ITACBMA B PEJAKIJHIO

CHUHTE3 4-AIETHNJI-2,1',3'-TPHOKCOCIINPO-
[2,5-AUTUAPODPYPAH-5,2'-UH/IAH]-3-OJIATA METUHJIAMMOHMUS

KunroueBbie cioBa: 4-anerni-2,1',3'-tpuokcoCnupo[2,5-quruapodypan-5,2'-nunan]-3-o1aT METHIaMMOHUSI, METHUIIOBBIA 3(up
AUETHINMHPOBUHOTPATHOMN KHCIOTHI, HHHTHAPUH, MeTHIaMuH, PCA.

W3BecTHO, dTO peakmust METHJIOBOTO 3(Hpa areTWINHPOBHHOTPAJHONH KH-CIOTBI CO CMECHIO
apOMAaTHYECKOTO allp/IeTH/Ia W METWIAMHHA TPHBOIUT K 00pa3oBaHUIO S-apui-4-aneTHia-3-THAPOKCH-1-
METHI-3-MUPPONKH-2-0HOB [ 1]. Hamu oGHapyxeHo, UTO pH CMEIICHUN SKBHUBAJICHTHBIX KOJINYECTB METHIIO-
BOro d¢dupa aNeTWINHPOBHHOTPAJHONW KHCIOTHl, HHUHTHJIPWHA W METWIAMHHA B JIMOKCaHE TIPH
KpPaTKOBPEMEHHOM HarpeBaHum obOpasyercst 4-anermn-2,1',3'-tpu-okcocnupo[2,5-nurunpodypan-5,2'-unmaH]-
3-omat metunammonus (1).

ITonyuenHoe coenuHenue 1 mpexpcraBisieT co0OM OJieHO-KENTOE BEIIECTBO, PACTBOPHUMOE B OOBIYHBIX
OpraHu4ecKux pacTeopurenax. B ero cnexrpe AMP 'H IIPUCYTCTBYET MYJIBTUILIET YETHIPEX aPOMATUYCCKUX
npotoHoB npu 8.06, curnan ayx nporonoB rpymnsl NH n ogaoro — rpynnsl OH B Buae ymmpeH-HOTO
CUHTJIETa TMpH 7.67, CHHTJIET TpeX MPOTOHOB METMJIBHOM TpyMIBl alleTHIB-HOTO ocTaTtka npu 2.13 u curHan
METHJIBHOM Ipynnbl MeTUIaMUHA Ipu 2.41 M. 1.

Crpykrypa aHuoHa 1



B UK cnektpe coenuHenusi 1 mpUCYTCTBYIOT MOJIOCH BAJICHTHBIX KOeOa-HUH KapOOHWIBHBIX TPYIII B
nojoxeHusx 5 u 10 (1720), nakToHHO#N KapOo-HUIbHON rpymnnsl (1760), kapOOHMIBHON IpyIbsl OOKOBON
ner (1630), eHonb-HO# THAPOKCHIBHOM rpymsl (3110) u ceszeit NH mpu 3210 1 3500 cm ™.

B Macc-crneKkTpe NpUCYTCTBYET MUK MOIeKysapHoro uona [M]* ¢ m/z (1o, %): 272 (4.80).

UK criektpsl moyuens! Ha npuGope UR—20 B BazemmHoBOM Macie, criektpsl AMP H Ha criextpomerpe Bruker DRX 500 (500.13
MTI ) B IMCO-dg. Macc-criektpsl — Ha iproope MX-1320, sHeprist HOHU3UPYIOMIKX JIeKTPOHOB 70 3B.

4-Auerna-2,1',3'-rpuokcocnupo|2,5-nuruapodpypan-5,2'-ungau]-3-oaar meruaammonus (1). Cmecs 1.44 r (0.01 moib)
METHJIOBOTO 3(dupa aneTHIIHpOBHHOrpagHoi kuciotsl, 1.96 r (0.01 Moms) HuHrmapmHa B 10 M AnMOKcaHa HarpeBaloOT IO
PACTBOPEHHUSI U K IMOJYYCHHOMY PacTBOPY, OXJIAXKICHHOMY 0 KOMHATHOW TeMmIepaTypbl Ho0aBisitoT 1.3 M BOJHOTO pacTBOpa
MeTHIaMHHA. PeakIMOHHY0 CMeCh BBLICpKHBAIOT 5—6 4 mpu ~20 °C. BemmaBmmii 0cafok OTQHIBTPOBBIBAIOT U
MEePEeKPHUCTAIIM30BBIBAIOT U3 3TaHoda. Beixon 1.7 T (56%), 1. mn. 162-164 °C. Haiigeno, %: C 59.60, H 4.25, N 4.51. CysH13NOe.
Beruucieno, %: C 59.41, H4.32, N 4.62.

Pentrenocrpykrypuoe wucciaenopanue. Kpucramier Ci4HgOs*CH3NH, npuHamiexxaT kK MOHOKIMHHOW CHUHTOHWHU: a =
14.969(3), b = 12.192(2), ¢ = 7.746(2) A, p = 92.91(3)°, V = 1411.8(5) A%, M = 303.26, d,,,, = 1.427 r/em®, Z = 4,
npocTpaHcTBeHHas Tpymnma P2;/c. HaGop IKcIeprMeHTaNIbHBIX OTPKECHUH MOJIydeH B aBTOMATHIECKOM 4-X KPY)KHOM IH(PAKTO-
metpe KM-4 (KUMA DIFFRACTION) ¢ y-reomerpueil MeTomoM »/20 ckaHHpOBaHHs Ha MOHOXpoMaru3upoBaHHoM MoKoa-
m3nyuennn (20 < 50.8°). Beero m3mepeHo 2629 ortpaxeHuii, U3 kKoTopbix 2446 HeszaBucumsie [R(int) = 0.0176, R(c) = 0.0497].
Honpaekyu Ha mornomenue He Beogmmi (W = 0.112 mm™). Crpykrypa onpeznenena npsaMsiM MeToZoM mo mporpamme SIR92 [2] ¢
HOCIEeAYIONEeH ceprell pacueToB KapT 3JIEKTPOHHOH IIIOTHOCTU. ATOMBI BOJOPO/IA BBISABICHBI H3 PA3HOCTHOTO CHHTE3a IEKTPOHHOM
mwiotHocTd U yrouHsiauch MHK Tonpko ux mnosunnonsslie mapamerpbl. [lomHomarpuunoe anmzorponHoe yrounenne MHK mo
nporpamme SHELXL-97 [3] 3aBepmeno nmpu R1 = 0.0331, wR2 = 0.1058 o 1336 otpaxenusm ¢ I > 26(I) u R1 = 0.0904, wR2 =
0.1064 mo Bcem 2446 oTpaKCHUSAM.

PeHTreHOCTPYKTYpHBIM ~HCCICJOBAaHUEM YCTAHOBJIICHO, 4YTO KPUCTAUIBI 1 TOCTpOEHbI U3 aHWOHOB 4-anermn-2,1',3'-
TpuokcoCnupo|2,5-muruapodypan-5,2'-unnan]-3-ojgata 1 KaTHOHOB MeTwiamMuHa. CTpoeHHe aHMOHa 1 M300pakeHO Ha PHCYHKE.
TInockoCTh TaKTOHHOTO IIMKJIA OPTOrOHAJIBHA IIOCKOCTH OMIIMKIMYecKoro GparmenTa. [IIOCKOCTh aneTHIIbHOM IPYIITBl KOTUIAaHApHA
C MIIOCKOCTBIO IAKTOHHOTO Kosbla. Topcuonnsiil yron C)C3)CgOe) paBen 178.5°. B 0CHOBHOM BCe UIMHBI CBA3€H B MOJIEKYIIE,
BKJIIOHasl BoiiHy10 cB3b C=C(s 1.368(3) A,

XOPOILO COTJIACYIOTCS € JIMTEPATYPHLIMHU JaHHBIMU[4]. 3aMETHO YKOPOYEHO paccTosiHue Mexay atoMamu O u Cppy — 1.268(2) A,
YTO, BEPOSITHO, SBISETCS CIIEICTBUEM MEPEHOCA MPOTOHA OT I'MAPOKCHIBHOW IPYIIIBI HA aTOM a30Ta METHJIaMHHA, ¢ 00pa30BaHHEM
BojopoHo# cBsi3u Tuna N—H---O. Tun u napameTpsl BOZOPOIHBIX CBs3€il B KpUCTaJlIe IPUBEACHBI HIDKE.

D-H---A d(D-H), A d(H.A), A <DHA, rpan d(D.A) A A
N-(H-1)C---O@! 0.954 1.850 166.03 2.786
N-(H-1A---Og)’ 0.924 1.800 168.16 2711
N-(H-1)B--Og? 0.907 2.051 146.04 2.849
Pxy+l,z
2 X, —y+1/2, 7+1/2.
3 x+1, —y+1, 7.

KpucTamn cocTouT M3 uYepenyonMXcsi aHHOHHBIX M KaTHOHHBIX CIIOEB, MapaJUICNbHBIX IUIOCKOCTH DC
JJIEMEHTAPHOW SYEHKH. AHHOHBI M KaTHOHBI, CBS3aHHbIE BOJOPOAHBIMH CBs3siMH THma N—H---O(s),
00pa3yroT OECKOHEUHYIO IIENOUKY, KoTopas BoaopoaHoi cBa3bio N—(H-1)B---O) cBsi3ana ¢ aHaIoruuHOU
IETIbI0, PA3MHOKEHHOM IIEHTPOM CUMMETPHH.

Paboma evinonnena npu  @unancosoi  noddepocke Poccuiickoeo  gonda  hynoamenmanvhvix
uccneooganuil (epanm Ne 04-03-96042).
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