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H. E. Cugopuna, B. A. Ocsinun”

1H-A30J1bI B PEAKIIVUA C 2-THAPOKCHUBEH3NJIOBBIMU CITMPTAMUA

Konnencanueit 1H-a301m0B ¢ 2-ruapoKCcHOEH3WIOBBIME COHPTaMHU monydeH psin 2-(1H-
azon-1-wamerun)denonos. U3 2-mMeTmaMmepkanTtoOeH3UMHUAA307a U 2-THAPOKCHOCH3MIOBOTO
cnupTa cuHTe3upoBaH 12H-Oensnmunazo[2,1-b][1,3]6en3okcazun. O6cyxaatoress maHasile PCA
7-auTpo-2,3-mudenmn-SH-umunazo[2,1-b][1,3]6eH30Kkca3nHa.

KoaroueBbie caoBa: 1H-asomer, 2-(1H-a3on-1-unmernn)denons:, (6en3)umunasol2,1-b]-
[1,3]6en30KCa3uHBl, 2-THAPOKCUMETHI(EHOIBI, 0-MEeTHICHXHHOHBI, PCA.

B mocnemHee BpeMs o-METWIIEHXWHOHBI (0-XMHOHMETHIBI) BCE dalle
WCTIONIL3YIOTCS ISl TIOCTPOCHHUST HOBBIX KHCIOPOJICOJEPKAIMUX TeTePOITUKIH-
geckux cucteM [1-3] nu Mmomudukanuu yxe cymectyronux [4, 5]. B mpogo:i-
JKEHHE pabOThl MO0 HM3YYCHHIO B3aWMOJIEHCTBHSI a30TCOACPIKAIINX HYKIEO-
(UIOB C 0-METHWIEHXMHOHAMH HaMH HCCIEJOBaHA PEAKIUs MEXKIY 2-THIp-
OKCMOEH3UIOBEIME criipTaMu U 1 H-azomamu.

1b, 3¢ R =H; 1a, 3a,b,f R =NO,; 1¢, 3d,e R=Br; 2,3 b X=Me; ¢ X =CF;
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B kauecTBe a3050B BBIOpaH psA COCNUHEHWH, 3HAYMTENHHO pa3Jiud-
YaIONIUXCs M0 OCHOBHOCTU. 3HaueHue pKa Bapbupyercs B mpenenax ot 2.20
(mms  1,2,4-tpuazona) mo 6.95 (anms wmmummazona) [6]. Hecmorpss Ha
CYLIECTBEHHOE pa3jiniue B 3HAUYCHUAX pKa, BCE MEPEeUYHCICHHBIE TETEPOLIUK-
JBl JIETKO PEarupyroT ¢ 2-THAPOKCHOCH3HMJIOBBIMU CHHPTAMHU. O-MeTHIIeH-
XUHOH TEHEpUpyeTCd in sifu TEPMUYECKH, IIPU ITOM MOJIEKYJa a3oja
BBICTYIIAET M B KauecTBE HYKICO(pWIa, aTakylollero o-METUICHXWHOH, U B
pOJIM OCHOBaHUS, OOJIErYaroIIero JeTHAPATAIHI0 CUpTa. Bo Bpems peakuun
MOJICKYJIBI a30JI0B 00ECIeYHBAIOT JIUIIb HE3HAYUTEIbHYIO KOHIICHTPAIHIO
O-METHJICHXMHOHA, YTO TMPEIMSATCTBYET €ro OJMIOMEpU3allii H IMPHBOAUT
K BBICOKOMY BBIXOJY POJYKTOB N-OCH3MINPOBAHNSI.
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CoenuHenre 3a ObUIO MONYYECHO TaK)KE BCTPEYHBIM CHHTE30M U3 OHC-
(umuza30:1-1-mwn)cyabdorcuaa u 2-ruipoKCcH-S-HUTPOOSH3WIOBOro criupta (1a)
B cpene TT'D. B paborax [7, 8] uMeroTcs ykazaHus Ha MPOBEICHUE TAKOKM PEaKIIHH,
HO KOHKpPETHBIX OKCIIEPUMEHTAJbHBIX JaHHBIX aBTOpPbl He MNpuBOIAT [9].
IIpouecc, mo-BUAMMOMY, MPOTEKAaeT uyepe3 O00pa3oBaHUE O-METHUIIEHXHHOHA,
KOTOpBI B JJaHHOM Cllydae T€HepHpYyeTcs NMpPH 3HAYUTEIbHO Oojiee HH3KOU
Temmeparype.

O6pazup! 2-(1 H-umunazon-1-unmernn)-4-aurpodenona (3a), momydeHHbIe
JOBYMsI CIIOCOOaMH, UMEIOT HJCHTHUYHBIC CIEKTPalbHbIC AaHHBIC W HE JAIOT
JIETPECCUH TeMIepaTyphl IIaBICHHUS.

[lpn HanMUMM TOIXOMSIIEr0 3aMECTHTENs] B MOJIEKyJe a3ona B [-1oJo-
*eHud K rpynne NH BO3MOXHO NpOTeKaHue MOCIENYOUIE BHYTPUMOJIEKY-
JISIPHOM TETEPOITMKIIM3ANNN TTPOMEXYTOUHO oOpasoBasmierocs 2-(1H-azon-1-
WIMETHI)()eHOJIa.

Tak, B padote [10] Hamu moKa3aHo, UTO MPH B3aUMOACHCTBUH 2-0poM-4,5-
mupenmmumunazona (2f) u 2-ruppokcu-5-autpodensuioBoro crmpta (la)
obpasyercst 7-HuTpo-2,3-mudennn-SH-umunazo[2,1-b][1,3]6en3okcazun (4).

Ph 0
N teoC NQI/
/o + 1a ————>= Ph—X
Ph Br ~HBr N
N N02
H -H,0
2f Ph 4
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AHaJOTHUYHOTO poja TeTePOIUKINYECKAs CHCTEMa MOXKET OBITh MOCTPOSHA
U U3 2-MeTunMepkanTooeH3umunazona (2g). Ilpu ero TepMuyueckoil KOHICH-
caluu C camuiuioBeiM cruproM lb ob6pasyercs 12H-6enzumunaso[2,1-b]-
[1,3]0en30kcasun  (5). IIpomecc ero oOpa3oBaHUST MOXHO THPEACTABUTH
CIIeIYIOIIUM 00pa3oM
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B T0 Bpems, kKak MOHOIMKIMYECKHE TIPOAYKTHI 3a—€ JIETKO aTKWIHPYIOTCS
M0 OCHOBHOMY aToOMy a30Ta allkhi- W OeH3WITaJIOTeHUJaMH, B CiIydae
MONUIMKIMYECKOTO COEAMHEHUsT 4 TMpoIecc TNPOTEKaeT TOJNBKO IIOJ
JIEHCTBUEM CUIIbHBIX AIKWJIMPYIOIIMX areHTOB, B YacTHOCTH, Et;0°BF,.
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Cnenyer OTMETUTh, YTO MPU HAIWYMHM CUJIBHBIX AKIICITOPHBIX 3aMECTH-
TeNeil B MOJIEKyJIaX TaJIOTCH3aMENICHHBIX a30JI0B MPU BBEICOKOHW TeMIIepaType
(160-170 °C) ankunupoBaHHue 2-THIPOKCHOCH3UIOBBIMU CITUPTAMU HE yAAeTCs
npoBecTy cenektuBHO. [Ipu B3aumozeticTeuun 2,4,5-TpubpoMumMmniazona, 5,6-1m-
HUTpPO-2-xJ70pOeH3uMHuAa30na win 5(4)-non-2-metuin-4(5)-HUTpoUMHIa3071a
C CAIMIIWJIOBBIM CITUPTOM 00pa3zyeTcsi CIOKHAsS CMECh MPOAYKTOB, BBIICIHUTH
13 KOTOPOU WHIANBUAYATLHBIE KOMIIOHEHTHI HE y1aJI0Ch.

Peakus oOpazoBanus 2-(a3011-1-uiMeTrn)()EHOIOB HOCUT OOIIUI XapakTep,
MpUpoja a3oja HE OKAa3bIBACT CYIIECTBEHHOT'O BIMSHHUS Ha BBIXOJ IEJIEBOTO
MIPOIYyKTA.

[Homyuennsie mponaykTel 3a—f mpencTaBisioT co0oil KpHCTaNTU4ecKHe
TepMOCTaOMIbHBIC BHICOKOIIABKHE BEIECTBA, IUIOXO PACTBOPUMBIE B BOJIE
¥ OOJBIIMHCTBE OPTraHUYECKUX pacTBOpHTENeH. B oTimudme OoT MOHOITMKIH-
YECKUX COEIMHEHUN 3a—f HOJIULUKINYECKUAE nMuaazo[2,1-
b][1,3]6eH30KCaA3UHBI
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Tabnuna 1l
XapaKTepUCTUKH CHHTE3MPOBAHHLIX coequHeHuii 3a—f, 4 u 5

Haiineno, % .
CoenHeHNE bpyrro- Brraucieno, % T. n., °C Bexoz, %
bopmya (meTopm)
C H N
3a C1oHoN;05 54.65 4.16 18.77 248-250 79 (A),
54.79 4.11 19 65 (b)
3b C1sH3N;0; 63.44 4.65 14.53 255-257 71
63.60 4.59 14.84
3¢ C;sH; F3N,O 61.48 3.82 9.59 216-217 69
61.64 3.77 9.39
3d C,sH,(BrF;N,0 | 48.40 2.73 7.39 240-242 73
48.52 2.70 7.55
3e CyHgBrN;O 4241 3.19 16.19 173-174 75
42.52 3.15 16.54
3f C13HoN4O; 57.63 3.74 20.30 241-242 70
57.78 3.70 20.74
4* CyH5N30; 75.35 4.12 11.14 234-235 80
75.54 4.07 11.38
5 C14HoN,O 75.49 4.55 12.34 233-235 65
75.68 4.50 12.61

* o maHHbIM paboThI [10].

JIETKO pacTBOPUMBI B IUXJIOpMETaHe, AUOKCaHe, aleToHe. Cienyer OTMETUTh
pacTBOpUMOCTb 2-(a307-1-unMeTnin)heHoIoB B pa30aBICHHBIX PacTBOPax
KUCJIOT U IIEJIOYEH, 4TO CBA3aHO C MPOTEKaHHEM MPOLIECCOB COIe00pa30BaHMsI.
B 10 xe Bpems (0en3)umunazo[2,1-b][1,3]0eH30Kca3uHbl 4 U 5 MpaKTUYECKU
HE pacTBOPUMBI B BOAHBIX PacTBOpax KUCIOT, HECMOTPsSl Ha HAJIMYUE OCHOB-
HOT'0 aToMa a3oTa.

JIns BCeX CHHTE3HPOBAHHBIX COEAMHEHMii B cmektpax SAMP 'H npu-
CYTCTBYIOT CHUTHAJIBI MPOTOHOB METHJIEHOBOM Ipymmbl B oOsactu 5.12-5.95 m. 1.
Kpome Toro, mnst coemunenuit 3a—f umeercss curnan npu 8.9-10.4 m. 1.,
OTBevaroui mpoTony rpymnmnsl OH.

B UK crmekTpax HMEIOTCS MOJOCHI MOTJIOIIEHHUS, OTBEYAIOIIHNE KoJe-
OanusiM cBsizeld B apomarnueckux koiblax (C=C/C=N) mpu 1600 u cBszeii
CHgpon 1pu 760-741 cM . B cmekTpax coemMHEHWH 4 M 5 IPHCYTCTBYIOT
MOJIOCHl TOIJIONICHUSI CpeIHEed WHTEHCUBHOCTH Tmipu 1269-1270 CMfl,
cootBeTcTBYyIomMe Konebanusam ¢pparmenta C—-O-C, a ans coenunenueit 3a—f
XapaKTepHO HaIMYMe MIMPOKOH IONOCH Horiomenus npu 3400-2500 cv '
TUAPOKCUIIBHON TPYIIIBI, aCCOLMUPOBAHHONW BOJOPOJHBIMHU CBA3SIMH. B ciy-
yae coenuHeHui 3a,b,f u 4 umeroTca xapakTepHCTHYECKHE IMOJIOCHI TOTJIO-
IIEHHS HUTPOTPYIIBI B o6macTu 1562-1520 u 1342-1327 cm .

Pacmag MonexyssIpHBIX HOHOB coeMHEHuH 4 1 5, 00pa3yrommxcs npyu ux
MOHM3ALUM  3JEKTPOHAMHU NPOTEKAET HECEIEKTHBHO; MHTEHCHUBHOCThH IHKa
MOJIEKYJIAPHOTO HMOHAa COEAVHEHUs 4 MakCHUMallbHa, a U1 COeIUHEHUs S
MaKCHUMalbHYI0 MHTEHCHBHOCTh MMeeT moH [M—H]™ 3a cuer ormiennenus
UKIMYECKOT0 aTroMa BOJOpOJa OKCAa3HMHOBOTO KOJbI[A, YTO OOBSACHIETCS
o0pa3oBaHHUEM €IMHOM LIEMHU COMPKEHISL.
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B cnekrpax SIMP 'H coenuuenuii 4 u 5 OTCYTCTBYIOT CHTHANBI B 0071aCTH
~9.0 M. 1., a B K criextpe He HabmogaeTcs MUPOKOl HHTEHCHBHOM MOJIOCHI
rnoryouieHns B odnactu 34002500 cM ', 4TO MOATBEPHKAAET LHKINIECKOE
CTPOCHHME MOJIEKYJI 3THX COSAMHEHUH (Tabi. 2).

Crpyktypa coeauHeHus: 4 moaTBepkaaercs Takxe AaHHbIMH PCA MoHO-
KpucTtaiuia. ['eoMeTpuss MOJISKYJbI, HyMepanusi aTOMOB, OCHOBHBIC JJTHHBI
CBsi3el, OCHOBHBIC BaJICHTHBIE U TOPCHOHHBIC YTJBI MPUBEACHBI HA pucC. 1 U
B TaOII. 3.

Tabnuma 2

CrneKTpajibHble XapaKTepPUCTHKH coeuHeHuli 3a—h

Coemu-

UK ! !
eme CIIEKTp, V, CM Crextp SIMP 'H, 8, m. 1. (J, T')

3a 3394, 3136-3086, 2372, 1597, | 5.40 2H, ¢, CH,), 6.93 (1H, 1, J = 8.0, Ha,-4);
1558, 1477, 1339, 1296, 1145, | 7.23 (1H, a,J = 7.2, H-6); 7.53 (1H, 1, J = 8.0,
1088, 837, 748 Hy,-5); 7.97 (1H, ¢, Ha,-2); 8.05 (1H, 1, J = 7.2,
H-5); 8.20 (1H, ¢, H-3); 9.25 (1H, ¢, OH)

3b 3250-2400, 1616, 1593, 1524, | 2.49 (3H, ¢, CHy); 5.31 (2H, ¢, CH,); 7.23 (1H,

1497, 1427, 1327, 1285, 741 1, J =8, H-6); 7.27-7.39 (4H, m, H,,-4-7); 7.91
(1H, ¢, H-3); 7.94 (1H, 1, J = 8, H-5); 9.51
(1H, ¢, OH)

3¢ 3148-3086, 1601, 1520, 1458, | 5.62 (2H, ¢, CH,); 6.89 (1H, 1, J = 7.8, H-4);
1277, 1180, 1153, 1122, 1095, | 6.96-7.01 (2H, M, H-3, 6); 7.28-7.49 (4H, m,
744 H,,-5,6,7, H-5); 7.98 (1H, 1, J = 8.6, Hy,-4);
9.75 (1H, ¢, OH)

3d 3063-2955, 1593, 1520, 1477, | 5.61 (2H, ¢, CH,); 6.91-7.37 (4H, m, Hy,-5, H-
1423, 1265, 1195, 1138, 1095, | 3.5,6); 7.49 (1H, T, J = 7, Ha,-6); 7.78 (1H, 1,
818, 748 J =8, Huy7); 7.89 (1H, 1, J = 8.5, Hp,-4):
9.71 (1H, c, OH)

3e 3105-2604, 1589, 1497, 1435, | 5.31 (2H, ¢, CH,); 6.82 (1H, 1, J = 8, H-5);
1346, 1277, 1142, 1107, 1018, | 7.18 (1H, ¢, H-3); 7.31 (1H, 1, J = 8, H-6);
818, 760, 671, 656 7.94 (1H, ¢, Hy,-3); 8.51 (1H, ¢, Hy,-5);

10.08 (1H, c, OH)

3f 3300-2500, 1620, 1593, 1527, | 5.95 (2H, ¢, CH,); 7.03 (1H, 1, J = 8.3, H-6);
1497, 1447, 1339, 1300, 1273, | 7.41 (1H, 7, J= 8.4, Ha,-6); 7.55 (1H, 1, J = 8.4,

1088,748 Hy,-5); 7.83 (2H, m, Hy,-7, H-5); 7.92 (1H, c,
H-3); 8.02 (1H, 1, J = 8.2, Hy,-4); 11.05 (1H,
¢, OH)

3g* | 3047, 2916, 1597, 1551, 1508, | 5.12 (2H, ¢, CHy); 7.15 H, 1, J = 1.2, C¢Hs);
1485, 1443, 1342, 1296, 1258, | 7.21-7.25 (3H, m, C¢Hs); 7.42 (1H, 1, J = 8,
775, 744, 706 H-9); 7.48-7.56 (5H, M, C¢Hs); 8.24 (1H, 1,
J=8,H-8); 8.38 (1H, c, H-6)

3h* | 3421, 3383, 3047, 2924, 1631, | 540 (2H, ¢, CH,); 7.20-7.26 (5H, w,
1547, 1458, 1288, 1188, 756, | H-12,3,4, 10); 7.42-7.49 (3H, m, H-7.8.9)
736, 439

* TTo maHHEIM paboTs [10], Macc-criekTp, m/z (Iym,%): coenurerns 3g — 369 [M]" (100),
323 [M-NO,]"(29), 165 (23), 89 (33), 77 [CsH5]" (16), 63 (20); coemmuenns 3h — 222 [M]"
(94), 221 [M-H]" (100), 166 (12), 97 (13), 90 (41), 89 (36), 83 (16), 77 [CsHs] " (23), 64 (18),
63 (32), 51 (24).
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OOmwuii BUI MOJIeKyJIsl 3g ¢ HyMepaluel aToMoB

Nmupnazo[2,1-b][1,3]6eH30KCa3MHOBEIN ITUKI UMEET MPAKTUIECKH TUIOCKOE
CTpOGHHE HECMOTpS Ha TO, YTO B LMK/ BKJIIOYEH aTOM YIIepoja B sp -ruo-
PUIHOM COCTOSIHUW; MaKCUMAJIbHOE OTKJIOHEHUE 3HAYCHUSI TOPCHOHHOTO yriia
OT 3HAUEHHA IJIS1 HACaJIBHO MJIOCKON CTPYKTYPHI cocTaBisieT 3.87°.

®enunpras rpymmna Cyy...Cii) IPaKTUYECKU KOMILIAHAPHA ¢ MMKAa30(2,1-b]-
[1,3]6en30kca3unoM, TopcuoHHbI yron C;3CpCanCue 178.71°. Ilnockocts
¢denmnbHOM rpynnsl Cj7)...Cz) COCTaBISIET C IIOCKOCTBIO MMHUAaso[2,1-b]-
[1,3]6eH30KCa3MHOBOTO ITUKJIA ABYTpaHHBINA yron 112.28°.

Monekybl B KpUCTaJUIe COeANHEHUS 4 00pa3yIoT CTONKHM BJIOJb KPHCTAN-
norpadudeckoro HanpasieHus (0 0 1), a BHYTpH KaXIOW CTOIKHA MOJICKYJTBI
OPHUEHTHPOBAHBI MEX Ty C000H "ToI0Ba K XBOCTY".

Tabnuma 3

Junbl cBs3eii (d), 3HaYeHUsT BAJIEHTHBIX ((0)  TOPCHOHHBIX (T) YIJIOB B MOJIEKY 1€
7-uutpo-2,3-nupenna-SH-umuaazo[2,1-b][1,3]6enzoxcazuna*

CBs13b d, A Vron o, Tpa. Vron T, Tpaj.
Ney=Cq) 1.334(3) CawNaCo) 126.5(2) CaNeCayOq) 0.25
Cay-Oq) 1.361(3) Ne)Ci)Oqy 122.4(2) NoCayOmCe -3.54
O0u)~Cee) 1.391(3) COuCe 117.2(2) Ciy0uCeCes) 3.87
Co—Ce) 1.375(3) OuCeC) 122.2(2) O0wCeCsCao 178.66
CisCu 1.493(3) CoCisCe) 122.7(2) CoCoCwNe -2.01
CaNp 1.447(3) CsCaNe 108.9(2) CanCeNeCa) -176.31

* TlonmHBIA CITUCOK KOOpAWHAT aTOMOB W 3HAYCHUA TEMICPATYPHBIX IMapaMETPOB MOKHO
IOJIy4YUTh Yy aBTOPOB.

1261



Takum oOpazomM, HaMHU TIOKa3aHO, 4TO 1H-a301b1 TOCTATOYHO JIETKO ajKh-
JUPYIOTCA 2-THAPOKCHOCH3WIOBBIMH CIIHPTaMH B YCIOBHSIX TEPMHIYECKOM
KOoHJeHcannu ¢ obpazoBanneM 2-(1H-azoin-1-mmmernin)heHoaoB, KOTOphIe TTPH
HAIMYAA B ToJokeHnH 2 1H-a3o0mma rpymbl, ciocoOHONW K HYKJIeO(pHmIEHOMY
3aMEMIeHNI0, MOTYT TOABEPraThbCs BHYTPUMOJEKYIIAPHON T€TEePOIUKIH3AIH
¢ 0OpazoBaHHEM KOHJICHCHPOBAHHOM CHCTEMBI umuIazo[2,1-
b][1,3]6en30Kca3uHa.

9KCIIEPUMEHTAJIBHASI YACTb

UK crextps! 3anucansl Ha crekrpodoromerpe Shimadzu FTIR-8400S B tabnerkax KBr.
Crexrpst SIMP 'H cusiter ma npu6Gope Brucker AM-400 (400 MI'm) B pactsope JMCO-dg,
BHyTpeHHui crangapr TMC. Macc-cnektpsl moxydensl Ha npudope JMS-D300 ¢ mpsiMeim
BBOJIOM BelllecTBa IpH dHeprun noHmzamuu 70 3B. Uncrora mpoayKTOB KOHTPOJHPOBAIACh
merozoM TCX (Silufol UV-254, smoenT xnopodopm—meranodn, 20:1, nposisnenue B YO cgere).

2-TpudpTopmernnbOen3nMuaazon (2¢) moiaydeH mo wmeroguke mo [11], a 2-Opom-4,5-
nmudennnmumuaason (2f) u 2-metnnmepkantoden3umugason (2g) mo meroauke [12].

Cunre3 2-(1H-azoa-1-unmernia)denonos 3a—f. A. DKBUMOJSApHYIO cMech azona 2a—f
u 2-ruapokcubensmwioBoro cnmupra la—c nHarpeBatror mpu 160-170 °C mpu HHTCHCHBHOM
nepememmBannd B TedeHne 20 wmumH. [IpogykT peakmmM INPOMBIBAIOT  XOJIOJHBIM
JIUXJIOPMETAHOM M KPUCTAIUIU3YIOT U3 ATAHOJIA.

Bb. K pactBopy 2.72 r (40 mmons) numugazona 2a B cyxom TI'® pgobasmsror 1.19 r (10
mMmonb) SOCl,, BBIMABIIKA OCagOK THAPOXJOPHAA HMHAA30Jia OTQUIBTPOBHIBAIOT, a
MOJTYYEeHHBIN pacTBOp Ouc(numuna3on-1-um)cynbpdokrcuaa ObICTpo MpUOABISIOT K pacTBOpy 1.69
r (10 mmonp) 6ensmiosoro cnupra la B TI'®. PeakunonHyo Maccy KUIATAT B T€YEHHUE 2 4,
pacTBOPUTENb OTTOHSIOT, @ OCTATOK KPUCTAJUIU3YIOT U3 cMecH 3TaHoI— IMDA.

12H-Ben3umunaso[2,1-b][1,3]6en3okca3un (5). Cmech 1.64 r (10 MMonb) coenuneHus 2g
n 1.30 r (10.5 Mmmons) 2-ruapokcubensuioBoro cinupra 1b narpesaror 30 mus mpu 160-165 °C
IpU MHTEHCUBHOM IEPEMEIIMBAHNH JI0 NMPEKpameHus BEIIEICHHUS MapoB BOABL IlomydeHHBIH
HPOIYKT JBAX/BI KPHCTAUIM3YIOT U3 METAHOIA.

Terpagropéopar  7-HuTpO-2,3-1Menni-1-3Tuia-SH-umnnazo|2,1-b][1,3]6en3oxca3unus
(6) [10]. K pactBopy 3.69 r (10 Mmmonp) coenuaenust 4 B 50 M aOCOIIOTHOTO TUXJIOpMETaHa
npubasmsiror pactBop 1.9 1 (10 mmons) TetpadTopOopaTa TpPHITHIOKCOHMS B 10 M
JUXJIOPMETaHa | PEaKIHOHHYI0O MAacCy I€pPEeMEMIMBAlOT ITIPH KOMHATHOH TemIepaTrype B
TeueHne 25 wuH. OOpa3oBaBHIMKCS OCAAOK OT(UIBTPOBBIBAIOT M  IOCICAOBATEIHHO
MPOMBIBAIOT JUXJIOPMETaHOM M 3TaHoioM. llomydaroT coeauHeHMe 6 B BHAE SKENTHIX
KPHCTAIUIOB ¢ BhIxomoM 2.91 T (60%), T. . 273-274 °C (u3 JM®A). UK crektp, v, cM
2962, 2854 (CHgpon), 1655, 1628, 1585 (C=C/C=N), 1528 (NO,), 1485 (C=C), 1346 (NO,),
1092 (B-F), 771, 702 (CHpou)-

PentreHocTpyKTypHOe HcceoBaHHe coefuHeHusi 4. KpucTamisl BeIpameHsl U3 CMECH
pactBopureneii JIM®A—stanon (1:2) myTeM MEUIEHHOTO HWCHApeHUS NPH KOMHATHON
TeMIepatype; Il HCCICJOBaHUS ObII BBIOPAaH MOHOKPHUCTAI C JIMHEHHBIMH pa3MepamMu
0.2x0.25x0.3 mm. JKentele wWrompyaTtele KpPUCTAUIBI NPUHAMAISKAT K  MOHOKIMHHOM
cunronun: a = 19.112(4), b =11.207(2), ¢ = 8.092(2) A, B = 94.69(3)°, V = 1727.4(6) A®,
M =1369.36, dy = 1.420 r/cM®, Z = 4, npoctpancTBenHas rpymna P2,/n. [lapaMeTpsl saeiku 1
HabOp OKCHEPHMEHTAJBHBIX OTPAKEHUH W3MEPEeHbl B  aBTOMATHYECKOM  4-KPY)KHOM
muppakromerpe KM-4 (KUMA DIFFRACTION) c¢ y-reomerpueii MeromoM /20
CKaHHPOBAaHHA Ha MOHOXpOMa- TH3HpOoBaHHOM MoKa-m3nmyuernn (20 <50.1°); cermeHT
chepor: 22 < h<22.0<k<13.0 </<9. Beero u3mepeno 3493 orpaxenus, u3 kotopsix 3071
SIBISIIOTCS CHMMETpUYEeCKH HezaBucuMbIMU [R(int) = 0.0223, R(c) = 0.0683]. ITockonbky
KPHUCTAJUIBI HCCJIEAOBAHHOTO COCJMHEHUS HUMEIOT HU3KHE KO3()(ULIMEHTHI MOTJIOIECHUS U
Mallble pa3Mephbl, NONIpaBKa Ha MOrIOMeHHe He BBommmack (i =0.098 mm ). Crpyxrypa
olnpejeleHa npsMbIM MeTofoM 1o nporpamme SIR92 [13] ¢ mocnenyromel cepueil pacueToB
KapT JIEKTPOHHOH IUIOTHOCTH. Bce aTOMBI BOIOpOZA BBIABICHBI M3 PAa3HOCTHOTO CHHTE3a
JJIEKTPOHHON IUIOTHOCTM M YTOYHEHBI B HM30TPONHOM HpuOmmkeHun. I[lomHoMarpudHOe
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aHM30TpOIHOE (111 HeBoAOpoAHbIX aToMoB) yTouHeHne MHK no nporpamme SHELXL 97 [14]
3aBepineHo npu Ry = 0.0444, wR, = 0.1119 no 1488 otpaxenusm ¢ [ > 2o([), GooF 0.856.
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