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N,N'-BUC(2-3AMELIEHHEB®-5 —(I)EHPIJI) THUA3OJWUJIMOYEBITHBI
CHHTE3 M MACC-C . .oxXTPAJIBHOE HMCCIEIJOBAHWE

Tvapasuzp 2-3aMEMEeHHbIX S-OeHMITHA30IKapGOHOBHIX KUCIOT T10]] BO3AEHCTBUEM
a30THCTON KMCHOTHI mpespamarorcs B N,N'-6uc(2-sameneHusie-5-deHm) Tnasoni-
MOYEBMHBI, CTPYKTYpa KOTOPBIX YCTAHOBAEHA MaCC-CHEKTPANbHBIMI MCCICHOBAHUIMHU, 4
Takxe ¢ noMompio UK u IIMP cnexTpos.

B npensinymumx paborax [1—3 ], mpoBefeHHRX C HENBI0 NOAYUYCHIES HOBBIX
THA30JICONEPXKAMMAX ONITUKIIOB, IOKA3aHO, YTO PEaKIlHd IUIpPasHioB 2-3aMCOICH~
HEX S-hemmntuazonkapbonoerx kuciaor ¢ KSCN u PhNCS [1] npusomur x
PasINYHEM TIPOWSBOLHBM THOCEMHKAPOA3WHAOB, KOTOPHE, peardpyd ¢ sdmpamu
3-dbernn-3-x10p-2-0KCOMPONMMOHOBOM KUCAOTH [2] B XIOpAHTHAPHIOM MOHO-
XJIOPYKCYCHON KHMCIOTH, O00pasyroT OWTHA30/B ¥ THAS0JMITHA30JHMIAOHEL
ITuknogervaparamus THOCEMAKApOA3UAOB THA30IKAPOOHOBEIX KHCAOT HMCCIIEHO-
BaHa B pabore [3] W YCTAHOBIEHO, YTO B 3aBHCHMOCTH OT KOHAEHCHPYIOIIETO
pearcHTa IOJIyYAROTC THAZO0IOTPAAZ0IE WK THANA30IEL.

B wmacrosmeit paboTe WCCASIOBAHA PEAKINA THUAPASUAOB 2-3aMEOICHHBIX
S5-dhennnTuazonkapboHOBEIX KHCAOT 14,0 ¢ a30THCTOM KMCIOTOM, TIOAyYaeMo in
situ B3ammMopeticrsmem NaNO2 ¢ ykcycHOM # Tpu(TOPYKCYCHOH KUCIOTOM.
VeraHoBIEHO, UTO B PEaKmuy THAPA3HWIOB THA30JKApOOBOBHX kxucaor Ia,0 ¢
A30THUCTOM KHCIOTOM BMECTO OXHIAEMEX AasWIOB THA30JKAPOOHOBHX KHUCIOT
obpasyrorca N,N’-0uc(2-3amemenusie-S-bermn) tnasommimMoucsmast 11a,0.

Hanuuue wam OTCYTCTBHE BOMSL HE BIAMLET HA KOHEUHBI PE3yJIbTar,
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Tlonydenne GHCTHA3OMMI3AMEIIEHHEX MoueBmy 116, BummMO, O0BICHIETCH
TEM, YTO TOA AEHCTBUEM A30THCTOM KHCIOTHL Ha MCXORHBIE THAPAasumw la,0
o0pasyioTcs asmubl THA30AKAPOOHOBON KMCIOTH, KOTOPHIE B YCIOBMAX PEaKIWH
nonsepraroTcs neperpynnuposxe Kypumyca [4] ¢ obpazoBanmeM COOTBETCTBYIO-
mxX #W3oumanatoB. O0pasoBaBINWECS M3OLMAHATH, PEArMpys C YKCYCHOM I
TpudTOPYKCYCHOR KHMCIOTOM, JIETKO TAKT CMECh 3aMCHICHHEIX AHTHADPHOB
xapO0aMuEHOBOK W/mmm KapOOHOBOM KHCIOTH, KOTODPHE, pacHagasch, o0pasyior
oucsamemennse Moucsmal 11a,0, anrmnpuas xmcaor 1 CO2. B mpucyrcrBum
BOHBl M30OOMAHAT ¥ OOpasylIIMiCE W3 HET0 dMMH pEarmpyior, TakKXe,
HO-BUIMMOMY, AaBas mouesunsl 11a,0.

B Macc—cneKTpax* coequaenwit 11a u 110 IpuCyTCTBYIOT IAKY MOJIEKYIIPHEIX
monos (M™): 406,093 (seramcaeso: 406,092 wis [C21HisN40S21, abcomorHas
ommbka Am = 0,001) 7 530,122 (serumcneno: 530,123 goa [C31H22N40S2], Am =
= 0,001) (3 magpHEHIIEM TOUYHHIE 3HAUCHMA m/z HE IPUBONIICH, & IPHABEHCHEL
TOMBKO DJCMEHTHBIE COCTABH WOHOB, CM. OKCIEPHMEHTAJABHYIO YacTh).

* 3nech ¥ jajiee UL TMKOB MOHOB naHbl sesvuuusbl m/z (I, %).
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Ta u Mla T=2-merwmn-5-dermmntrnazomwr; I6 u 16 T=5,5-mudeHraTHasonu

DparMeHTaUMs 3THX COSHUHEHWH ONPENENSETCI Pa3pHBOM [3-

¥ y-CBA3CH Mo
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(tne R = CH3; Ph). B ToM wiyuae, KOrga M[MCCOLMATHUBHAS WOHU3AIML
MOJIEKYJIAPHOTO MOHA HMAeT 1o [-CBa3m, aroM H Murpupyer ¢ ofpasosaHmeM
karuou-pagukaios 190 (Ila), 252 (II6). BeposrTHOCTP TAKOTO paspeiBa CBSI3H
OUeHb BEIMKA, TAK XaK 00pasoBaHmMe YKA3aHHOIO MOHA BO3MOXHO 0 4
HE3aBUCUMBIM IyTaMm: 1,2 — paspeis 0o § - U y - CBI34M C JIOKATH3ANAEH 3apaga
HA jerkoM ¢parmenre; 3,4 — npaMoe obpasosanue u3 M mytem Beidpoca CO, ¢
JoKaM3auued 3apaga Ha Jro0oM  (dparMeHTe, HOCKOABKY o00a ¢parmenra
OLNMHAKORHL.

Tax xak AUCCONMATHBHAI MOHM3AMMS MOUYESBHH XaPAKTEPU3IYETCH HANWYHEM
B MAacCc-CIEKTPE BHICOKOMBTECHCHBHEIX KATHOH-DATUKANIOB, IS coemmHcand Ila
OBLIO TIPOBENEHO ONpENeiaeHde METAcTa0WIbHHX IHKOB MOHOB. B pesysbrare
YCTAHOBJICHBL KAHABl PACTIANa MOHOB!

406 ‘-:: 217 5 190 —— 149 —:: 122 5 175 —== 147 .
216 - ’ - 12] —

W3 mosydyeHHBIX MAHHBIX $SCHO, 4UTO pacrmax woHa 149 waer mo mBym
HANpaBJeHHIM (CM. cxeMy 2): A — ¢ COXpaHecHWeM NEPBOHAYANBHHIX CBS3EH B
00pasyIommuxca MOHAX (HAuGOoNECe WHTEHCHBHBIE TIMKH HWOHOB), B — ¢
IIEPETPYIHAPOBKON MOHA W O0PA30BAHMEM HOBOM CBSI3W € (DEHWIBHOI Tpymmoi
(MeHee MHTCHCHBHEIE ITHKX WOHOB) .

B UK cmexkrpax wmouesmd 113,60 HaGMIOKAOTCS [OJOCH IOIOIXCHIS
BaseHTHBIX Kosebammit N—H B obmacrax 3250 u 3275 cM ', B crexTpax [IMP
OOHADYXEHB IUMPOKHME CUHIVICTHHIE CHIHANH NpoToHoB rpymma N opu 8,05 m
8,04 M. [I. COOTBETCTBEHHO, UTO TakKXe€ CBUIETEIBCTBYET 00 00pasoBaHuu
OMC3aMETIEHHBIX MOUCBYH.

SKCIEPMMEHTAJIBHAY 9ACTH

TeMmnepaTypsl IUIABASHUS ONpPENesIeHbl Ha MHUKPOCKOMHOM croimke Boetius. Cmexrper IIMP
3aperucTpruposans Ha npubope MW-250 g IMCO-De6. UK criexTper 3amucanst Ha criekrpomerpe UR-20
(macra B Basesuse) . Macc-CnexTpsl (3EeKTPOHHOIO yaapa) coenuuenuis I1a,0 ¢ Npenu3HOHHBIM OIPEe-
JIEHHEM MACC-MOJIEKYJISPHBIX ¥ OCKOJIOUHBIX MOHOB (Cpemysaa aGCoMrOTHAS OmmOKa ONpEeneieHMs
1 x10%) MOJIY9EHbI Ha MacC-COeXTpoMeTprdeckoM Komrutekce MX-1310, mpu MOHU3HMPYIOMEM HANPS-
xewru 703B, TOKE KOMIEKTOpa 3exTpoHOB 30 MKA, mpu TeMmepaType MCTOuHMKA MOnOB 140 °C,
MCHOJB30BAHA CHCTEMA NpaMoro Beona CBIT-5, R (m/Am) =1 x 10%. -

N,N"-Buc(2-metui-5-pemmwr)trazommimouesnsa (1la). A. K pactsopy 2,3 r (0,01 mons)
ruppasuzaa (1) B 20 My yreycHoM kucnotsl godassuaor npu 0 °C pacrsop 1,4 r (0,016 momns) NaNO2 B
3 M1 BOIBL. PeakIMOHNYH0 CMeCh BBITEPXKHBaT SMUH npu 0 °C u BbumBaioT B 100 M1 oxnaxneHHoi
JIBAOM BOABL. JKCTParupyioT xuopodopmomM (3 x 50 min), cymar MgSO4. Tlocne ynapuBaHus 0CTaTOK
Mepex pucTasLM30BbiBaioT n3 MeOH. ITonygasor 1,8 r (78 %) coemuuenus [a, Tnx 236...237,5 °C. KK
cuextp: 700, 760, 1180, 1380, 1465, 1580, 1630, 3200...3350 cv L. Crexrp IIMP (IMCO-Dg): 2,11
(3H, ¢, CHz3), 6,80...7,04 (5H, M, CsHs), 8,05 m. n. (1H, ¢, NH). Macc-criekrp (971. cocTas Mona):
406(6) (C21H1sN20S2), (M*): 217(20) (C11HoN208), 216(33) (C.iHzN208), 191(13), 190(100)
(C10H10N2S), 175(4) (CoHsNOS), 149(22) (CsH7NS), 148(7) (CsHeNS), 147(15) (CsH5NS), 146(6)
(CsH4NS), 122(20) (C7HsS), 121 (47) (C7HsS), 120(6) (C7H4S), 105(6) (C7HIN), 104(13) (C7HeN),
103(8) (C7HsN), 89(3) (C7H3), 77(21) (CsHs). :

N,N'-Buc(2,5-pudenun)Taazommamouesasa (I16). IToayuaroT Tak Xe, Kak MouesmHy 1la, HO
BMECTO YKCyCHOHM Kuciotsi6eperca cmecs CH3COOH u CF3COOH B cootromenuu 1 : 1. pu o6paborke
Bo;ioﬁ BBINANATOT KpHCTA/LIbl. CyInar, mepekpucTaumM3oBblBatoT. Boixon 86 %, Tux 252...253,5 °C (u3
JIMCO) . MIK criextp: 695, 765, 1030, 1380, 1465, 1570, 1650, 3150...3250 ot Crexrp IIMP (JIMCO=
De): 7,47...8,05 (10H, M, 2CsHs), 8,94 M. a. (1H, ¢, NH). Macc-criextp (911. cocras uona): 530(0,5)
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(C31H22N40S2), (M""): 280(6), 279(22), 278(100)*(C16H10N208S), 253(18), 252(92) (C15H12N2S),
175(9) (CoH5NOS), 149(21) (CsHINS), 148(6) (CsHeNS), 147(19) (CsHsNS), 146(9) (CsHaNS),
139(5) (m/e *278), 126(3) (m/e T252), 122(18) (C7HsS), 121(39) (C7HSS), 120(8) (C7H4S),
105(11) (C7H7N), 104(31) (C7HgN), 103(15) (C7HsN), 89(3) (C7Hs), 77(23) (CsHs).

B. K pacteopy 2,3 r (0,01 Moub) ruapasuna Ia B 20 mu aepsnoi CH3COOH npu 0 °C nobasnsor
1,4 r (0,016 mone) NaNO2. PeaknuonHyio cMecs BrepxusaloT 30 MuH npu 0 °C, TemnepaTypy mnom-
HumaiotT 10 20 °C, nepememmealot ente 1 u, souiusaiot 8 100 M oxnaxxaensost somst. Jatsmoe o6paba-
THIBAIOT, KaK B MeToze A. ITomyyasor 1,9 r (85%) mouesunast la. B crvuae coenmserms I6 MCTOAB3YIOT
cvecs CH3COOH—CF3COOH, 1 : 1. Beixon coemuuenns 116 91 9%.
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