hutpo-1,5-nuoxcacnupo|5.5]ynaen-3-ui)-4-penuna-1H-1,2,3-rpuazon (4h).
Beixon 76% (merox B). T. mr. 167-169 °C (EtOH). MK criektp, v, cM ' 1142 (C-O); 1338,
1564 (NO,); 2854, 2885, 2926, 2968 (C-H); 3136 (=C-H). Cnextp SIMP 'H, &, M. 1.
(J, T): 1.37-1.50 (6H, M, 3CH,); 1.72—1.78 (4H, m, 2CH,); 4.86 (2He, 1, %J = 12.8) u 5.09
(2Ha, 1, >J = 12.8, 20CH,); 7.39 (1H, T, *J = 7.2, H-4 Ph); 7.48 (2H, T, °J = 7.6, H-3,5 Ph);
7.89 (2H, 1, °J = 7.2, H-2,6 Ph); 9.17 (1H, ¢, H-5 tpuazoxn). Cextp SIMP °C, 8, m. 1.: 21.9
(C-8,10); 24.6 (C-9); 29.8 m 33.0 (C-7,11); 61.2 (C-2,4); 91.7 (C-3); 99.5 (C-6); 120.9 (C-5
tpruazon); 125.3 (C-2,6 Ph); 128.4 (C-4 Ph); 128.8 (C-3,5 Ph); 129.4 (C-1 Ph); 146.9 (C-4
Tpuason). Macc-ciektp, m/z (Iy, %): 345 [M+H]" (100). Haiineno, %: C 59.32; H 5.94; N
16.14. C7H,oN4O,. Brruncneno, %: C 59.29; H 5.85; N 16.27.

Hoayuyenue 6-(1H-1,2,3-tpuazon-1-umn)-4,7-nuruapo-1,3,5-1moxkcazenuHos  Sa—i
(obmas meromgmka). Cmechk 0.5 mmons 1-(5-HuTpo-1,3-aHoKcan-5-nn)-1H-1,2,3-Tpuazona
4a—i u 3 mmonb TpudTWIdochuTa B 10 M OeH30Ma MEPEMENIMBAIOT MPU KUMCHUU. [1o
3aBepiieHun peakuuu (5—15 u, TCX) pacTtBopuTens OTTOHAIOT MNPH HOHWKEHHOM
nmapieHud. OCTaTOK OYMINAIOT METOAOM KOJIOHOYHOW XpoMarorpaduu Ha CHJIMKareie,
UCTIONB3Ysl B KayecTBe MOJBIKHON (a3sl cMech EtOAc—u-rekcan, 1:5. [Ipn Heooxommumo-
CTH MPOAYKT KPUCTAIUTH3YIOT U3 STHJIOBOTO CITUPTA.

6-(1H-1,2,3-Tpuazoua-1-uia)-4,7-nuruapo-1,3,5-1moxcazenun  (5a). Brixon 41%.
T. 1. 102-105 °C (EtOH). MK cnektp, v, cM : 1009, 1097 (C-0); 1694 (C=N); 2906,
2954, 2991 (C-H); 3127, 3164 (=C-H). Cnextp IMP 'H, &, m. 1. (J, I'n): 4.99 (2H, c,
OCH,0); 5.25 (2H, 1, °J = 1.6, CCH,0); 5.41 (2H, T, °J = 1.6, NCH,0); 7.88 (1H, x,
3J=1.2, H-4 tpuason); 8.53 (1H, 1, °J = 1.2, H-5 tpuason). Crektp SIMP °C, 8, m. 1.: 65.2
(C-7); 77.9 (C-4); 95.0 (C-2); 121.9 (C-5 tpmazon); 133.9 (C-4 tpmazom); 152.1 (C-6).
Macc-criextp, m/z (Iym, %): 169 [M+H]" (100). Haiineno, %: C 42.95; H 4.91; N 33.12.
C¢HsN4O,. Brrurcneno, %: C 42.86; H 4.80; N 33.32.

2-Metua-6-(1H-1,2,3-tpuazou-1-un)-4,7-quruapo-1,3,5-qruoxcazenun (Sb). Brixon
72%. T. mr. 6770 °C (EtOH). UK crektp, v, cM ' 1004, 1119 (C-O); 1699 (C=N); 2915,
2988 (C—H); 3135, 3160 (=C-H). Cniextp IMP 'H, §, m. a. (J, Tw): 1.34 (3H, 1, °J = 5.2,
CHCHs); 5.11 (1H, 1. 1, 2J = 16.8, °J = 1.6, CCH,0); 5.24-5.29 (2H, m, CCH,0, CHCHa);
533 (1H, 1. 1,°J=16.8,°J=1.4)u 5.51 (1H, 1. 7, °J = 14.8, °J = 1.6, NCH,0); 7.88 (1H,
I, =12, H-4 tpuazon); 8.53 (1H, m, 37=12,H-5 tpuazon). Criexkrp AMP B, 8, M. 1.
18.6 (CHj3); 62.8 (C-7); 75.3 (C-4); 99.9 (C-2); 121.9 (C-5 tpuazomn); 133.9 (C-4 Tpuazon);
152.1 (C-6). Macc-criektp, n/z (Iy, %): 183 [M+H]" (100). Haiineno, %: C 46.35; H 5.62;
N 30.41. C;H(N4O,. Brruncneno, %: C 46.15; H 5.53; N 30.75.

6-(1H-1,2,3-Tpua3zon-1-un)-2-pennn-4,7-nuruapo-1,3,5-nuokcazenun (5¢). Brixox
89%. T. m1. 97-100 °C (EtOH). UK crextp, v, cM 'z 1012, 1088 (C-0); 1695 (C=N); 2875,
2902, 2925, 2974 (C-H); 3131, 3148 (=C—H). Criektp SIMP 'H, §, M. . (J, T'y): 5.29 (2H,
yur. ¢, CCH,0); 5.44 (1H, n. 1, *J=14.8,°J=1.6) u 549 (1H, 1. 7, *J = 14.8, °J = 1.6,
NCH,0); 6.14 (1H, ¢, CHPh); 7.35-7.52 (5H, m, H Ph); 7.91 (1H, x, °J = 1.2, H-4
tpuason); 8.57 (1H, 1, >J = 1.2, H-5 tpuazon). Crextp SIMP “C, 8, m. 1.: 63.2 (C-7); 75.8
(C-4); 100.9 (C-2); 121.9 (C-5 tpmazom); 126.0 (C-2,6 Ph); 128.2 (C-3,5 Ph); 128.7 (C-4
Ph); 133.9 (C-4 tpuazon); 137.0 (C-1 Ph); 152.0 (C-6). Macc-criektp, m/z (Lo, %): 245
[M+H]" (100). Haitneno, %: C 58.94; H 4.88; N 23.05. C,H;,N,O,. Brruncieno, %:
C 59.01; H4.95; N 22.94.

2,2-Tumetna-6-(1H-1,2,3-tpuazo-1-ui)-4,7-nuruapo-1,3,5-1uoxcazennx (5d).
Beixon 61%. T. mn. 8687 °C (EtOH). UK crektp, v, eM ': 1009, 1086 (C-0); 1698 (C=N);
2878, 2926, 2944, 2993 (C-H); 3134, 3159 (=C-H). Criextp SIMP 'H, &, m. . (J, T'): 1.44
(6H, ¢, 2CH;); 5.20 (2H, T, °J = 1.8, CCH,0); 5.37 (2H, 1, °J = 1.8, NCH,0); 7.87 (1H,
yur. ¢, H-4 tpuason); 8.52 (1H, ym. ¢, H-5 tpuason). Crektp IMP °C, §, m. a.: 23.3
(2CHy); 60.5 (C-7); 73.1 (C-4); 102.4 (C-2); 121.8 (C-5 tpuazon); 133.8 (C-4 Tpuazon);
151.7 (C-6). Macc-cniektp, m/z (L, %): 197 [M+H]" (100). Haitneno, %: C 48.95; H 6.20;
N 28.50. CgH,N40,. Beraucieno, %: C 48.97; H 6.16; N 28.56.
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2-Metna-6-(1H-1,2,3-tpua3o-1-ui)-2-3tun-4,7-nuruapo-1,3,5-qruoxcazenun  (Se).
Beixox 81%. T. m. 65-68 °C (EtOH). UK crektp, v, cM ': 1003, 1087 (C-0); 1700 (C=N);
2856, 2883, 2942, 2974 (C—H); 3134, 3164 (=C-H). Cniextp IMP 'H, &, m. x1. (J, T'm): 0.88
(3H, T, °J = 7.6, CH,CHs); 1.36 (3H, ¢, CH5); 1.77 (2H, k, °J = 7.6, CH,CH3); 5.16 (1H, 1.
1,2/=17.2,°J=1.6)u521 (I1H, n. 17,7 =17.2,°J= 1.6, CCH,0); 5.34 (1H, 1. T, *J = 15.2,
J=1.6)un 539 (1H, n. 1,7 =15.2, °J = 1.6, NCH,0); 7.86 (1H, x, *J = 1.2, H-4 tpuazon);
8.51 (1H, x, *J = 1.2, H-5 tpuazon). Criextp IMP °C, 3, m. 1.: 8.1 (CH,CH,); 19.9 (CH,);
28.1 (CH,CHs3); 60.4 (C-7); 73.0 (C-4); 104.5 (C-2); 121.8 (C-5 tpumazomn); 133.8 (C-4
tpuason); 151.8 (C-6). Macc-crektp, m/z (Iom, %): 211 [M+H]" (100). Haiineno, %:
C51.35;H6.75; N 26.61. CoH4N4O,. Beruucneno, %: C 51.42; H 6.71; N 26.65.

2,2-JInmetnii-6-(4-pennn-1H-1,2,3-trpuazon-1-un)-4,7-quruapo-1,3,5-1uoxkcasenux
(5). Beixon 37% (63% npu temmneparype peakiuu 50 °C). T. . 103—-105 °C (EtOH).
UK crektp, v, cM 1 1017, 1084 (C-0); 1701 (C=N); 2888, 2928, 2972, 2988 (C—H); 3164
(=C-H). Cnextp IMP 'H, &, m. 1. (J, Tm): 1.46 (6H, ¢, 2CH;); 5.23 (2H, T, °J = 1.6,
CCH,0); 5.42 (2H, T, °J = 1.6, NCH,0); 7.36 (1H, T, °J = 7.4, H-4 Ph); 7.45 2H, T,
’J=17.6, H-3,5 Ph); 7.96 (2H, n, °J = 7.2, H-2,6 Ph); 9.00 (1H, ¢, H-5 tpuazomn). Criektp
AMP °C, 8, m. 1.: 23.3 (2CH3); 60.5 (C-7); 73.3 (C-4); 102.5 (C-2); 117.8 (C-5 Tpuaszon);
125.5 (C-2,6 Ph); 128.3 (C-4 Ph); 128.9 (C-3,5 Ph); 129.5 (C-1 Ph); 146.6 (C-4 tpua3zomn);
151.7 (C-6). Macc-cniektp, m/z (Iom, %): 273 [M+H]" (100), 245 [M+H-N,]" (18).
Hatineno, %: C 61.52; H 5.94; N 20.32. C;4H,N4O,. Boeruucneno, %: C 61.75; H 5.92;
N 20.58.

9-(4-®ennn-1H-1,2,3-tpua3o-1-ui)-6,11-1moxca-8-azacnupo[4.6]ynaen-8-en (5g).
Bexon 52% (67% npu temneparype peakimu 50 °C). T. . 135-137°C (EtOH). UK criektp,
v,eM 't 1008 (C-0); 1691 (C=N); 2851, 2875, 2928, 2957 (C-H); 3142 (=C-H). Crextp
SMP 'H, 8, m. 1. (J, T): 1.64—1.68 (4H, m, 2CH,); 1.89 (4H, 1, *J = 7.0, 2CH,); 5.19 (2H,
1, °J = 1.6, CCH,0); 5.40 (2H, T, °J = 1.6, NCH,0); 7.36 (1H, T, °J = 7.4, H-4 Ph); 7.44
(2H, T, *J = 7.6, H-3,5 Ph); 7.95 (2H, 1, °J = 7.2, H-2,6 Ph); 9.00 (1H, ¢, H-5 Tpuasomn).
Cnextp SIMP °C, 8, m. 11.: 23.3 (C-2,3); 34.8 (C-1,4); 62.2 (C-10); 75.2 (C-7); 114.7 (C-5);
118.1 (C-5 tpmazomn); 125.6 (C-2,6 Ph); 128.5 (C-4 Ph); 128.9 (C-3,5 Ph); 129.6 (C-1 Ph);
146.8 (C-4 tpuason); 152.1 (C-9). Cuextp SIMP "N, &, m. x.: 264 (N-1' Tpuason); 288
(N-8); 353 (N-3' tpuasomn); 359 (N-2' Tpuaszon). Macc-cnektp, n/z (Lo, %): 299 [M+H]"
(100), 271 [M+H-N,]" (16). Haiineno, %: C 64.39; H 6.21; N 18.64. C,¢HsN4O,. Bprunc-
neno, %: C 64.41; H 6.08; N 18.78.

10-(4-®enuni-1H-1,2,3-Tpuaso-1-wm)-7,12-quokca-9-azacnupo|S.6] nogen-9-en  (Sh).
Beixox 65%. T. mn. 148-151 °C (EtOH). MK cnektp, v, cM : 1015 (C-0); 1697 (C=N);
2850, 2947 (C-H); 3146 (=C-H). Cnextp SIMP 'H, §, m. a. (J, I'm): 1.38-1.53 (6H, M,
3CH,); 1.77 (4H, 1, *J = 5.8, 2CH,); 5.23 (2H, ym. ¢, CCH,0); 5.42 (2H, ym. ¢, NCH,0);
7.36 (1H, 1, °J = 7.4, H-4 Ph); 7.45 (2H, 1, °J = 7.6, H-3,5 Ph); 7.95 (2H, 1, °*J=17.2, H-2.,6
Ph); 8.98 (1H, ¢, H-5 tpuason). Crexktp SIMP °C, 8, m. 1.: 22.4 (C-2,4); 24.6 (C-3); 31.7
(C-1,5); 59.8 (C-11); 72.6 (C-8); 102.4 (C-6); 117.8 (C-5 tpuazomn); 125.5 (C-2,6 Ph); 128.3
(C-4 Ph); 128.7 (C-3,5 Ph); 129.5 (C-1 Ph); 146.6 (C-4 tpuazon); 151.9 (C-10). Macc-
crextp, m/z (I, %): 313 [M+H]" (100), 285 [M+H-N,]" (20). Haiineno, %: C 65.51;
H 6.32; N 17.87. C{;H,(N4O,. Berancneno, %: C 65.37; H 6.45; N 17.94.

2,2-TumeTnii-6-[4-(rpumeruiacuiani)-1H-1,2,3-rpuazon-1-uil-4,7-qnuruapo-1,3,5-
mnokcasenun (5i). Berxon 72%. T. . 91-94 °C (EtOH). MK crektp, v, cM ': 846 (Si—C);
1022, 1094 (C-0); 1699 (C=N); 2900, 2927, 2960, 2993 (C-H); 3153 (=C-H). Cnekrp
AMP 'H, 8, M. 1. (J, T): 0.27 (9H, ¢, 3CH;Si); 1.43 (6H, ¢, 2CH3); 5.18 (2H, ym. c,
CCH;0); 5.37 (2H, ym. ¢, NCH,0); 8.52 (1H, ¢, H-5 tpuazomn). Cnexktp AMP 13C, o, M. II.:
—1.48 (Si(CH3)3); 23.3 (2CHz3); 60.9 (C-7); 73.2 (C-4); 102.4 (C-2); 127.2 (C-5 TpHuazon);
145.7 (C-4 tpuazomn); 151.7 (C-6). Macc-cniektp, m/z (I, %): 269 [M+H]" (100). Haiineno,
%: C49.34; H 7.70; N 20.46. C;;H,(N4O,Si. Beruucneno, %: C 49.23; H 7.51; N 20.88.

Tepmouu3s 2,2-numeTni-6-(4-penna-1H-1,2,3-trpuazon-1-umn)-4,7-guruapo-1,3,5-1u-
okcazennna (5f). PactBop 272 mr (1.00 mmonb) nmokcazenmHa Sf B 10 mi Tomyona
KHITATAT B TeueHue 15 4. PacTBOpHTENh yIAISIOT IPU MOHKECHHOM JTABJIICHUH, @ OCTaTOK
pa3zfensioT METOJOM KOJOHOYHOW Xpomarorpaduu Ha cuiukarene. [lomywaror 103 mr
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(71%) 4-denmnn-1,2,3-tpuazona (6) B Bume OSCIBETHBIX KPUCTAIUIOB C T. TI. 144-146 °C
(EtOH) (t. 1. 147-148 °C (MeOH-H,0) [40]). UK cmiektp, v, cM ': 516, 696, 767, 841,
877, 916, 973, 1004, 1084, 1132, 1202, 1230, 1307, 1375, 1454, 1468, 2862, 2963, 3117,
3160. Criextp SIMP 'H, 8, m. . (J, T'ny): 7.33 (1H, 1, °J = 7.4, H-4 Ph); 7.44 (2H, 1, *J = 7.6,
H-3,5 Ph); 7.84 (2H, 1, °J = 7.6, H-2,6 Ph); 8.26 (1H, ¢, H-5); 14.98 (1H, ym. ¢, NH).
Crextp SIMP °C, §, m. 1.: 125.4 (C-2,6 Ph); 127.9 (C-4 Ph); 128.7 (C-3,5Ph, C-5); 130.4
(C-1 Ph); 146.7 (C-4). Macc-cniektp, m/z (Iyy,%): 146 [M+H]" (100).

Pentrenocrpykrypublii ananu3 coeaunenuit Sfh. Kpucramiel coepunenus Sf
MOJTy4eHbl MeJUICHHBIM HcnapeHueM pactBopa B MeOH npu koMmHaTHOW Temmepatype u
HOpPMaJIBHOM JaBieHuH. Kpucramisl poMmOWdeckne, NpOCTpaHCTBEHHas rpymma Pbca;
a9.132(3), b 14.614(5), ¢ 20.428(7) A; V 2726.0(16) A’; Z 8 (Z' 1); dyyy 1.327 TcM ;
F(000) = 1152. UnTencuBHOCTH 14276 oTpaskeHuit onpenenensl npu temmeparype 100 K
Ha audppaxromerpe Bruker APEX II DUO (MoKa, A 0.71073 A, o-ckanupopanue,
26 <53°) m 2780 He3aBUCHMBIX OTpakeHHUS (R, 0.0839) mcmonp30BaHBI B HanbHEHIIEM
YTOYHEHUH.

Kpucramnsr coequaenus Sh momydens! kpuctaumzanueit u3 cmecu MeOH—-2-PrOH,
1:1. Kpucramipl MOHOKJIMHHBIE, IpOCTpaHCTBeHHass rpymna P2i/n; a 5.6366(3),
b 14.4327(8), ¢ 18.6719(10) A; B 91.778(1)°; V' 1518.25(14) A’; Z 4 (Z'1); dyyy 1.367 r-cM s
F(000) 664. NnTtencuBHoct 19506 oTpakenuii onpenenensl npu Temneparype 120 K Ha
mudpaxTomerpe Bruker APEX II (MoKoa, A 0.71073 A, w-ckanuposanue, 20 < 61°) u
4614 ne3aBucUMBIX oTpaxeHus (R, 0.0326) ncnonap30BaHbl B AaJbHENUIIEM YTOUHEHHH.

CrpykTypsl pacmdpoBaHbl HPSMBIM METOJIOM H II0OCIEIOBAaTEIbHBIMU CHHTE3aMHU
3JIEKTPOHHOH TIOTHOCTH. 103U aTOMOB BOJIOPOAA OIIPEEIICHBI U3 Pa3HOCTHBIX (Qypbe-
CHHTE30B. YTOUHEHHE IPOBECHO 110 Fyq B AHM30TPOIHOM MPUOIIMKEHUH [Is HEBOJOPO/I-
HBIX aTOMOB. ATOMBI BOJIOPO/a YTOYHEHBI B HM30TPOITHOM HPHUOIMKEHHH I10 MOJAEIH
"Hae3gHUK". PacdéTel BHIMONHEHB ¢ HOMombl0 KoMmiuiekca mporpamm SHELXTL 5.10
[41]. Tornomenne PEeHTTCHOBCKOTO H3JIYYECHUS KPUCTAIIIOM OBIJIO YyYTEHO C HMCIOJB30-
BaHueM mporpammel SADABS-2008/1 [42].

OxkoHuaTenpHOE 3HaYeHNE (PAKTOPOB HENOCTOBEPHOCTH sl Kpuctauios 5f: R, 0.0784
(paccunTano mo Fiy amsa 2081 orpaxkenwuii ¢ 1 > 20([)), wR, 0.2144 (paccuuraHo 1o Fa
1t Beex 2780 oTpakeHuil), 9UCII0 YTOYHAEMBIX mapaMeTpoB 182, GOF 1.103.

OxoHYaTenbHOe 3HaYeHHE (HaKTOPOB HEJOCTOBEPHOCTH Juisi KprctaiuioB Sh: R; 0.0458
(paccunTano mo Fiy ans 3875 orpaxkenwuii ¢ 1 > 20([)), wR, 0.1160 (paccunrano mo thkl
1t Beex 4614 oTpakeHuit), anucio yTogHsaeMsIx mapametpoB 208, GOF 1.064.

IMonmuple kpucTauiorpaduyeckre JaHHbIe coeauHeHwit Sfh  nmenonupoBaHbl B
KemOpumkckom 6anke cTpyKTypHBIX AaHHbBIX (nernoneHTel CCDC 999308 u CCDC 999309
COOTBETCTBEHHO).
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