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CHUHTE3 U KPUCTAJUIMYECKASI CTPYKTYPA
B-N-(5-METH.I-4-OKCO-5,6- TUT U JIPO-4H-1,3-TUAZUH-2-WJT)-
W30HUKOTUHOTUPA3HUJIA

B-N-(Merakpriomikap6aMOTHONI)U30HUKOTHHTUAPA3HI B TMPUCYTCTBHH aMHHOB
B MATKAX YCJOBHSAX IIPETEPIEBAacT BHYTPHUMOJCKYSIPHYIO TeTepOLHUKIH3ALHIO,
npuBomsnyro K [-N-(5-metmi-4-okco-5,6-auruapo-4H-1,3-tua3un-2-1mn)u30HUKOTHH-
THIpPa3uIy, IPOCTPAHCTBEHHOE CTpOeHHE KoToporo nokazaHo PCA.

KaioueBble cioBa: MeTaKpHIOWITHOCEMHKapOa3H] W30HUKOTHHOBOHW KHCIIOTBI,
BHYTPUMOJIEKYJIsIpHast rereporuxiausanus, PCA.

Panee coobmanocs o cuHTe3de [3-N-(MeTakpuiomikapOaMOTHOMI)H30HHKO-
TuHrHApasuaa (1), KOTOphIi MpH KUMSTYeHNH B 2-TiponaHoje B Tedyenue 10-16 4
MpeTepreBaeT BHYTPUMOIEKYJISPHYIO [IUKIH3AIMIo, TpHBOIAiTyio K [3-N-(5-me-
TII-4-0KC0-5,6-muruapo-4H-1,3-tnasun-2-un)usonukotuHoruapazuny  (2)  [1].
3ajgaua Hacrosed paboOTHl 3aKioYagach B HW3YYCHHWH B3aUMOJCHCTBUS
THOCeMHKapOa3uaa 1 ¢ psaoM aMHHOB C IIEJIBI0 TIONYyYESHHUS] COOTBETCTBYIOIINX
MPOJIYKTOB HYKJICOQHITBLHOTO TPHCOCAMHEHHS 0 akTUBHpoBaHHOH cBsizu C=C.

OnHako mepeMelnMBaHHEe COeIUMHEHHS 1 ¢ SKBUMONAPHBIM KOJHYECTBOM
MUKIMYECKOTO BTOPUYHOTO aMHHa (MOp(OJIMHA, MMIIEPUANHA) WK aJTKAIOHIa
(aHaba3wHa, IUTU3MHA) B PACTBOPE ITAHOJA WK 2-TIPOTAHOJIA TIPH TeMIlepaType
okosio 30 °C mpuBeNno HEe K OXWAaeMbIM TPOIYKTaM MPHCOEIUHEHUS 3, a ¢
BBIXOJIOM 82% OBUT MOJYYEH MPOAYKT TETEPOIUKIN3auK coeauHeHus 1 —
3aMeIIeHHBINH  5,6-auruapo-1,3-tnasun-4-on 2. B yka3aHHBIX  YCJIOBHSAX
LUKIU3aIUsl coequHeHnss 1 mpoxojuia 3HAYMTEeNbHO ObicTpee (~1 4) 1o
CPaBHEHHUIO C TOH K€ peaklyel, MPOBOAMBIIEHCS paHee B KHILAIIEM 2-TIpoO-
nanotie [1]. Ha BbIX0/bI IPOAYKTa 2 HE BIUSUTM HU CTPYKTYpa, HH OCHOBHOCTB
HCXOJHBIX aMUHOB U aJIKaJIONJIOB.

BepositHO, mpuCyTCTBHE B pEakIMOHHOM Cpele OCHOBaHWU O0Jerdasno
o0pa3zoBaHHe HEOOXOIUMOH ISl IUKJIN3AIUHA THOIBHON (GOpPMBI coenHeHus 1.
Crextpst SAMP 'H n UK CIEKTPBI 00Pa3lOB COCTUHEHUS 2, TONYYCHHBIX MPH
WCTIOJIb30BAaHUH Pa3HBIX aMUHOB WIIM TIPH KUIISTYEHUH B 2-niponianose [1], 6
WICHTHYHBI.

st yCcTaHOBIIEHHS TPOCTPAHCTBEHHOTO CTPOCHHUSI COENWHEHUsT 2 OBLIO
MIPOBEICHO €r0 PEHTTEHOCTPYKTYPHOE UCCIIeT0BaHNE (PUCYHOK).
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Bruto ycTaHOBNEHO, YTO UIMHBI CBSI3€H W BaJICHTHBIE YIJIBI B CTPYKTYpE
MOJIeKyIbI 2 (Tabum. 1, 2) O3k K OOBIYHBIM [2].

[MupuanHOBBIA HMKA IIOCKUH ¢ ToyHOCThiO 10 0.017 A. O6bemucTbIit
3aMeCTUTENb TI0 OTHOUICHWIO K MUPUIMHOBOMY IHKIYy DPACIIOIIOKEH 3KBAaTO-
puanbho (C(6)C(1)C(5)C(4) =-175.17°). Artomer C(6), N(2), N(3) u O(1)
JIeXaT B IUNIOCKOCTU IMUPHUIMHOBOTO IMKJA C BbIxonoM u3 Hee Ha 0.139, 0.538,
0.639 1 —0.058 A cooTBeTCTBEHHO.

HpOCTpaHCTBeHHOC CTPOCHHUEC COJIbBaTa COCANHCHUS 2
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Tadonuma 1

Junbl cBsizeii (d) B MostekyJie 2

Cas13b d, A Css13b d, A
S(1)-C(7) 1.744(3) 0(2)-C(10) 1.218(4)
S(1)-C(8) 1.764(5) 0O(3)-C(13) 1.442(5)
C(1)-C(2) 1.374(4) N(3)-C(7) 1.267(4)
C(1)-C(5) 1.376(5) N(4)-C(10) 1.359(5)
C(1)-C(6) 1.503(4) N(4)-C(7) 1.391(4)
N(1)-C(3) 1.299(5) C(4)-C(5) 1.376(4)
N(1)-C(4) 1.330(4) C(8)-C(9) 1.426(7)
O(1)-C(6) 1.222(4) C(9)-C(11) 1.497(7)
N(2)-C(6) 1.340(4) C(9)-C(10) 1.515(6)
N(2)-N(3) 1.414(3) C(12)-C(13) 1.429(8)
C(2)-C(3) 1.379(5) C(13)-C(14) 1.465(7)

Twuasunossit rerepormkia C(7)S(1)C(8)C(9)C(10)N(4) B monekyse 2 umeet
koupopmaruio 8,9-norykpecia (ACs9 = 22.76°). Aromsr S(1), C(7), N(4), C( 10)
IIEeCTUYICHHOTO IUKNIA KOIUIaHAapHBI B mpenenax +0.0471 A, Beixom atomoB
C(8), C(9) u3 cpemneii mwiockoctu atomoB S(1), C(7), N(4), C(10) cocraBmsier
0.256 1 —0.388 A cootBeTcTBEHHO.

BbLI0 yCTaHOBICHO, YTO B MCXOJHON YIAKOBKE CHATOIO KPHUCTAJLIA TPHCYT-
CTBYET TaK)K€ MOJIEKyJia PacTBOPUTENs (2-pOIaHoiia), UCIOJIb3yeMOro MpU
MepeKpucTau3anuu coenaeHus 2. OOpa3oBaHUE TaKOrO CONbBaTa OOBICHS-
eTcs HaluuheM CuiIbHOM BomopomHoit cesu N(2)H(2a)...0(3) (X, vy, 2),
paccrostane N(2)H(2a)...0(3) pasuo 2.125 A, panentnsiit yron N(2)H(2a)O(3) —
158.45°.

Tabnuma 2
BanenTHsble yribl () B MoJIeKy.J1e 2

Yron ®, Tpas. VYron ®, Tpai.
C(7)-S(1)-C(8) 100.82(18) N(2)-C(6)-C(1) 115.8(3)
C(2)-C(1)-C(5) 116.6(3) N(3)-C(7)-N(4) 116.3(3)
C(2)-C(1)-C(6) 118.2(3) N(3)-C(7)-S(1) 123.3(2)
C(5)-C(1)-C(6) 125.3(3) N(4)-C(7)-S(1) 120.4(2)
C(3)-N(1)-C(4) 117.0(3) C(9)-C(8)-S(1) 118.5(4)
C(6)-N(2)-N(3) 120.0(3) C(8)-C(9)-C(11) 120.4(5)
C(1)-C(2-C(3) 119.7(3) C(8)-C(9)-C(10) 112.3(5)
C(7)-N(3)-N(2) 112.7(3) C(11)-C(9)-C(10) 112.8(4)
N(1)-C(3)-C(2) 123.7(3) 0(2)-C(10)-N(4) 118.8(3)

C(10)-N(4)-C(7) 128.3(3) 0(2)-C(10)-C(9) 123.1(4)
N(1)-C(4)-C(5) 123.3(3) N(4)-C(10)-C(9) 118.1(3)
C(1)-C(5)-C(4) 119.5(3) C(12)-C(13)-0(3) 112.2(4)
0O(1)-C(6)-N(2) 123.1(3) C(12)-C(13)-C(14) 118.5(6)
O(1)-C(6)-C(1) 121.0(3) 0O(3)-C(13)-C(14) 109.0(4)
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TopcuoHHBbIE YIJIbI (T) B MOJIEKYJIe 2

Tabnuma 3

Vron T, Tpam. VYron T, Tpam.
C(5)-C(1)-C(2)-C(3) -4.7(6) N(2)-N(3)-C(7)-N(4) -177.4(3)
C(6)-C(1)-C(2)-C(3) 174.2(4) N(2)-N(3)-C(7)-S(1) -0.1(4)
C(6)-N(2)-N(3)-C(7) -90.0(4) C(10)-N(4)-C(7)-N(3) -166.1(3)
C(4)-N(1)-C(3)-C(2) 2.3(7) C(10)-N(4)-C(7)-S(1) 16.5(5)
C(1)-C(2)-C(3)-N(1) 1.7(8) C(8)-S(1)-C(7)-N(3) -177.9(4)
C(3)-N(1)-C(4)-C(5) =3.4(7) C(8)-S(1)-C(7)-N(4) -0.7(4)
C(2)-C(1)-C(5)-C(4) 3.7(6) C(7)-S(1)-C(8)-C(9) -35.0(6)
C(6)-C(1)-C(5)-C(4) -175.1(4) S(1)-C(8)-C(9)-C(11) -167.4(5)
N(1)-C(4)-C(5)-C(1) 0.3(7) S(1)-C(8)-C(9)-C(10) 56.1(8)
N(3)-N(2)-C(6)-0(1) 5.2(5) C(7)-N(4)-C(10)-0(2) -179.8(4)
N(3)-N(2)-C(6)-C(1) -178.2(3) C(7)-N(4)-C(10)-C(9) 2.5(6)
C(2)-C(1)-C(6)-0O(1) 13.8(5) C(8)-C(9)-C(10)-0(2) 143.0(5)
C(5)-C(1)-C(6)-0O(1) -167.5(4) C(11)-C(9)-C(10)-0(2) 3.1(8)
C(2)-C(1)-C(6)-N(2) -162.8(4) C(8)-C(9)-C(10)-N(4) -39.4(8)
C(5)-C(1)-C(6)-N(2) 15.9(5) C(11)-C(9)-C(10)-N(4) —-179.3(5)

SKCHHEPUMEHTAJIBHASA YACTb

Cnextpst IMP 'H perucrpuposamn na npubope Bruker DRX500 (500 MI'i)
B JIMCO-dg, BHyTpennuii crangapt TMC. UK crekTpbl moiydaid Ha CHEKTPOMETPE
¢ dpypre-ipeodpazoBarenem "AVATAR-320" B Tabmetkax KBr.

PentreHocTpykrypHoe ucciegoBanme. [lapamerpbl sYeiiKM W HHTEHCHBHOCTH
2906 He3aBHCHMBIX OTpakKeHW# coeamHeHms 2 m3MmepeHbl mpu 20 °C Ha aBTOMA-
THYECKOM YeTBIPEXKpYxKHOM mudpakromerpe Bruker P4 ¢ rpaduyeckum MoOHO-
XpOMAaToOpoM ¢ Hcmoib3oBaHreM MoKo-u3nydenus (0/26-ckanupopanue, 20 <53°).
Kpucramsr pombuueckue, a = 13.924(12), b = 12.852(15), ¢ = 18.771(3), V =
=3359.1(8) A%, dy, = 1.089 r/em®, Z = 8 (Ci1H23N40,S). TIpocTpascTBerHas rpymma
Pbca. B pacuerax wucnosnp3oBano 2401 orpaxkeHue ¢ wuHTeHCHBHOCTBIO [>20(1).
Crpykrypa pacumppoBaHa MpsMbIM MeTOI0M 110 mporpamme Sir-2002 [3] u yrouHeHa
noixHoMaTpruaHbiM MHK B aHM30TpOnHOM NMprOIMXEHHH AJIsI HEBOAOPOJHBIX aTOMOB.
AtoMel H 3amaBanmce TeoMeTpHuecKH ¥ (UKCHPOBAHBI 10 THITY “HAC3IHUK'.
OxonuarenbHble (akTopbl pacxommmoctd R = 0.0728, wR, = 0.2016. VYrtouHeHme
reometpun mpoBeneHo no mnporpamme SHELXL-97 [4]. KoopauHatel aToMOB
JenoHupoBaHbl B KemMOpumkckom 6anke cTpykTypHbIX gaHHbX (CCDC 692505).

B-N-(5-Metun-4-okco-5,6-muruapo-4H-1,3-Tuazuu-2-ui)u3oHnKoruHoruapasua  (2).
K cycnemsun 1321 (5.0 Mmonp) coemuuenus 1 B 15 mir 2-npomaHona mpH
nepemeninBanid u temneparype 30 °C npubaBisior 5.0 MMOJIB COOTBETCTBYIOLIETO
amuHa. Yepes 1 4 Bemasmmii ocagok oTdunstposeBatoT. [Tomywator 1.08 r (82%) Geroro
KpUcTauIgeckoro Bemectsa ¢ T. i 104-107 °C (comseat cocraa CqyHioN4O,S- C3HgO),
Ppa3pyIaoNHKCs MPH BhICYIMUBAHUU 0K0JI0 115 °C B MENKOKPUCTAIUTMIECKUI TTOPOIIOK
¢T. w1 179-180 °C. UK crmektp, v, cM = 2971 (NH), 1706 (C=0), 1646 (C=0 amux),
1576 (C=N), 1300 (C—N). Criextp SIMP 'H, 8, m. 1. (J, Tw): 1.21 (3H, 1, J = 6.9, CHCHS);
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2.81 (1H, m, CHCHy); 3.02,3.16 2H, 1. n, J; =10.1, J,=4.1, SCH,); 7.74 (2H, 1, J = 6.0,
2B-H mupumun); 8.74 (2H, 1, J = 6.0, 20-H mupuaun); 10.92 (1H, ¢, NHNH-NCO); 11.20
(1H, ¢, NHNHNCO).
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