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CUHTE3 UMUIA30[4,5-¢][1,3] THA30JIO(3,2-5][1,2,4| TPUAZUHOB

AnxunupoBaHueM Teprunpoumunaso[4,5-e][1,2,4]tpua3un-3-THoHOB  OPOMYKCYCHOM
KHCJIOTOW CHHTE3MPOBAHBI HEM3BECTHBIC paHee mmuaas3o[4,5-e][1,3]rnazono[3,2-h][1,2,4]-
TPHA3HUHBI, CTPOCHUE KOTOPHIX MmoaTBepxkaeHO PCA.

KiroueBnle ciioBa: OpoMyKcycHas KuciIoTa, uMmHnaso[4,5-e][1,3]tuazono[3,2-b]-
[1,2,4]tpuazunsl, nepruapoumuazol4,5-e][1,2,4]rpuazun-3-THOHBI, aTKUIUPOBAHUE.

[IpousBoansie 1,2,4-Tpra3vHa TPOSIBIAIOT MIMPOKHM CHEKTP OHOIOTHYECKOH
aKTUBHOCTU. A3aHYKJIECO3HIbI, conepxkamue 1,2,4-Tpra3uHOBBIN UK, HAIpUMEp
6-a3anuTO3MH M 6-a3zaypaluii, OKa3blBalOT NMPOTHBOBUpPYCHOe [1, 2] u mpoTuso-
omyxoneBoe aeiicteue [3, 4]. M3BecTHbIi mpenapaT azapuOuH (TpuaneTmi-6-a3a-
YPUAMH) HCHOJB3YIOT I JIEYEHUS BUPYCHBIX, TPUOKOBBIX 3a00J€BaHUI H
ncopuasza [5]. Onucanbl KOHACHCHPOBaHHbIC 1,2,4-TpUa3uHbl ¢ aHTHIIPOIU(Epa-
TUBHOW [6—8], TPOTHBOrPpHOKOBOW ¥ aHAIBIEeTHYECKOW aKTUBHOCThIO [9—12].
Twuazono[3,2-b]- nnm tnazomno[2,3-c][1,2,4]TpuasuHpl 00IaNAIOT AHTHACTIPECCUB-
HeiMH [13], antu-BUY u mpoTrBOpakoBeIME cBoMicTBamu [14].

OngHuM W3 METOJIOB MONyYeHHs Tuazono[3,2-b]- wim Ttuazonol2,3-c][1,2,4]-
TPHA3MHOB SBJISIETCS KOHAeHcarus Tterparuapo|l,2,4]tpuasun-3(2H)-THOHOB C
rajJOreHyKCYCHBIMM KHCIIOTaMH WM UX 3(QUpaMy NpHU KUILSTYCHUH B 3TaHoiue [13].
Orta xe peakius B npucytctBud NaOAc, NaOH nnu KOH npuBoauT k npoaykram
S-anmkunupoBaHus TpUasUHTHOHOB — (1,2,4-Tpua3uH-3-nicynb(aHui)yKCyCHBIM
KHCJIOTaM, KOTOPbIE IUKIM3YIOT B THA30JIOTPHA3HUHBI IEHCTBUEM BOIHOU MIENOYH,
KHCIIOT WX YKCYyCHOTO aHruapuaa [14—17].

B nacrosimiedt paboTe C I1I€NbI0 CHHTE3a HOBBIX MMHIa30[4,5-¢][1,3]ruazomno-
[3,2-b][1,2,4]Tpra3uHOB W3YYCHO QIKWIMPOBAHUE TMepruApouMuaa3ol4,5-el-
[1,2,4]Tpra3znuH-3-THOHOB raloreHyKCyCHBIMH KHCIOTaMHU.

Panee mMblI cuHTE3MpOBaNIM THA30J0TPHA3NH 1a ATKUITMPOBAaHUEM TPHUA3UHTHOHA 2a
OpOMYKCYCHOW KHCIIOTOH B KHIISIIEH YKCyCHOU KHCioTe B mpucyTcTBUU NaOAc
[17]. OgHako mpu HMCTOJNB30BAHUN MPOM3BOMAHBIX TPHAZUHTHOHOB 2b,c B 3THUX
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Tabnuma 1

DU3UKO-XHMUYECKHE XapaKTePUCTUKUH CUHTE3UPOBAHHBIX coeIMHEeHUit

—
o | o o R b
C H N S )

b | CsHyN:O,S % % % % 238240 | 60 (65)*

le | CloHisNsO,S % % % % 98-100 | 63 (68)*
4 | CHN;0S % % % % 315-317 14
5 | CyHBIN,OS % % % % 272-275 9
6a | CsHpBrNsO,S % % % % 215217 59
6b C1oH16BrNsO,S % % % % 188-190 71
7a | CsH;3NSO5S % % % % 178-180 50
9a | CgH};BrN;OS; % % % % 224226 69
9b | CyoH,(BrN;OS, % % % % 183-185 74
10a | CgH3NsO5S, % % % % 205-207 72
1a | CgHyNsOS, % % % % 237-239 71
11b | CyoH;sN50S, % % % % 235-237 66
He | CioHpNs05S, % % % % 195-197 56

* BbIxoJ] yKa3aH IJisl COeIUHEHHMH, MOJTydeHHBIX MeToIoM b, B ckoOkax — meToom B.

YCIIOBUSIX PEaKIVsl MPOTEKACT HECEICKTUBHO W KOHICHCHUPOBAHHBIC TPHUIMKIIH-
yeckue coeanHeHus lb,c oOpazyrorcs ¢ Beixogamu He 6omee 10—-15%. IIpu atom
Cpeau TPOIYKTOB PEakIMy OOHAPYKEHBbI TaKKe T'MIaHTOWMHBI 3a,b, 3-amuHO-
2-MMUHOTHA30IHIUH-4-0H 4 U €ro THAPOOPOMU 5.

I'unanTonsbl 3a,b HaeHTHHIEpPOBaHbI 0 criektpam SIMP 'H [18, 19] ymapen-
HBIX JIOCYXa PEaKIIMOHHBIX CMECE, a coelnHeHns 4 U 5 BbIJIETIEHBI ¢ BbIXOJamMu 14 u
9% cooTBeTCTBEHHO (TabI. 1).

UccnenoBanue BIUSHUS pacTBOPHUTENs] W TEMIIEpaTyphl Ha HampaBJeHHE
peaknuy TPUA3UHTHOHOB 2b,c ¢ OPOMYKCYCHOHW KHICIIOTOHM MOKAa3ayio, 4TO THAPO-
OpoMuUIBI TeNEeBBIX THA30110[3,2-b]TpuazuHoB 6a,b 00paszyroTCs ¢ BeIXOAaMu 59—
71% B ykcycHol kuciiote npu Oonee Huskoi temreparype (50-60 °C). Peaxius
npoTekaeT pernocrermpnyno, B crekrpax SIMP 'H ymapeHHBIX 10CyXa peakiii-
OHHBIX CMecell curHayioB THasoino[2,3-c][1,2,4]tpuasunoB He oOHapyxeHo. OCHO-
Banusa 1b,c momyuensl ¢ Beixogamu 60-63% pgeiicTBHEM BOJHOTO pacTBOpa
NaHCOj; Ha runpoopomust 6a,b.

BrCH,COOH
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HarpeBanue coenunenuii 2b,c ¢ OpOMyKCyCHOH KHCIOTOW W HEOOIBIIHM
n306iTkOM NaOAC B KHUIISIIEM 3TaHOJIE MPUBOJUT K UMH1a30TpUa3uHTHOHaM 1b,c
¢ BbixoaaMu 65—68%. Ilpu ucronbp30BaHNM B Ka4eCTBE aJKUIMPYIOIIEr0 peareHTa
MeHee aKTUBHOM XJIOPYKCYCHOM KUCIIOTHI 00pa3yeTcsi coeluHeHue 7a.

CICH,COOH Me g
yp _FOH NaOAc A O:<NI \JN\
- OH
}\I N S/\n/
Me H

7a 0

Crpoenue ruapodbpomunoB 5 u 6b noareepxaeno PCA (pucysok). ['eomerpuye-
CKH€ TMapaMeTphl TeTePOLUKIOB B KPUCTAUIaX OOOWX COEIWHEHHWH IONaJaloT B
JIMara30H 3HAYCHUH, XapaKTePHBIX JIs TeTEPOIMKIIOB JJaHHOTO TUMNa (CM., HallpH-
mep [17, 20, 21]). Tua3onuIUHOBEIA MK TUIOCKWAH, BBIXOI aTOMOB W3 CpEIHE-
KBaJpaTHUHOH mockoctH He mpepbimaer 0.01(1) A. B cmyuae coenmnenns 5
JOTIOJTHUTENLHBINA BKJIQJ B CTAOMIIM3AIMI0 TaKOH KOH(POPMALUK MOKET BHOCHTb
BHYTpHUMOJIeKysipHast BogopoaHas cBsi3b N(5)-H"N(3) (paccrosame N-'N
2.763(4) A, yrom N-H-"N 100(1)°). Kondopmamus HMHIA30IHIHHOBOTO H
TPUA3MHOBOTO IMKIOB B coenuHeHHMH 6b — "TBUCT" ¢ BhIXOmOM aTtomoB C(1)
(0.24(1) A), C(3) (-0.14(1) A) m C(1) (0.16(1) A), N(3) (-0.34(1) A) cootBercTBEHHO.
[locnennuit atoM B TpHa3MHOBOM (parMeHTE 3aMETHO MHpaMHUAAIN30BaH: CyMMa
BaJICHTHBIX YIJIOB TIpH HEM cocTaBisieT 334.3(3)°. Jlnsa cpaBHEHHS: 3TO K€ 3HAUC-
HUe B cirydae atoma N(5) pasHo 359.7(4)°.

B kpucramnax coenuaennid 5 u 6b Monexysisl 00BEAUHAIOTCS BOIOPOIHBIMHU
cBa3siMmu N—H'*Br B 1enid U IEHTPOCUMMETPUUYHBIE JTUMEPHl COOTBETCTBEHHO
(paccrostaue N-*Br coctaBnser 3.340(3)-3.648(3) u 3.185(4)-3.346(5) A, yron
N-H-'Br — 155(1)-176(1) u 139(1)-175(1)°). B nepBom ciy4yae Hanuuue IBYX

a b

Br[ﬂ@

OO6umii Bux ruapoOpoMunios 5 (a) u 6b (b) B mpeacTaBIeHUN aTOMOB
QJUTAIICOUIAMU TEIUIOBBIX KojeOaHuii ¢ 50% BEpOsTHOCTHIO
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NH,-rpynmm  takxke crnocoOctByer obOpazoBanwio N-H'*O BomopomHbIX CBsizeit
(pacctosane N0 3.018(3) A, yrom N-HO 112(1)°), koTopble HPUBOAAT K
"cnBoeHuto" yka3zaHHbIX Bbilie N—H:'Br-cszannbix nemneit. Taxxke cTOUT oTMe-
TUTH JOCTAaTOYHO MpoYHbIe B3anMoneicTus n(Br)—o*(C-S) B 00enx crpykrypax
(paccrosame S 'Br 3.481(3) A B THmpobpomume 5 m 3.453(4)-3.594(4) A B
runpo6pomuse 6b, yron C-S++Br 175.7(1)° B ctpykrype 5 u 158.0(2)-172.4(2) A B
coemuHenun 6b) u S(1)O(1) B xpucramte rugpodpomuaa 5 (paccrosuue S...0
2.9143) A, yrom C-SO 161.1(1)°). ®opmupoBanre TpPEXMEpHOro KapKaca
3aBepmarot Oonee crnadbie koHTakTEl C—H...O u C—H*"Br, a Taxxe Br'n B kpuc-
tayute coeaunennsa S u C-H--'n, O--"n u H'-"H B kpucranne rugpodbpomuna 6b.
NmupazorpuasuaantHoHsl 8a,b pearnpyror ¢ OpOMYKCYCHOW KHCIIOTOH B
YKCYCHO# KUCIIOTE ¢ 00pa3oBaHueM ruapodopomuioB 9a,b (tadu. 1). [Ipu nposene-
HUM peakliy B KUIIAIIEM 3TaHOJE COSANHEHUE 8a alKuInpyeTcs TOJIbKO M0 aTOMY
cepsl U mpeBpamaerca B kuciaory 10a. Mmupazotuazonorpuasunsl 11a.b momy-
YeHBI U3 THAPOoOpoMIIoB 9a,b neiictBrem BogHOro pactBopa NaHCO;, a armerui-
npousBogHoe 11¢ — u3 xucioTel 10a HarpeBaHWeM B YKCYCHOM aHTUapHAe. Bbxospl
coeauHenuii 9a.b, 10a u 11a—c coctaBisrotr 69—74, 72 u 56—71% COOTBETCTBEHHO.

(0]

BrCH,COOH S_ﬁ/ I )\//g

R AV R "HBr "
VN 50-60 °C 9a,b
: “NH (
N NS N (®oMo) Mg Ac,0
R sab \ 50 °C K e
® BrCH,COOH <
EtOH, NaOAc I )\ OH
A A{f

M
8,9,11aR=Me,bR=Et;11cR=Me;11a,bR1=H,cR1=Ac

CocraB coenunenuit 1b,c, 4, 5, 6a,b, 9a,b, 10a, 11a,b noaTBepKAEH TaHHBEIMU
3NIEMEHTHOr0 aHanm3a, a crpykrypa — IMP 'H n C u macc-crextpockonueit
(tabmn. 1, 2). B Macc-criektpax coemuaenwmii 1b,c, 4, 11a—¢ mpUCyTCTBYIOT HHTCHCHB-
HBIE IUKU MOJIEKYJIAPHBIX HOHOB, B CIIEKTpax coneii 5, 6a,b, 9a,b — muxu [M-HBr]",
B crieKTpax kucnotT 7a u 10a — nuxu [M—H,0]".

Takum o0pazom, pernocrnenu(puIecKiM aTKIITHPOBAHUEM MEPTHIPONMHUAA30-
[4,5-€][1,2,4]Tpna3un-3-THOHOB OPOMYKCYCHOM KHCIOTON CHHTE3HMpPOBaHBI HOBBIE
umunaso[4,5-e][1,3]tuazono[3,2-H][1,2,4|Tpua3uHsl.

SKCIIEPUMEHTAJIBHASI YACTb

Criextpst IMP 'H u °C 3aperucrpuposans! Ha cniekrpomerpe Bruker AM-300 (300 u
75 MTI'n coorBerctBeHHO) B JIMCO-ds, BHyTpennuii cranpapr TMC. Macc-crieKTpsl
3anucadsl Ha mpubope Kratos MS-30 (3Y, 70 3B). DneMeHTHbI aHamn3 BBHINOJHEH Ha
npubopax Perkin Elmer 2400 CHN Analyzer u EuroVector Euro EA Elemental Analyzer.
Temnepatrypsl m1aBjIeHuUs onpeesieHbl Ha mpudope Sanyo Gallenkamp.

5,7-Anankun-3-tuokconepruaponmunasol4,5-e][ 1,2,4]rpua3un-6-onp1(THOHE) 2b,c (8a,b)
CHUHTE3UPOBAHBI 0 MeToIMKaM [22, 23].
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CnekrpajibHble XapaKTePUCTHKH CHHTE3UPOBAHHBIX COeJUHEHUMH

Tabnuma 2

CHZ?:;_ Crextp SIMP H, §, ™. 1. (/, T'm) Crextp SIMP Be, 8, m. o I\:[na/gc(zzfl;zg)’

1 2 3 4

1b  |2.56 (3H, ¢, NCH;); 2.73 (3H, ¢, NCH;); |26.9 (NCHs); 27.8 (NCH;);| 241 [M]
3.92 (1H, n, J=17.1) u 3.98 (1H, x,|29.1 (SCH,); 64.8 (CH); 65.8 (100)
J=17.1, SCH,); 4.63 (1H, n, J=5.9,|(CH); 152.1 (C=N); 1588
CH); 4.73 (1H, 1, J=5.9, CH); 6.71|(C=0); 166.8 (C=0)
(1H, ymr. ¢, NH)

1c 0.94 (3H, 1, J=17.0, CH,CH;); 1.11 (3H, | 12.7 (CH;); 13.3 (CH;); 28.9| 269 [M]"
1, J= 7.0, CH,CH;); 3.04-3.11 (3H, M) |(SCH,); 34.2 (NCH,); 35.0 (100)
1 3.25-3.32 (1H, M, 2NCH,); 3.91 (1H, | (NCH,); 62.6 (CH); 63.9 (CH);
n J=17.0) u 400 (1H, n, J=17.0,{152.0 (C=N); 157.8 (C=0);
SCH,); 4.78 (2H, ym. c, 2CH); 6.64|166.7 (C=0)
(1H, ¢, NH)

4 [3.92 (2H, ¢, CH,); 8.06 (1H, ¢, NH); |32.0 (CH,); 157.7 (C=N); 172.3| 131 [M]"
11.74 (2H, ¢, NH,) (C=0) (100)

5 427 (2H, ¢, CHy); 5.75 (2H, ym. c,|31.9 (CH,); 170.2; 174.7 131 [M—HBt]"
NH,); 10.95 (2H, ym. ¢, N'H,) (55)

6a |2.58 (6H, ¢, 2NCHs); 4.11 (1H, n,|27.3 (NCHj;); 27.7 (NCH,);|241 [M-HBr]"
J=17.5)u4.16 (1H, 1, J=17.5, SCH,); | 31.3 (SCH,); 63.8 (CH); 66.0 (100)
496 (1H, 1, J=6.3, CH); 5.11 (1H, n,|(CH); 147.9 (C=N); 157.8
J=6.3, CH); 7.59 (2H, ym. ¢, NH, N'H) | (C=0); 167.1 (C=0)

6b [0.95(3H,1,J=7.0, CH,CH;); 1.11 (3H, | 12.6 (CH3); 13.4 (CHs); 30.7|269 [M-HBr]"
1, J = 7.0, CH,CH3); 3.05-3.16 (3H, m)|(SCH,); 34.7 (NCH,); 35.2 91)
¥ 3.30-3.42 (1H, M, 2NCH,); 4.05 (1H, | (NCH,); 62.0 (CH); 64.3 (CH);
n, J=17.5) u 415 (1H, n, J=17.5,{147.0 (C=N); 157.2 (C=0);
SCH,); 5.01-5.05 (2H, M, 2CH); 6.79|167.1 (C=0)
(2H, yur. ¢, NH, N'H)

7a  |2.55(3H, ¢, NCH;); 2.61 (3H, ¢, NCH;); |26.8 (NCHj3); 27.2 (NCH,); |241 [M-H,0]"
3.58 (1H, n, J=159) u 3.65 (1H, n,|32.4 (SCH,); 65.3 (CH); 68.2 (84)
J=15.9, SCH,); 4.67 (1H, n, J=17.8,|(CH); 146.0 (C=N); 158.2
CH); 4.82 (1H, n, J=7.8, CH); 6.89 |(C=0); 170.2 (COOH)
(1H, ymr. ¢, NH); 7.63 (1H, ym. ¢, NH);
12.76 (1H, yw. ¢, COOH)

9a 2.88 (3H, ¢, NCH3); 3.08 (3H, ¢, NCH3); | 31.0 (SCH,); 31.3 (NCHj;); 31.6 | 257 [M-HBr]"
3.99 (1H, 1, J=17.3) u 4.06 (1H, x, |(NCHs); 65.1 (CH); 68.7 (CH); (100)
J=17.3, SCH,); 5.09 (2H, yur. ¢, 2CH); | 164.1 (C=N); 167.0 (C=0);
6.98 (2H, yu. ¢, NH, N'H) 182.6 (C=S)

9b [0.99 (3H, 1,J=6.9, CH,CH;); 1.16 3H, | 11.8 (CH;); 12.9 (CHs); 30.1 |285 [M—HBr]"
1, J = 6.9, CH,CH;); 3.31-3.58 (3H, M) |(SCH,); 38.1 (NCH,); 38.5 (65)
1 3.81-3.91 (1H, m, 2NCH,); 3.98 (1H, | (NCH,); 63.7 (CH); 66.9 (CH);
n,J=172)n4.06 (1H, i, J=17.2, SCH,); | 159.0 (C=N); 166.8 (C=0);
5.13 (1H, 1, J=7.0, CH); 5.21 (1H, &, |181.0 (C=S)
J=17.0, CH); 8.90 (1H, ¢, NH, N"H)

10a |2.87 (3H, ¢, NCH;); 2.93 (3H, ¢, NCH;); | 31.3 (NCH;); 32.3 (SCH,); 68.0| 275 [M]" (19),
3.57 (1H, n, J=16.1) u 3.66 (1H, x,|(CH); 71.9 (CH); 146.6 (C=N);|257 [M—H,0]"
J=16.1, SCH,); 5.02 (1H, n, J = 8.6, 170.0 (COOH); 181.1 (C=S) (100)
CH); 5.05 (1H, 1, J = 8.6, CH); 7.13 (H,
¢, NH); 7.69 (1H, yur. ¢, NH); 12.74 (1H,
yur. ¢, COOH)

11a |2.89 (3H, ¢, NCH;); 3.07 (3H, ¢, NCH3); [ 28.9 (SCH,); 30.8 (NCH3); 31.1| 257 [M]"
391 (1H, 1, J=17.0) u 4.00 (1H, x| (NCHs); 66.6 (CH); 68.0 (CH); (100)

J=17.0, SCH,); 4.79 (2H, ymr. ¢, 2CH);
6.84 (1H, ym. ¢, NH)

153.4 (C=N);
182.6 (C=S)

166.6 (C=0);
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OkoHYaHHMe TaOMUIBI 2

1 2 3 4

11b |0.99 (3H, 1, J=7.0, CH,CH;); 1.18 (3H, | 11.8 (CHs); 13.0 (CHj;); 29.5| 285[M]"
T, J = 7.0, CH,CH,); 3.25-3.59 (3H, m) | (SCH,); 38.0 (NCH,); 38.4 (100)
u 3.79-3.88 (1H, m, 2NCH,); 3.93 (1H, | (NCH,); 64.0 (CH); 66.7 (CH);
K J=169) u 4.03 (1H, 1, J=16.9,|147.8 (C=N); 166.8 (C=0);
SCH,); 5.01 (1H, n, J=6.8, CH); 5.09|180.9 (C=S)
(1H, n, J=6.8, CH); 6.96 (1H, ym. c,
NH)

11c |2.27 (3H, ¢, COCH;); 2.92 (3H, c,|21.1 (CH;); 29.2 (SCH,); 30.9| 299 [M]"
NCHs); 3.08 (3H, ¢, NCH;); 4.13 (1H, 1, | (NCH;); 31.4 (NCH;); 66.6 o1
J=17.1)n4.22 (1H, 1, J = 17.1, SCH,); | (CH); 68.6 (CH); 151.3 (C=N);
5.30 (1H, xn, J = 7.1, CH); 6.22 (1H, n,|164.4 (C=0); 168.2 (C=0);
J=17.1,CH) 182.5 (C=S)

AJKHINPOBAaHHE HMMHIA30TpUa3uHOB 2b,c OpoMykcycHoi kucaoroii. A. K 7 mmons
nvupazotpuasuHa 2b,c, 0.93 r (7 Mmmons) OpomykcycHo# kuciotel u 0.57 T (7 MMonb)
NaOAc go6asmsrot 15 mi negsaoit AcOH 1 KUIIATAT NpH IepeMenInBaHuy B TeueHue 1 4.
BeinaBimii mocie oXiaxJeHUs] pPeaKkIMOHHONW CMECH OCaZoK TMApoOpoMuia 5 OThMIb-
TPOBBIBAIOT U HEpPEeKpUCTAN30BbIBAIOT M3 ACOH. DuibTpar OCTaBIAIOT Ha HOYb INPH

KOMHAaTHOM TeMIeparype,

BBIMABIIMI OCagoOK cMecH coenuHeHnd 4 u  6a,b  ot-

(UIIBTPOBBIBAIOT U Pa3ACNSIOT APOOHON KpUCTAUIM3alMed U3 MeTaHoia. BeIXoas! rumpo-
opomunoB 1,3-nuankmi-3,3a,9,9a-rerparuagpoumunaszo[4,5-¢][1,3]tuazomno[3,2-6][1,2,4]-
tpuaszun-2,7(1H,6H)-nnoHoB 6a,b ne npessimaror 10-15%.

b. K 3 mMmonps umunasorpuazuna 2b,c u 0.42 v (3 MMoiIb) OPOMYKCYCHOH KHCIOTHI
no6asistor 10 Mt emstHoit AcOH u nepemernmBator nipu 50-60 °C B Teyenne 2 4. PactBop

Tabnuma 3

OcHOBHBIE KPHCTALIOTPadUYecKUEe JaHHbIC H IapaMeTPbl YTOYHEHHs coeuHeHuii S u 6b

[Tapamerp 5 6b
prTro-(bopMyna C3H6BI'N3OS C10H16BTN5OZS
MonekynsapHas Macca 212.08 350.25
T,K 120 293
Kpucrannmgeckas cucrema MoHOKJIMHHAS MoHOKIMHHAs
IIpocTpancTBeHHas rpymma P2,/n P2\/c
Z 4 4
ITapameTpsl dr1eMeHTapHON STYSHKHU:

a, 7.1996(8) 10.694(5)
b, A 8.7790(10) 12.516(6)
c, A 11.0130(13) 11.102(5)
o, Tpa. 90.00 90.00
B, rpan. 101.027(2) 96.457(10)
Y, Tpa. 90.00 90.00
v, A’ 683.23(14) 1476.6(12)
ygyas TCM 2.062 1.576
e 62.42 29.31
F(000) 416 712
20/max> TP 58 52
Yucno u3MepeHHbBIX OTPaKEHUH 7167 4194
Yucnno He3aBUCUMBIX OTPaXKCHUM 1797 2808
Yucno orpaxenuii ¢ [ > 20([) 1470 1771
KonuuecTBo yTOUHSEMBIX TapaMeTPOB 82 172
R1 0.0306 0.0478
WR2 0.0659 0.1221
GOOF 1.004 1.001
OcrtaTo4Has 3JeKTPOHHAS TIOTHOCTb, eA” (dpin/dmax ) | 1.087 /-0.434 0.539/-0.558
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OCTaBJISIOT Ha HOYB MPH KOMHATHOHM TeMIlepaType, BRIMABIINN 0caloK ruapodpomuaa 6a,b
OT(UIBTPOBBIBAIOT, PacTBOPsOT B 10—15 M Boabl, mpubasistor 10% BomHBIN pacTBOp
NaHCO; nmo pH 7-8 m mepememuBaloT B Te4eHHWE 5 MHH. BhImaBmmii ocamoK THA30J10-
Tpuasuna 1b,c oTGUILTPOBBIBAIOT U CyLIAT.

B. PactBopsitor 3.0 MMone nmuaazotpuasuna 2b,e, 0.42 r (3.0 MMonb) GpoMyKCyCHON
kuciotel 1 0.26 1 (3.2 mmons) NaOAc B 10 min EtOH u xunataT npu nepeMeniMBaHui B
TeueHne 2 4. 3aTeM PEakIMOHHYI0 CMECh OCTaBJIAIOT NPU KOMHATHOW TeMIlepaType, BbI-
MaBIIUHA 0ca/IoK coeauHeHus 1b,¢c oTGUIBTPOBBIBAIOT U CyIIAT.

[(5,7-AumeTnn-6-0xco-4,4a,5,6,7,7a-rexcarugpo-1H-umuaso|4,5-¢|[1,2,4] tpuasun-
3-mwin)cyabpanmilykcycHnas kuciora (7a). Cycnensuro 0.40 T (2 MMOIb) UIMHIA30TPHA3HHA
2b, 0.19 r (2 mMonp) xnopykcycHoit kuciotsl u 0.17 r (2 mmonp) NaOAc B 10 M EtOH
KAIATAT TIpH TEpEeMCIIMBaHUKA B TeueHWE 2 4. PacTBOpHTENh OTTOHSIOT, OCTAaTOK
MEePEeKPUCTAINTIN30BEIBAIOT U3 cMecH arleToi—-MeOH, 1:2. Beixon 0.25 1 (50%).

1,3-Inanxua-2-tuokco-1,2,3,3a,9,9a-rekcaruapoumunaso|4,5-¢] 1,3 tuazo.io[3,2-b]-
[1,2,4]Tpna3un-7(6H)-oubl 11a,b u ux ruapodpoMuabl 9a,b MOIy9IarOT aHAIOTHYHO
coemuuenusiM 1b,e um 6a,b ankunmpoBanueMm wumHAazoTpuasuHoB 8a,b OpomykcycHoi
KHUCJIOTOM 1o MeToay b.

[(5,7-AumeTni-6-tnokco-4,4a,5,6,7,7a-rexcaruapo-1H-umunaso[4,5-¢][1,2,4] rpuazun-
3-mn)cyabdpanmi]ykcycnass kuciaora (10a). PactBopsror 0.65 v (3 MMoib) mMmmgazo-
TpuazuHa 8a, 0.42 r (3 Mmmoinb) 6pomykcycHoit kuciotsl 1 0.25 T (3 Mmoss) AcONa B 10 M
EtOH u kunstst npu nepeMeuIMBaHUM B TeueHHE 2 4. PeakUMOHHYIO CMECh OCTaBIISIIOT
TIPY KOMHATHOH TeMIlepaType, BBIIABIINA 0cafoK KACIOTH 10a OTQMIBTPOBRIBAIOT U CYIIAT.

9-Anerui-1,3-1umeTnin-2-tuokco-1,2,3,3a,9,9a-rexcaruaponmuaazo|4,5-¢][1,3] tna-
30410[3,2-b][1,2,4] Tpuasun-7(6 H)-on (11c¢). PactBopsrot 0.55 r (2 Mmonb) kuciots! 10a B
5 M Ac,O u nepememmBatot npu 50 °C B teuenue 2.0-2.5 4. O6pa3oBaBIIHIiCcS 0cagok
OT(HUIBTPOBHIBAIOT U MEPEKPUCTAIUIN30BEIBaOT U3 EtOH.

PenTreHonudpakuuoHHble HCCIeI0BAHMA CcOeAMHeHHMId 5 W 6b mpoBoaunu Ha
mudppakromerpe SMART 1000 CCD (MoKo-u3nyuenue, rpadUTOBbII MOHOXPOMATOP,
®-ckanupoBanue). CTpyKTypbl paciiippoBaHbl NpsSMbIM MeToaoM M yrouHensl MHK B
AQHM30TPOITHOM TOJIHOMATPUYHOM NpHONMkeHun 1o F2hkl. Atomer Bogopona NH-rpynm
JIOKAJIM30BaHbl M3 pPa3sHOCTHBIX @Dypbe-CHHTE30B 3JIEKTPOHHOW IUIOTHOCTH. [lo3uiim
OCTaJIbHBIX aTOMOB BOJIOpOJIa PAacCUMTaHBl reoMeTpHdecku. Bee aTombl Bojopoaa yTod-
HEHBI B M30TOIHOM MPUONIDKEHUH 10 Mojaenu "Hae3mHWK". Bce pacdyéThl mpoBeIeHBI 1Mo
komrurekcy nporpamm SHELXTL PLUS. INonras kpucramtorpadudeckas HHPOPMALUS O
coequHEHUSIM S m 6b nemormpoBaHa B KeMOpmmkckoM OaHKE CTPYKTYPHBIX HTaHHBIX
(memmonenTsr CCDC 906498 1 CCDC 906499 coOTBETCTBEHHO).
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