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CHUHTE3
2-[2-(5-PEHNJI-1,2,4-OKCAIUA30JI-3-UJ)3TUJI|BEH3UMUJIA30JIA
U ETO PEHTTEHOCTPYKTYPHBI AHAJIU3

Mukmmzanuelt  O-6enH3zomin-2-(6eH3UMHa307- | -MI)IPONMNOAMUIOKCHMAa  TIPH  Pa3HBIX
TEMIIE-PaTypPHBIX YCIOBHSAX OJIy4€eH 2-[2-(5-pennn-1,2,4-oxcagnazon-3-
WIT)3THII|O€H3UMHIA30]1, CTPYKTYpa KOToporo onpeneneHa merogom PCA.

KiroueBbie ciaoBa: O-0eH30miI-2-(0eH3UMIIA30- 1 -WiT)IponnoaMuI0OKCuM, 2-[2-(5-dermn-
1,2,4-oxcaamna3on-3-1mn) T | 0eH3uMuia3o0d, aerunparanus, PCA.

Panee [1, 2] mbr mokazamu, uyto O-apomn-2-mumnepuauHO(MOPQOIUHO)-
MIPOITMOAMHIOKCHMEI TIpH HarpeBaHuu B pactBope MDA mpu 60 °C B TeueHue
1-2.5 9 (MeTox A) MUKIN3YIOTCSA B COOTBETCTBYIONTHE OKCAIMA30IIbI, TOTAA KaK
IIpU HaTpEeBaHWH B TBepIoi ¢aze (MeToa b) mis ocymecTBICHUS dTON peakIuu
nocrarouHo 30 c.

ITockonpky monydeHHBIH Hamu [3, 4] rumpoxmopun O-OeHzomn-2-(0eH3-
AMHAIA300- 1 -mn)npornrmoamMugokcuma (1) TposIBHI  TIPOTHUBOTYOEPKYJIC3HYIO
1 HelpoapMaKOIOTHIECKYI0O aKTHBHOCTb, MBI OCYIIECTBHIIN IETHAPATAIIHIO
€ro OCHOBAHH C IENBI0 JTANBHEHIIEr0 M3y4eHHs OWOJIOTHYECKOTO IeHCTBHUS
oOpasyromerocss 1mpu  3ToM  2-[2-(5-denmn-1,2,4-okcannazon-3-min) T |-
oersumunazona (2). Oxaszanoch, YTO IS ITUKIOETHAPATAIINN OCHOBaHUSA 1 110
MeTony A TpeOyercss 3HauMTeNbHO Oomnbie BpemeHu (4 cyt), BeIxon 42%,
TOTJa Kak IMpH MPOCTOM paciuiaBieHnr KpuctauioB 1 (meton b) yxke depes
7 MUH coefiHEeHNE 2 OBUIO TOIy4eHO ¢ BBIXoAoM 58%. CTpoeHne moydeHHOTO
coeMHEHHs 2 TOATBEpXKAeHO criektpamu SIMP 'H, sieMeHTHBIM aHAmM30M, a
takke ™MerogoM PCA, KOTOpBHI OKOHYATEIEHO JOKAa3bIBACT CTPYKTYPY
rosrydeHHoro 2-[2-(5-denmn-1,2,4-okcamnason-3-mi) T |0eH3- nMuaasona (2)
(puc. 1, 2).

A. IM®DA,

N 60-65 °C, 4 cyr N

% Y

N b. A, 1. 1., 7 MuH N

| y NOCOPh | N~
(CHz)zc\/ (CHy), _</

N
. NH, 2 Ph
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Puc. 1. MonekynspHoe CTpocHUE, HyMepalus aTOMOB CO€AUHEHUS 2

3HaueHWs BaJICHTHBIX CBsi3ed okcamuasona 2 (puc. 1) ONM3KM K cTaH-
naptHeiM. Kak W ciemoBanio 0XuIaTh, OCH3MMHIA30ILHBIA 3aMECTHTENb
B MOJIEKYJIe 2 MJIOCKUM, €ro MIEeCTUWICHHbIH UK uiockuid B npeaenax 0.001,
a naTUWieHHbl — B npeaenax 0.002 A. Vron MEXAY CpEeIHEKBaAPATUYHBIMU
TUIOCKOCTSAMH 3THX HUKIOB coctaBiseT 0.8(3)°. Oxcamna3onbHBIA U (EHHITb-
Hble nUKIBI (Tuiockue B mpenenax 0.004 u 0.002 A COOTBETCTBEHHO) JIC)KAT
B OJIHOM IJIOCKOCTH. J{MAApanbHbIA yroi Mex Ity HUMHU cocTaBiseT 1.4(4)°.

U

Puc. 2. Kpucrannuueckas CTpyKTypa COeAUHEHUS 2
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Tabnuma 1

Kpucrauiorpagpuyeckue napaMeTpsl U 3KCIIepHMEHTAJIbHbIE JaHHbIE JIsl COeJUHEeHU 2

Ommumpuaeckas Gopmyna
[Tapametps! siueliku

a, A

b, A

¢, A

o, Tpaj.

B, rpan.

Y, rpan.
IIpoctp. rpynma

v, A

VA

Passes T/OM’
W, MM !
F(000)
Yucio OTCHATBIX OTPaKEHUH
Uucno oTpakeHu# 171 pacyera
GOOF

OunaneHblil R-dakrop [>26(1)]

Ocrarounast QJICKTPOHHASA IJIOTHOCTD, 3JI. AQ’

Ci7H14N,O

8.2131(4)
11.1885(5)
16.0551(7)
90
90
90

Pna(2)1
1475.34(12)

4

1.307

0.085

608

16 640

1563

1.033

R, =0.0306, wR, = 0.0803
0.123 m—-0.111

B xkpucrammax wmosekynsl 2 HaONIONAIOTCS, B OCHOBHOM, BaH-JIlepBa-
aIbCOBBIC B3auMoeicTBus (puc. 2). Kpome atoro, Habmomatotes cinabbie CBA3H
C-H...N ¢ reomerpudyeckumu xapakrepuctukamu C(7)-H...N(16) [-0.5+x,
2.5y, z], C...N — 3.419(3), H...N — 2.50(3), C-H - 1.00(3) A; nocpencrsom
3THX CBSA3EH MOJICKYIIbI 2 CINUBAIOTCS B CTONKH, MAPAJUICIBHBIC OCH a (pHUC. 2).

Tabnuma 2

Juiunbl cBsi3eii (d) coeqnHenns 2

CBs13b d A CBs3b d A CBs3b d A
N(1)-C(2) 1.356(3) C(7)-C(9) 1.378(3) O(15)-N(16) 1.422(2)
N(1)-C(9) 1.385(2) C(8)-C(9) 1.394 (3) C(17)-C(18) 1.383(3)
N(1)-C(10) 1.452(3) C(10)-C(11) 1.517(3) C(17)-C(22) 1.395(3)
C(2)-N(@3) 1.310(3) C(11)-C(12) 1.495(3) C(18)-C(19) 1.390(3)
N(3)-C(8) 1.390(2) C(12)-N(16) 1.296(3) C(19)-C(20) 1.370(4)
C(4)-C(5) 1.368(3) C(12)-N(13) 1.375(3) C(20)-C(21) 1.372(4)
C(4)-C(8) 1.396(3) N(13)-C(14) 1.297(2) C(21)-C(22) 1.390(3)
C(5)-C(6) 1.393(4) C(14)-0(15) 1.337(2)

C(6)-C(7) 1.386(3) C(14)-C(17) 1.464(3)
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Tabnuma 3
BaJjsienTHbIe YIbI (® ) cOeTUHEHUS 2

VYron ®, Tpaf. VYron ®, Tpam.
C(2)-N(1)-C(9) 106.24 (17) N(16)-C(12)-N(13) 114.79 (18)
C(2)-N(1)-C(10) 126.24 (19) N(16)-C(12)-C(11) 122.56 (19)
C(9)-N(1)-C(10) 127.44 (18) N(13)-C(12)-C(11) 122.63 (19)
N(3)-C(2)-N(1) 114.37 (18) C(14)-N(13)-C(12) 102.44 (15)
C(2)-N(3)-C(8) 103.86 (16) N(13)-C(14)-0(15) 113.70 (16)
C(5)-C(4)—C(8) 117.6 (2) N(13)-C(14)-C(17) 127.89 (17)
C4)-C(5)-C(6) 121.4 (2) O(15)-C(14)-C(17) 118.41 (17)
C(7)-C(6)-C(5) 122.0 (2) C(14)-O(15)-N(16) 105.70 (15)
C(9)-C(7)-C(6) 116.1 (2) C(12)-N(16)-0(15) 103.35 (16)
N(3)-C(8)-C(9) 110.52 (17) C(18)-C(17)-C(22) 120.4 (2)
N(3)-C(8)-C(4) 129.29 (19) C(18)-C(17)-C(14) 118.78 (18)
C(9)-C(8)—C(4) 120.18 (17) C(22)-C(17)—C(14) 120.80 (19)
C(7)-C(9)-N(1) 132.33 (19) C(17)-C(18)—-C(19) 119.7 (2)
C(7)-C(9)-C(8) 122.65 (19) C(20)-C(19)-C(18) 120.0 (3)
N(1)-C(9)-C(8) 105.01 (16) C(19)-C(20)-C(21) 120.4 (2)
N(1)-C(10)-C(11) 111.96 (17) C(20)-C(21)-C(22) 120.8 (3)
C(12)-C(11)-C(10) 110.98 (18) C(21)-C(22)-C(17) 118.6 (3)

IKCIIEPUMEHTAJIBHAS YACTb

Crnexrpsr SIMP 'H samucansr va mpu6ope Mercury-300 (300 MI') B JIMCO-dq, BHyTpeHHHit
craugapT ['MJIC (6 0.05 M. 1.) KoHTposib 3a X010M peakiuu ocyniecTrisuics ¢ nomoripo TCX
Ha riactuakax Silicagel (Fluka), smroent stanon—6ensou, 3:1.

O-Benzonia-2-(6ensumuaazoi-1-mnnponunoamuaoxcum (1). K pacrsopy 1.0 r (2.9 mmoib)
rugpoxnopuna coeauHenus 1 [5] B 10 mun muctwmpoBaHHOW Boabl noGasisitor 0.40 T
(2.9 mmonp) K,COs;, BhImaBmmiA 0CaZoK OTHUIBTPOBBIBAIOT, IEPEKPHCTAIUITM30BBIBAIOT U3
sranona. Beixon 0.67 r (75%), R, 0.40, 1. mn. 118 °C. Cnekrp SIMP 'H, 8, M. a. (J, Tw): 2.74
(2H, 1, J = 7.0, a-CH,); 4.63 (2H, 1, J = 7.0, B-CH,); 6.82 (2H, ¢, NH,); 8.62 (1H, ¢, Cp)spo—H);
7.62-8.12 (9H, m, CH,,). Haiineno, %: C 66.55; H 5.39. C;;H(N4O,. Boruucneno, %: C 66.22; H
5.23.

2-[2-(5-Penn-1,2,4-oxcaauazon-3-wi )3 Tui]oensumuaaszon) (2). A. Cvech 0.67 T (2.2 MMOITB)
coequaenus 1, 0.3 r MonexkynspHbIX cuT U 15 mn JIM®A HarpeBaroT Ha BOISHOW OaHe mpu
60—65 °C B TeueHue 4 CyT, OTQHUIBTPOBBIBAIOT MOJICKYJISIPHBIE CUTA, QWIBTpAT yHapUBarOT Ha
MacisiHOM Hacoce. [lomy4eHHBIH 0CTaTOK MepeKpUCTAILIM30BBIBAIOT U3 3TaHOoNa. Beixox 0.27 r
(42%), R;0.63, 1. 1. 86 °C.

b. Harpesator 0.4 r (1.3 mmonb) coequnenus 1 no temneparypsl asienus (118 °C) u
4epe3 7 MMH MOJIyYEHHBIH CIUIaB MEPEKPUCTAILIN30BBIBAIOT U3 dTaHona. Beixon 0.22 1 (58%), Ry
0.63, 1. 1. 86 °C. Criexrp SIMP 'H, 8, m. 1. (J, T'my): 3.38 (2H, 1, J= 7.0, a-CH,); 4.72 H, 1, J =
7.0, B-CHy); 8.22 (1H, ¢, Cppyspp—H); 7.16-8.07 (9H, M, CHy,). Hatineno, %: C 70.21; H 5.16.
C7H4N4O. Beraucneno, %: C 70.33; H 4.86.

PeHTreHocTpyKTypHOE Hcc/ienoBaHue BbimonHeHo Ha andppakromerpe KUMA/OXFORD
KM4 npu komHatHO# Temmepatype (0/20-ckaHupoBanue ¢ mOpUMeHEHHEM TrpaduToBOro
MOHOXpomaTopa Ha MoKo-usmyderuu, Oy, = 26.37, A = 0.71073 A). Kpucramisl coenunenus 2:
CHHTOHHUS opTopoMOnueckas. CTpyKTypy paciin(poBBIBAIN MPSIMBIMA METOAAMH U YTOYHCHHUE
MIPOBOJWIM B aHU30TPOITHOM (IJIsI aTOMOB BOJOPOZA B M30TPOITHOM) NMPUOIMKEHUU TEIUIOBBIX
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KOJIeOaHMH aTOMOB METOJOM HaMMEHBLIMX KBaJpPaTOB C IIOMOIIBbIO KOMIUIEKCOB IMPOrpaMM
SHELX-97 [6]. C noMompi0 pa3HOCTHBIX CHHTE30B OINpPEHENsUIN IIOJIOKEHHE BCEX aTOMOB
Bojopona. OxonuatenbHblil ¢axrop coctaBmi 0.0306 mo 1563 orpaxenusm c¢ [ > 2o()).
[MapameTpbl 251eMeHTapHO STYEHKN U XapaKTepUCTHKU SKCIIEPUMEHTa Ipe/cTaBieHsl B Tali. 1,
JUTMHBI CBSI3€H U BaJIGHTHBIE YTJIBI B Ta0MI. 2, 3.

Haunsie PCA nenonuposansl B Kembpumkckom 0anke nanubix (CCDC 254116).
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