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R'=R?=0Me, R" + R? = OCH,0; R® = H, OMe; R* = Ph, 2-furyl, 2-thienyl, 4-pyridyl

4-Apun-2-mMeTHnOyTaH-2-0Jbl, 3aMeIeHHbBIE METOKCH- WM METHJICHIHOKCHIPYIIaMH, B3aUMOJCHCTBYIOT B NPHCYTCTBHH KHCIOTHI
(H,SO4, MeSO;H) ¢ mermntnonmanatom no peakuuu I pada—Purrepa, obOpasys ¢ HeBeicokumHu Bbixomamu (11-35%) 1-mermi-
cynbdanmi-2-0eH3a3en1Hbl, KOTOPbIE [UKIH3YIOTCS ¢ OCH3THAPA3UIOM WM THAPA3UIaMH TeTapeHKapOOHOBBIX KUCIIOT TPH KHILTYCHUH
B opmo-AuxiIopOeH30i1e B COOTBETCTBYIOMmMUE 3-heHmn- u 3-retapui-6,7-guruapo-SH-1,2,4-tpuasono|3,4-a][2]0eH3a3emuHbI (BBIXOIBI
45-74%).

KnroueBble cioBa: 4-apri-2-MeTHIOyTaH-2-071b1, OeH3[c]a3enuHbl, THIPA3HIbl TeTapeHKapOOHOBBIX KHCIOT, METHIATHOIMAHAT, 1,2,4-TpH-

a3o010-2-0eH3a3enuHEl, peakuus Purrepa.

@®opmHupoBaHHE HW30XWHOJIMHOBOTO IMKJIA peaKknuei
I'pada—PurTepa M3BECTHO C CEpEIMHBI MPOILIOrO BEKa,'
O/IHAKO IIHUPOKOE BHEIPEHHE B MPAKTUKY TI€TEpOIMK-
JMYECKOM XMMHHM 5Ta peakuus MoJyduiaa OJylarojaaps
pa6oram B. C. Illknsesa u ero HayuHoii mkonsl.” Kak uu
CTPaHHO, BO3MOKHOCTB ITOJIy4EHHS CEMHWICHHOTO 2-0eH3-
a3eMUHOBOrO 1MKJIA peakuuel Purrepa monro ocrasanach
06e3 BHHMMaHHA HCcliefoBaTeneil. B nmreparype ommcan
TOJIBKO OJMH Cllydail CHHTe3a 2-OeH3a3eNMHOB peakiuen
PI/ITTep8.3 B kecTkux ycnosusx (MeSOs;H, 150°C, 6 4). Mur
MOCTaBWJIM LENbI0 PACHIMPUTH STy METOAOJOTHIO IS
TOJTYYCHHUA CEMUWICHHBIX TUKIIOB — MIPONU3BOJHBIX 2-0eu3-
azenuHa. beH3a3enmnHOBEHIMN cKkad @O BXOAUT B COCTaB
MHOTHX GHOIIOrHUECKH aKTHBHBIX aJKalouioB’ 1 0671aaer
Pa3HOCTOPOHHEH GHONOrHIECKOi aKTHBHOCTHI0.. Omy6iu-
KOBaHO HECKOJIbKO 0030pOB 10 METOJaM CHHTE3a IPOMU3-
BOJHBIX 2-Oen3azenuna.’

IlepBoHauanbHBIE OIBITHI MOKA3aJIH, YTO TAKUE CHUHTOHBI,
KaKk JSTHINHMAHOALETaT M OEH30HUTPWI, B KIACCHYECKHX
ycnoBusix peakiuu Purrepa (20°C, 10 3KB. KOHIEHTpHU-
poannoir H,SO, Ha 1 2kB. cMecum kapOuwHonma la u
HUTPWIIA) HE B3aNMOJICHICTBYIOT C TPETUYHBIM KapOMHOIOM
la (cxema 1). B oboux cmyuasx (¢ Beixomamu 45 u 53%

© 2021 JlaTBHHCKHIT HHCTUTYT OPraHUYECKOTO CHHTE3a

COOTBETCTBEHHO) OBUT BBLAENEH 5,6-mumeTokcu-1,1-mam-
METHIMHAAH KaK TPOLYKT BHYTPUMONCKYIAPHOH IMKIH-
3alMd UCXOJHOTO KapOuHona la. Tem He MeHee CHUHTE3
a3eMMHOBOTO IWKJIA YIaeTcsl MPOBECTH, €CIH B3ATh Ooee
HYKJICO(DUIBHBIA HUTPWI, KAKUM SIBISICTCS METUIITHO-
MaHar. 3aMmelleHHble 3,3-AuMeTnI- 1-MeTHICYIb(haHuII-
4,5-nmuruapo-2-0eH3a3enuHbl  2a,b  OBUTH  MONYYEHBI C
BeIXOgaMu 32 u 35%.
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aR'=R?=0Me, R®=H; bR'=R?=R3=0Me

VYCTaHOBIIEHO, YTO B PEAKIUI0 BCTYHAIOT TOJBKO
AKTUBHPOBAHHBIE METOKCH- WM METHICHIHOKCUTPYIIIIAMH
4-apui-2-metunOyTtan-2-o16l. B ciyyae MeTHICHIMOKCH-
MPOU3BOJHOTO 1¢ IMOKCOTAHOBBIA WMKI pa3pyIIaeTcs B
koHreHTpupoBanHoH H,SO,;, MO3TOMY KOHIEHCAITUIO
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kapOuHOia 1¢ ¢ METHWJITHOIIMAHATOM TIPOBOJWIM B TIPH-
cyrctBur MeSOs;H. Breixon 1ieneBoro coeiuHeHus 2¢ ObLT
HeBbICOKUM (11%), OCHOBHBIM HPOAYKTOM ObLT crmpaH 3
(cxema 2). Coenmuenus 2¢ u 3 ObUIH pa3esieHbl XpOMATO-
rpaducii Ha KOJOHKE ¢ CHIIMKATrelIeM.

Cxema 2
<o Me MeSCN
_— >
o HO  Me MeSO3H, CH,Cl,
r, 0.5 h

2¢ (11%)

3 (33%)

Oo6pazoBanue THOIPUPOB 2a—C U CIIHpaHa 3 TOATBEPK-
JeHo NaHHBIME crekTpo SMP 'H wu BC, a rakxe
PEHTTEHOCTPYKTYPHBIM aHAJIN30M (Ul COCOMHEHHUH 2¢ |
3). B cnektpax SIMP 'H coenunenuit 2a,b Habmonaworcs
TPHUIUICTH METWICHOBHIX poToHoB 4-CH, u 5-CH, (8-CH,
u 9-CH, y coenmuHeHus 2¢) cooTBeTCTBEHHO TipH 2.07-2.15
u 2.47-2.58 M. 1. ¢ KCCB *J = 6.8 T't;. CHrHajIbl rpyIb
SCH; nposBistiotest pu 2.36-2.42 m. 1. B cniextpax SIMP °C
cur"anel atoMa C-1 coemuHenwii 2a,b u COOTBETCTBYIO-
mero aroma C-5 coeaMHEHHsT 2C¢ HaxXoAATCA B Y3KOM
obmactu 160.6-161.2 M. 1.

CoenuHeHne 2¢ KpUCTAIN3YETCs B IEGHTPOCUMMETPHY-
HOH TIPOCTPAHCTBEHHOM TpyIEe TPUKINHHOW CHHTOHHHU
(puc. 1). JIMOKCONAHOBBIH IMKJI HAXOUTCS B KOH(OpMaImy,
MIPOMEKYTOYHON MeXIy "KoHBepToM" W "IMIOCKo# (opMoit",
atom C(11) Bexoaut u3 mockocta O(1)C(3)C(4)0(2) Ha
0.13 A. AszenuHOBBIH LMKI NPUHMMAET KOH(MOPMALMIO
"UCKaXKEHHasl BaHHA'", XapaKTEepHYIO [UIsl aHAJIOTMYHBIX
Gen3asenuHoB.” 3HauMMble MEKMOJIEKY/IAPHbIE YKOPOUEH-
HBIE KOHTAKTHI B KPHCTAJUIE OTCYTCTBYIOT.

CoenuHeHne 3 KpUCTAJUIM3YeTCS B LIEHTPOCHMMETPHU-
HOW TIPOCTPAHCTBEHHOH TIpyIiie MOHOKJIMHHOW CHHTOHHUHU
(puc. 2). LlukmnorekcaAWeHOBHIA UK TUIOCKHN (CperHe-
KBaJpaTMYHOE OTKIOHeHHe OoT miockoct 0.013  A).
@®parMeHT TeTparuJpOIMPUINHOBOTO I[HKIA, COCTOSIINH
u3 atomoB C(8), C(9), C(12) u C(13), pazynopsiioueH mo
JBYM TIO3MLUSM C COOTHOLIEHHEM  3aceJeHHOCTEH
0.761(5):0.239(5) (mnst oOyerdeHuss BOCHPUATHS PHUC. 2
aTOMBl MHUHOPHOTO KOMITOHEHTa He u300paxkensl). O06a
BapuaHTta KOH(QOpMAalMi TETepOIMKIa MOTYT OBITh
ommcaHbl Kak "HckaxkeHHas BauHa". Atomer C(7), C(1),
C(10) u N(1) nexxaT mpuOIU3UTEIHFHO B OJHOHN TUIOCKOCTH.
Atomer C(8) u C(9) OTKIIOHAIOTCS B OJIHY CTOPOHY OT 3TOH
mockoctd Ha 0.75 m 0.27 A, cooTBeTcTBYyIOMME ATOMBI
C(8A) u C(9A) MHHOPHOTO KOMIIOHEHTAa OTKJIOHSIOTCS B
apyryio cropony Ha 0.52 u 0.23 A. B xpucramie
MOJIEKYJIBI 3 CBSI3aHBI B OJJHOMEpPHBIE LIENU IOCPEACTBOM
MEXMOJIEKYJIIPHBIX BogopoaHbIX cBsizeir O(1)-H(1)-O(2)
(1-x,-12+y,1/2-2).

Janee c nuenpio monydenus 3-retapui-6,7-auruapo-SH-
[1,2,4]Tpnaszono[3,4-a][2]6en3azenmaoB  4—6 a—d MBI
OCYIIECTBIIN IMKJIOKOHJECHCANUIO THO3(UpoB 2a—¢ ¢
OeH3TUApa3uaoOM WU THUAPA3HIAMH TETAPEHKApPOOHOBBIX
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Pucynok 1. MonexynspHasi CTpyKTypa COCIHHEHHS 2¢ B Ipea-
CTaBJICHUU aTOMOB JJUIMIICOMAMHU TEILIOBBIX Koyiebanuii ¢ 50%
BEPOSTHOCTHIO.

Pucynok 2. MonekynspHas CTpyKTypa COEAWHEHHs 3 B Ipea-
CTaBJICHUU aTOMOB JJUIMIICOMJAMHU TEILIOBBIX Kosiebauuii ¢ 50%
BEPOSATHOCTHIO.

KHACJIOT (cxema 3) 1Mo METOAWKE, WCIOJIh30BaHHOW paHee
JIS. TIPOU3BOJHBIX 3,4-}11/IFI/I[[pOI/130XI/IHOJII/IHa.9 Ctpoenue
coenvHeHul 4—6 a—d MoATBEpPXKIECHO NAaHHBIMU CIEKTPOB
SAMP 'H u °C, a taxKe peHTreHOCTPYKTYPHBIM aHAIM30M
(coenunenue 4c¢, puc. 3).

Cxema 3
;
R! R 7 6\ Me
4 5,
ALK Foomeneg I L 7w
0-CgH4Cl, 3 | 4
3 /R
R° s, A, 5-30 min R 1N\N>3§
) Me — MeSH 2
a-c 45-74% 4-6ad

2a, 4a-d R' = R? = OMe, R® = H; 2b, 5a-d R' = R? = R® = OMe
2c, 6a-d R' + R>= OCH,0, R®=H
4-6 aR* = Ph, b R* = 2-furyl, ¢ R* = 2-thienyl, d R* = 4-pyridyl

Curran y3moBoro aroma C-11b HeOONBImIOW WHTEH-
CHBHOCTH HposBisercs B crektpax SIMP C coenunenuii
4, 5 (C-12b B ciydae coepuHeHH 6) B C1aOOM TOJIE MPH
150.0-155.4 ™. 7., 4YTO TOATBEPKAAETCA CHEKTPOM
'"H-">C HMBC coemunenns 5d, B KOTOpoM HaBIOIaeTCS
JnanbHee B3aumozeiictBue mnporona H-11 ¢ aromom
yraepoga C-11b, um B3ammopneiictBue mpotoHoB H-2,6
mupuanHa ¢ atomoM C-3. OtHeceHHe C1abOMOIBHBIX
CHUTHAJIOB B CIIEKTPax (QypHiI3aMeNEHHBIX TPHa30J00eH3-
azenHOB 4—6 b B obmactu 154.8—154.9 M. 1. IPOBOIIITH C
nomoIneto cnekrpos DEPT.

CoenuHeHne 4¢ KpHUCTAUIM3YeTCd B  IICHTPOCHM-
METPUYHOM MNPOCTPAHCTBEHHOM TIpyHNe TPUKIHMHHOU
CUHTOHWHU. TpHa30IbHBIA MK TUIOCKHHA (CpeaHeKBaIpa-
THYHOE OTKJIOHeHHe oT miockocty 0.010 A). AzenuHoBbIit
UK IPHHAMAaeT KoHpopmanuio "KoHBepT'. Atomber C(2),
N(1), C(1), C(6), C(5) nu C(4) nexar npUOTH3UTEITHLHO B
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“e12oNy
Pucynok 3. MonekynsipHasi CTpyKTypa cOoeUHEHHs 4¢ B Ipea-
CTaBICHUH aTOMOB 3JUIMIICOMIAMU TEIUIOBBIX Kosebanuii ¢ 50%
BEPOSTHOCTHIO.

OIHOH IUIOCKOCTH (CPEIHEKBAAPATHIHOE OTKJIOHEHHE OT
mrockoctd 0.060 A), atom C(3) OTKIOHAETCS OT 3TOM
mwiockocty Ha 0.75 A (puc. 3). JlusapainbHble yriibl MEkKIy
miockocteio C(2)N(1)C(1)C(6)C(5)C(4) m mIocKoCTIMHU
TPHA30JILHOTO UKJIA U OeH30(hparMenTa paBHbl 6.4° u 7.7°
COOTBETCTBEHHO. THO(GEHOBBIA IMKI pPa3BEpPHYT IIO
OTHOIICHHIO K TpUa3oJbHOMY ToA yrioMm 64.2°. Hauboiee
3HAQUUMBIMHA MEXMOJICKYJISIPHBIMUA B3aUMOJICHCTBUAMHU B
KpHCTaJUle  SIBISIOTCS ~ M—T-CTEKHUHT-B3aMMOICHCTBUSA
MeXny OcH3o(parMeHTaMHd MOJICKYJ, PaclOJIOKECHHBIX
aHTHUIIApaICIbHO. PaccTosiHME MeXay mNapaulelbHBIMH
IUIOCKOCTSIMHM, ~ PAacCTOSIHUE MEXKIY LEHTPOMIaMHU |
cMmemienue paBHsI 3.53, 3.67 1 0.98 A cooTseTcTBEHHO.

TakuM 00pa3oM, HAMH YCTAHOBIJICHO, YTO 3aMCLICHHbIC
METOKCH- MJIM METHIICHIUOKCUTPYNaMu 4-apuii-2-MeThI-
OyTaH-2-0716 B3aMMOJCHCTBYIOT C METHJITHOLMAHATOM B
npucyTcTBUHM cuibHON kucnotsl (H,SO4umu MeSO;H) no
peakuuu I'pada—Purrepa, 0oOpasyst ¢ HEBBHICOKHMMH BBIXO-
namu (11-35%) 1-meruncynbhanui-2-0eH3a3enHbI, KOTO-
pBle TIpH HArpeBaHuU B opmo-AuxiopbeH3one c OeH3-
THAPA3UAOM WM THAPA3UAAMU TeTapeHKapOOHOBBIX KHCIIOT
NPEBPAIIAIOTCS C XOPOIIMMHU BbIXoJamu (45—74%) B 3-penn-
uin  3-rerapun-6,7-qurapo-5H-[1,2,4tpuazono[3.4-a][2]-
OCH3a3eMUHbI.

JKcHepUMMEeHTAIbHAS YaCTh

UK coektpsl 3amucaHbl Ha crektpomerpe Bruker
VERTEX 80v B TOHKOH IUIEHKE, OIYYEHHON UCTIApEHUEM
pactBopa coenunenus B CHCI; (coenunenus 2a—c, 3, 4a,c,
6b,c), B cycmeH3uum Ba3eIMHOBOTO Macyia (OCTaJIbHBIE
coeunenns). Cnektper AMP 'H u °C (400 u 100 MI'n
COOTBETCTBEHHO) 3amucaHsl Ha mpubdope Bruker Avance III
HD 400 8 CDCl;. Cuextpst AMP 'H u *C coenunenns 4d
sammcanbl B JIMCO-ds. IlIpu 3amucu cnexrpos SIMP 'H
BHyTpenHuit cranaapt ['MJIC (8 0.055 M. 1.), npu 3anucu
cnektpos SIMP °C — curnansr pactBopurens (CDCls:
6 77.16 M. n., IMCO-dg: & 39.52 M. na.). DiaeMeHTHBIH
aHanu3 BbINOJIHEH Ha npubope Elementar vario EL cube.
Temmneparyps! muaBneHus onpezneneHsl Ha npudope ITTII.
KoHTponb 32 X01OM peakIMii M YHUCTOTOH HOJYyYEHHBIX
coeMHEHUH ocymiecTBiIeH MeTogoM TCX Ha macTHHaX
Sorbfil, amoeHT cmech netposneiinoro s¢upa (40-70°C) u
EtOAc B cootHomennn 7:3. i KOJOHOYHOW XpOMAaTo-
rpadum coenuHeHUd 2a—c, 3 WCIONB30BaH CHJIMKArelh
Kieselgel 60 ¢ pazmepom vactun 0.063—0.2 mMm.

Ucnone3oBana MeSO;H (99.5%) ¢upmer Alfa Aesar
(BenukoOpuranus).
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CuHTe3 coequHeHuil 2a—c (obmas metoauka). K 18 M
(338 mmounb) xonuentpupoBanHod H,SO, (92-94%) (s
cuHTe3a coenunenus 2¢ smecto H,SO, ucnons3ytor 15 mu
(231 mmonp) MeSO;H) npn oxia>kAeHUN Ha BOASHOW OaHe
(15-20°C) mo karusim pobaBisitoT cMech 30 MMOJIB COOT-
BETCTBYIOIIEro kKapomHomna la—c, 2.26 mi (2.41 1, 33 MMomb)
MeSCN u 3 man CH,Cl,, mocne mo0OaBieHHS pEarcHTOB
cMech nepememnBaroT 30 MUH U BBUIMBAIOT B cMech 50 M
25% Bomaoro NHj;, 50 My HacBIIIEHHOTO BOJHOTO PacTBOpa
NH,4CI (6ydepnas cmecs, pH ~ 8), 100 r konoToro npaa u
100 mn CH,Cl,. Bogmsrit cmoit skctparupytor CH,Cl,
(2 x 50 mi1), 0OBEJMHEHHBI OPraHUYECKUN CIIOW IPOMBI-
BatoT H,O m HaceimeHasiM pactBopoMm NaCl, cymaT Hazg
MgSO,. Ilocne orronkn CH,Cl, ocrarok xpomarorpadu-
pYIOT Ha cuimkarene (3JIOCHT MCETPOJCHHBIA dpup —
EtOAc, rpaguent ot 20:1 no 10:1) u KpuUCTaNU3YIOT U3
METPOJICHHOTO 3(upa.

3,3-Aumerua-7,8-numeroxcu-1-(Merunicyabdpanui)-
4,5-nuruapo-3H-2-6en3azenun (2a) momayyaror u3z 6.72 T
(30 Mmonb) kap6urona 1a.' Beixon 2.68 r (32%), Gecuper-
HBIE KpHCTAIIBL, T. L. 71-74°C, Ry 0.58 (merponeitHbrit
adup — EtOAc, 7:3). UK crektp, v, oMt 2962, 2923, 2855,
2831, 1598, 1579, 1513, 1464, 1348, 1339, 1286, 1265, 1236,
1195, 1162, 1122, 1035, 916, 863, 813. Cnextp IMP 'H,
5, M. 1. (J, T): 1.08 (6H, ¢, 2CH3); 2.15 2H, T, °J = 6.8,
4-CH,); 2.37 (3H, ¢, SCH3); 2.58 (2H, T, *J = 6.8, 5-CH,);
3.87 (3H, ¢, OCHj;); 3.88 (3H, ¢, OCH3;); 6.65 (1H, ¢, H-6);
7.13 (1H, ¢, H-9). Cnextp SIMP °C, 8, m. 1.: 13.6 (SCH3);
31.0 (C-5); 32.6 (2CHsj); 46.9 (C-4); 55.9 (OCHz); 56.1
(OCHy); 58.4 (C-3); 110.8 (C-6); 111.4 (C-9); 129.5 (C-9a);
133.6 (C-5a); 147.3 (C-8); 149.8 (C-7); 161.1 (C-1).
Haiineno, %: C 64.58; H 7.88; N 4.90; S 11.21. C;sH;NO,S.
Brruucneno, %: C 64.48; H 7.58; N 5.01; S 11.48.

3,3-lumetni-7,8,9-tpumerokcu-1-meTniacyabpanui-
4,5-nuruapo-3H-2-6en3azenud (2b) nonyyator u3 7.62 r
(30 mmoib) kapbumona 1b.'! Beixox 3.25 r (35%), Gecuser-
Hble Kpuctaiwibl, T. i 81-83°C, Ry 0.54. UK cnekrp, v, em
2963, 2935, 2855, 1592, 1489, 1457, 1403, 1354, 1324,
1249, 1193, 1164, 1128, 1091, 1046, 995, 927, 822.
Crrextp AMP lH, 6, M. 1. (J, I'm): 1.05 (6H, ¢, 2CH3); 2.07
(2H, T, °J = 6.8, 4-CH,); 2.42 (3H, ¢, SCH;); 2.47 2H, T,
3J = 6.8, 5-CH,); 3.84 (3H, ¢, OCH;); 3.86 (3H, ¢, OCH,);
3.91 (3H, ¢, OCHs); 6.48 (1H, ¢, H-6). Cniextp SIMP °C,
S, M. 1.: 13.6 (SCH3); 31.7 (C-5); 32.3 (2CH3); 46.7 (C-4);
56.0 (OCHs); 57.3 (C-3); 60.9 (OCHj3); 61.2 (OCHj3); 107.2
(C-6); 124.0 (C-9a); 135.2 (C-5a); 141.0 (C-8); 150.6
(C-9); 154.3 (C-7); 160.6 (C-1). Haiineno, %: C 61.89;
H 735, N 450, S 9.97. C16H23NO3S. BI)I‘II/ICHCHO, %
C62.11; H7.49; N 4.53; S 10.36.

7,7-Anmerna-S-meruiacyabdanni-8,9-quruapo-7H-
[1,3]nmokcoso[4,5-h][2]0en3a3enun (2¢) mMONyJaOT U3
6.24 T (30 Mmomb) kap6uuona lc.'> Beixox 0.87 r (11%),
OecrBeTHbIe KpUCTAILTB, T. L. 76-77°C, Ry 0.59. VK criektp,
v, M 1 2964, 2923, 2857, 1615, 1596, 1503, 1484, 1451,
1365, 1274, 1257, 1237, 1191, 1158, 1122, 1072, 1040,
937, 867, 832. Cnextp SIMP 'H, &, m. 1. (J, T'm): 1.06 (6H,
¢, 2CH;); 2.13 (2H, T, °J = 6.8, 8-CH,); 2.36 (3H, ¢, SCH3);
2.52 (2H, 1, °J = 6.8, 9-CH,); 5.94 (2H, ¢, 2-CH,); 6.62
(1H, ¢, H-10); 7.05 (1H, ¢, H-4). Cnextp IMP "°C, &, m. 1.:
13.6 (SCH;); 31.2 (C-9); 32.6 (2CHj3); 47.2 (C-8); 58.1 (C-7);
101.1 (C-2); 107.6 (C-10); 108.6 (C-4); 131.0 (C-4a);
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134.7 (C-9a); 146.0 (C-3a); 148.4 (C-10a); 161.2 (C-5).
Haiineno, %: C 63.15; H 6.62; N 5.33; S 11.78. C14H7NO-S.
Brruncneno, % C 63.85; H6.51; N 5.32; S 12.18.
8-I'mapoxcu-3,3-auMeTna-1-MeTHIACYIb(aHUI-2-a3a-
cnupo|[5.5]ynnexa-1,7,10-tpuen-9-on (3). Ilocne Brixona
COEIMHEHUS 2¢ KOJIOHKY 3IIOUPYIOT CMECHIO METPOJIEHHBIN
a¢up — EtOAc, 5:1, mocne OTTOHKM pacTBOPHUTEIIST OCTATOK
KPUCTAJUTU3YIOT U3 CMecH TeTponeiiHsiii agup — EtOAc,
5:1. Bexox 2.49 r (33%), OeclBeTHBIC TIPU3MBIL, T. T 152—
153°C (c pasn.), Ry 0.40. VK cnektp, v, cM ': 3254 (ump,
OH), 1644, 1610, 1425, 1383, 1359, 1253, 1216, 1171,
1138, 1093 1026, 951, 892, 835, 651. Cnextp SIMP 'H,
6, m. n. (J, T'm): 1.27 (6H, c, 2CHj); 1.72-1.75 (2H, M,
4-CH,); 1.89-1.93 (2H, M, 5-CH,); 2.15 (3H, c, SCH,);
6.07 (1H, 1, *J=2.8, 7-CH); 6.40 (1H, ¢, OH); 6.46 (1H, x,
*J = 10.0, 10-CH); 6.94 (1H, n. x, °J = 10.0, *J = 2.8,
11-CH). Cmextp SIMP °C, &, m. x.: 12.5 (SCH3); 30.6
(2CHj3); 30.7 (C-5); 31.3 (C-4); 48.3 (C-3); 56.5 (C-6);
107.6 (C-6); 119.2 (C-7); 127.2 (C-10); 148.0 (C-8); 153.2
(C-1,11); 181.0 (C=0). Hatigeno, %: C 61.85; H 6.78;
N 5.60; S 12.67. C;3H;7NO,S. Brrumcneno, % C 62.12;
H 6.82; N 5.57; S 12.76.
Cunre3 coeauHeHuii 4-6 (oOmas Meromuka). CMmech
1 MMonb THO3¢Mpa 2a—¢ 1 1 MMONB rHapa3uga COOTBET-
CTBYIOIIECH KUCIIOTHI HAarpeBalOT B | MII o-muxiopOeH30Ia
no Hauyana BelgeneHuss MeSH wu  BelepKuBaOT IpH
kurreHnn pactBoputens (180°C) B teuenue 5-30 muH (10
npekpameHus BeineneHuss MeSH). MeSH mormomaror B
ckisinke Jpekcens 20% pactBopom NaOH. Ilocne oxmax-
neans noOasmstor 30 Mu merpoieiHoro »¢wupa, mepe-
MCIIMBAIOT. BpIMaBmmii  0cafiok  OT(GHUIBTPOBHIBAOT,
cymar, kpuctamumsyioT u3 20 mir PhMe (coennuenue 4¢ —
u3 EtOAc, coenunenne 4d — uz MeCN).
5,5-Aumerni-9,10-gumerokcu-3-gpenunn-6,7-1uruapo-
5H-[1,2,4]tpua3ouo[3,4-a][2]0en3azenun (4a). Brixon
161 mr (46%), OecupeTHsle mpu3Mbl, T. 1. 235-237°C.
UK crektp, v, cM : 2951, 2833, 1605, 1521, 1445, 1418,
1314, 1256, 1224, 1200, 1163, 1105, 1093, 1040, 1024,
948, 893, 871, 772, 706, 593. Cnextp SIMP 'H, &, m. 1.
(J, T): 1.27 (6H, ¢, 2CH;); 2.16 (2H, T, °J = 6.0, 6-CH,);
2.87 (2H, T, °J = 6.0, 7-CH,); 3.89 (3H, ¢, OCH;); 3.94
(3H, ¢, OCHj3); 6.67 (1H, c, H-8); 7.40-7.48 (5H, m, H Ph),
7.83 (1H, ¢, H-11). Ciiextp SIMP "°C, §, m. 1.: 29.9 (C-7);
31.5 (2CHj); 44.6 (C-6); 55.9 (OCHj;); 56.1 (OCH;); 60.7
(C-5); 111.2 (C-8); 112.7 (C-11); 120.7 (C-7Ta); 127.9
(C-2,6 Ph); 129.5 (C-4 Ph); 130.8 (C-3,5 Ph); 131.8
(C-1 Ph); 132.3 (C-11a); 147.7 (C-10); 150.0 (C-9); 154.5
(C-3); 155.4 (C-11b). Haiimeno, %: C 72.16; H 6.59; N 11.99.
C,1H,3N30,. Breraucneno, % C 72.18; H 6.63; N 12.03.
5,5-Aumern-9,10-numeroxcu-3-(pypan-2-un)-6,7-1u-
ruapo-SH-[1,2,4]tpua3zosno|3,4-a][2]6enzazenun (4b). Beixon
231 mr (68%), OecuBeTHbIe THCTOYKH, T. TWI. 203-206°C.
UK crektp, v, cM ': 1610, 1524, 1455, 1433, 1418, 1315,
1251, 1219, 1202, 1161, 1110, 1038, 898, 759. Cmektp
SAMP 'H, 5, m. 1. (J, T0): 1.42 (6H, ¢, 2CH3); 2.18 (2H, T,
3J=6.0, 6-CH,); 2.88 (2H, T, °J = 6.0, 7-CH,); 3.89 (3H, c,
OCHs); 3.94 (3H, ¢, OCH3); 6.53 (1H, 1. 1, *J54 = 3.2,
*Jus = 2.0, H-4 Fur); 6.65 (1H, ¢, H-8); 6.78 (1H, n. 1,
354 =32, %55 =0.6, H-3 Fur); 7.57 (1H, 1. 1, *Js5 = 2.0,
“Js5 = 0.6, H-5 Fur); 7.92 (1H, ¢, H-11). Crektp IMP "°C,
0, M. 1.: 29.7 (C-7); 29.8 (2CHs); 44.3 (C-6); 55.9 (OCHj);
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56.1 (OCHy); 61.1 (C-5); 111.1 (C-3 Fur); 111.5 (C-4 Fur);
113.1 (C-8); 114.6 (C-11); 119.9 (C-7a); 133.2 (C-11a);
142.7 (C-10); 143.6 (C-5 Fur); 147.0 (C-9); 147.6 (C-3);
150.2 (C-11b); 154.8 (C-2 Fur). Haiineno, %: C 67.04;
H 6.17; N 12.37. C;9H,N30;. Brruuciaeno, % C 67.24;
H 6.24; N 12.38.
5,5-Tumerni-9,10-gaumeroxcu-3-(ruoden-2-uma)-6,7-
auruapo-SH-[1,2,4]tpuazono[3,4-a][2]0en3azenun (4c).
Bexon 227 mr (62%), OecuiBeTHBIE POMOMYECKHE IPU3MBI,
T. . 219-221°C. UK crektp, v, eM : 3022, 2950, 2831,
1608, 1524, 1473, 1454, 1435, 1423, 1308, 1260, 1194,
1166, 1092, 1024, 891, 849, 801, 749, 713. Cnexrp SIMP 'H,
8, M. 1. (J, T): 1.45 (6H, ¢, 2CH3); 2.19 2H, T, °J = 6.0,
6-CH,); 2.89 (2H, 1, °J = 6.0, 7-CH,); 3.91 (3H, ¢, OCH3);
3.96 (3H, c, OCH;); 6.67 (1H, c, H-8); 7.10 (1H,n. &,
Jus = 4.8, °Ju3 = 3.6, H-4 tnoden); 7.30 (1H, a. m,
Sy = 3.6, “h5= 1.2, H-3 toden); 7.51 (1H, 1. 1,%Js4 = 4.8,
*Js3 =12, H-5 tHoden); 7.90 (1H, ¢, H-11). Criexrp SIMP “C,
3, M. 1.: 29.7 (C-7); 30.8 (2CHs;); 44.7 (C-6); 55.9 (OCHs;);
56.1 (OCHj); 61.2 (C-5); 111.1 (C-8); 113.1 (C-11); 120.3
(C-5 tnoden); 126.6 (C-4 tnoden); 128.5 (C-7a); 130.9 (C-3
toten); 131.7 (C-11a); 133.0 (C-1 tnoden); 147.7 (C-10);
149.1 (C-9); 150.2 (C-3); 154.9 (C-11b). Haiineno, %:
C 6376, H 595, N 1171, S 8.95. C]gHz]Nj,OzS. Brruuc-
neHo, %: C 64.20; H 5.95; N 11.82; S 9.02.
5,5-Aumernia-9,10-numerokcu-3-(nupuaun-4-ui)-6,7-
auruapo-5SH-[1,2,4]tpuazono[3,4-a][2]0en3azenun (4d).
Brexon 203 mr (58%), GeciBeTHBIE KPHUCTAIUIEL, T. T, 260—
263°C (c pasn.). MK crektp, v, cM ': 1608, 1523, 1453,
1432, 1414, 1316, 1252, 1220, 1203, 1162, 1113, 1038,
893, 835, 810. Cniextp AMP 'H, §, m. 1. (J, T'm): 1.31 (6H,
¢, 2CH;); 2.20 (2H, T, *J = 6.0, 6-CH,); 2.95 2H, T, °J = 6.0,
7-CH,); 3.86 (3H, ¢, OCHj3); 3.87 (3H, ¢, OCHj3); 6.96 (1H,
¢, H-8); 7.62 (2H, n, °J = 5.6, H-3,5 Py); 7.75 (1H, c,
H-11); 8.77 (2H, 1. 1, *J = 5.6, H-2,6 Py). Cnextp SIMP “C,
3, M. 11.: 28.9 (C-7); 30.6 (2CHs;); 43.2 (C-6); 55.6 (OCHj);
55.7 (OCHj3); 60.5 (C-5); 112.4 (C-8); 113.0 (C-11); 120.0
(C-7a); 125.2 (C-3,5 Py); 132.9 (C-11a); 140.0 (C-1 Py);
147.2 (C-10); 149.0 (C-2,6 Py); 150.1 (C-9); 152.5 (C-3);
153.8 (C-11b). Haiineno, %: C 68.48; H 6.34; N 15.85.
C20H22N402. BI:I‘II/ICJ'IeHO, % C 6855, H 633, N 15.99.
5,5-Iumerna-9,10,11-rpumerokcu-3-peaua-6,7-au-
ruapo-SH-[1,2,4]tpua3ono|3,4-a][2]6en3azenun (5a). Boxoxa
171 mr (45%), 6ecueTHbIe KpUCTAILIEL, T. 1. 189—-190°C.
UK crektp, v, cM : 1598, 1429, 1416, 1359, 1327, 1236,
1190, 1165, 1129, 1110, 1069, 1009, 777, 710. Cnextp
AMP 'H, §, m. 1. (J, Tw): 1.13 (6H, ¢, 2CH;); 2.14 (2H, T,
J = 6.8, 6-CH,); 2.89 (2H, 1,°J = 6.8, 7-CH,); 3.91 (3H, c,
OCH;); 3.92 (3H, ¢, OCH3;); 4.00 (3H, ¢, OCH3;); 6.58 (1H,
¢, H-8); 7.38-7.47 (5H, m, H Ph). Crextp AMP 3C, 8, M. 1.
31.4 (C-7); 32.7 (2CH;); 45.4 (C-6); 56.1 (OCHs3); 59.9
(C-5); 61.1 (OCHj); 62.0 (OCHj); 107.5 (C-8); 116.7
(C-11a); 127.9 (C-2,6 Ph); 129.4 (C-4 Ph); 130.5 (C-3,5 Ph);
131.9 (C-7a); 134.9 (C-1 Ph); 141.9 (C-10); 151.3 (C-11);
152.2 (C-9); 153.4 (C-3); 154.7 (C-11b). Haiineno, %:
C 6962, H 667, N 10.99. C22H25N303. BBI‘H/ICJ'IGHO, %:
C 69.64; H 6.64; N 11.07.
5,5-Aumernin-9,10,11-rpumeroxcu-3-(¢pypan-2-mi)-6,7-
auruapo-SH-[1,2,4]tpuazono[3,4-a][2]0en3azenun (5b).
Brexon 174 mr (47%), GecuiBeTHBIE KPUCTAIUIBL, T. T, 168—
171°C. UK cnektp, v, oM 1602, 1477, 1430, 1418, 1356,
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1323, 1241, 1226, 1193, 1163, 1131, 1113, 1091, 1056,
1007, 903, 850, 765. Criextp SIMP 'H, 8, m. 1. (J, T'm): 1.21
(6H, ¢, 2CHs); 2.16 (2H, t1,°J = 6.8, 6-CH,); 2.61 (2H, T,
°J=6.8, 7-CH,); 3.89 (3H, c, OCH3); 3.90 (3H, c, OCHs;);
3.96 (3H, ¢, OCHs); 6.51 (1H, 1. 1, *J34 = 3.2, *Jys = 2.0,
H4 Fur); 6.57 (1H, c, H-8); 6.75 (lH non, s = 3.2,
*J35 = 0.4, H-3 Fur); 7.54 (1H, 1. 1,°Jy5 = 2.0, 4‘/35—04
H-5 Fur). Criextp SIMP °C, 8, m. 11.: 30.6 (2CH3); 31.1 (C-7);
45.4 (C-6); 56.0 (OCHj3); 60.1 (C-5); 61.0 (OCHs3); 61.9
(OCHy); 107.4 (C-8); 111.3 (C-3 Fur); 114.1 (C-4 Fur);
116.1 (C-11a); 135.3 (C-7a); 141.8 (C-10); 142.4 (C-11);
143.1 (C-5 Fur); 144.8 (C-3); 152.0 (C-9); 152.3 (C-11b);
154.8 (C-2 Fur). Haitneno, %: C 64.81; H 6.26; N 11.36.
C20H23N304. BBI‘-II/ICJ'ICHO, %: C 6503, H 628, N 11.37.
5,5-Inmernn-9,10,11-rpumerokcu-3-(Tnoden-2-ui)-
6,7-muruapo-SH-[1,2,4|rpua3ono[3,4-a][2]6en3zazenun (Sc).
Beixon 266 mr (69%), GecriBeTHbIE pOMOUYECKHE KPUCTAILIHI,
T. 1. 177-179°C. UK cnekrp, v, em b 1598, 1570, 1473,
1442, 1427, 1417, 1355, 1324, 1242, 1227, 1195, 1162,
1129, 1107, 1082, 1058, 1000, 838, 719. Cnextp SIMP 'H,
5, M. 1. (J, Tm): 1.17 (6H, ¢, 2CH;); 2.08 (2H, 1,°J = 6.8,
6-CH,); 2.56 (2H, 1,°J = 6.8, 7-CH,); 3.84 (6H, ¢, 20CH;);
3.92 (3H, c, OCHj); 6.51 (1H, ¢, H-8); 7.00 (IH;[ I,
J45—48 J43—36 H4TI/IO¢)CH) 719(1H . }1, J34—36
4J35 = 1.2, H-3 tnoden); 7.41 (1H, /:[ I, J54 = 438,
*Js3 = 1.2, H-5 tnoden). Cuexrp IMP °C, 5, m. m.: 31.2
(C-7); 31.8 (2CHj3); 45.5 (C-6); 56.0 (OCHj3); 60.4 (C-5);
61.0 (OCHj;); 62.0 (OCHj3); 107.4 (C-8); 116.5 (C-11a);
126.5 (C-4 tuoden); 128.1 (C-5 tuoden); 130.7 (C-7a);
131.5 (C-3 tmoden); 135.0 (C-10); 141.8 (C-1 tHODECH);
147.0 (C-11); 151.9 (C-9); 152.3 (C-3); 154.8 (C-11b).
Haiineno, %: C 62.17; H 5.86; N 10.85; S 8.20. C,0H»3N305S.
Brruucaeno, %: C 62.32; H 6.01; N 10.90; S 8.32.
5,5-Aumernin-9,10,11-Tpumerokcu-3-(mupuann-4-ui)-
6,7-nurunpo-SH-[1,2,4|tpuasono[3,4-a][2]0en3azenun (5d).
Beixon 203 mr (58%), GneaHO-KeNThle KPUCTAJUIBL, T. I
208-210°C. UK crmextp, v, cM : 1598, 1419, 1361, 1329,
1238, 1188, 1164, 1114, 1096, 1062, 1013, 822. Cmektp
SMP 'H, 8, m. 1. (J, Tm): 1.17 (6H, ¢, 2CH3); 2.17 (2H, T,
3J=6.8, 6-CH,); 2.67 (2H, 1,°J = 6.8, 7-CH,); 3.92 (6H, c,
20CHj3); 4.00 (3H, c, OCH3); 6.60 (1H, c, H-8); 7.43 (2H,
n m,°J =438, %J =12, H-3,5 Py); 8.70 2H, n. 1, °J = 4.8,
“J=1.2, H-2,6 Py). Cnexrp SIMP °C, §, m. 1.: 31.3 (C-7);
32.8 (2CHs;); 45.3 (C-6); 56.0 (OCHj3); 60.0 (C-5); 61.0
(OCHy); 62.0 (OCH3); 107.6 (C-8); 116.7 (C-11a); 125.0
(C-3,5 Py); 134.7 (C-1 Py); 140.4 (C-7a); 141.9 (C-10);
149.5 (C-2,6 Py); 151.0 (C-11); 151.8 (C-9); 152.2 (C-3);
154.9 (C-11b). Haiigeno, %: C 66.27; H 6.43; N 14.56.
C,1H,4N4O5. Breraucaeno, %: C 66.30; H 6.36; N 14.73.
5,5-Aumerni-3-pennn-6,7-murugpo-SH-[1,3] amoxcoJio-
[4,5-h][1,2,4]Tpua3oo[3,4-a][2]0en3azenun (6a). Borxox
247 mr (74%), OecuBeTHBIC KpHUCTAILIEL, T. 1. 191-193°C.
UK crektp, v, M ': 1503, 1445, 1432, 1316, 1255, 1242,
1125, 1032, 928, 871, 768, 703. Cuextp SIMP 'H, 8, m. 1.
(J, T): 1.26 (6H, ¢, 2CH3); 2.16 (2H, T, °J = 6.8, 6-CH,);
2.81 (2H, 1,°J = 6.8, 7-CH,); 5.99 (2H, ¢, 10-CH,); 6.67
(1H, c, H-8); 7.40-7.50 (5H, m, H Ph); 7.67 (1H, c, H-12).
Crextp SIMP °C, 3, m. 1. 30.2 (C-7); 31.9 (2CH3); 45.0
(C-6); 60.8 (C-5); 101.4 (C-10); 108.4 (C-8); 109.8 (C-12);
122.2 (C-7a); 128.0 (C-2,6 Ph); 129.6 (C-1 Ph); 130.9
(C-3,5 Ph); 131.8 (C-12a); 134.1 (C-4 Ph); 146.7 (C-11a);
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148.9 (C-8a); 155.7 (C-3); 155.4 (C-12b). Haiimeno, %:
C 71.73; H 5.68; N 12.34. Cy0H;9N30,. Brruuciaeno, %o:
C 72.05; H5.74; N 12.60.
5,5-Tumerni-3-(pypan-2-ui)-6,7-quruapo-SH-[1,3|nu-
okco.10[4,5-h][1,2,4] Tpuazono[3,4-a][2]0en3azenun (6b).
Brexon 179 mr (55%), GecuiBeTHBIE KPUCTAIUIBL, T. U1, 197—
199°C. UK cnektp, v, eM ' 3132, 2974, 2942, 2907, 1501,
1460, 1432, 1374, 1313, 1231, 1165, 1038, 1001, 927, 905,
873, 830, 749, 595. Cnextp SIMP 'H, &, m. a. (J, Tw): 1.39
(6H, ¢, 2CH3); 2.18 (2H, 1, °J = 6.8, 6-CH,); 2.80 (2H, T,
3J = 6.8, 7-CH2); 5.97 (2H, ¢, 10-CHy); 6.52 (1H, n. =,
354 = 3.6, *Jys = 1.6, H-4 Fur); 6.64 (1H, ¢, H-8); 6.78
(1H, 1. 1, J34—36 4J35—04 H-3 Fur); 7.57 (1H, 1. 1,
Jus= 1 6, *J5.5 = 0.4, H-5 Fur); 7.75 (1H, ¢, H-12). Criextp
AMP C, 8, M. 1. 29.8 (C-7); 30.1 (2CHs); 44.8 (C-6);
61.1 (C-5); 101.4 (C-10); 108.2 (C-3 Fur); 110.1 (C-4 Fur);
111.5 (C-8); 114.6 (C-12); 121.4 (C-7a); 135.0 (C-12a);
142.6 (C-11a); 143.3 (C-5 Fur); 146.6 (C-8a); 146.8 (C-3);
149.0 (C-12b); 154.9 (C-2 Fur). Haiigeno, %: C 66.90;
H 543, N 12.88. C18H17N303.BI)I‘-II/ICHGHO, %: C 6686,
H 5.30; N 13.00.
5,5-Aumerui-3-(tuoden-2-umn)-6,7-nuruapo-SH-[1,3]-
AuokcoJ10(4,5-h][1,2,4]tpuazoino[3,4-al[2]0en3azenun  (6¢).
Brixon 224 mr (66 %), 6ecuBeTHbIe MPHU3MBI, T. 1. 205—
208°C. UK crmextp, v, cM : 3111, 3088, 2953, 1622, 1503,
1474, 1457, 1446, 1433, 1414, 1396, 1371, 1326, 1311,
1253, 1233, 1165, 1137, 1117, 1035, 925, 884, 851, 752,
715, 666, 618. Cnexrp SIMP 'H, &, m. 1. (J, T'm): 1.40 (6H,
¢, 2CH;); 2.15 (2H, 1,°J = 6.8, 6-CH,); 2.80 (2H, T,
J=6.8, 7- CH2) 5.97 (2H, s 10-CH,); 6.64 (1H, c, H-8);
7.08 (IH [[ I, J45 42 J43 36 H4TI/IO(1)CH) 7.28
(lH I I, J34 = 3.6, J35 = 1.2, H-3 tnoden); 7.48 (1H, 1. 1,
sa = 4.2, J53 = 1.2, H-5 taoden); 7.72 (1H, c, H-12).
Cnektp SIMP C 5, M. 1.: 29.8 (C-7); 31.0 (2CHj3); 45.0
(C-6); 61.2 (C-5); 101.4 (C-10); 108.2 (C-8); 110.0 (C-12);
121.8 (C-4 tuoden); 126.5 (C-5 tuoden); 128.4 (C-7a);
130.7 (C-3 troden); 131.7 (C-12a); 134.8 (C-2 tHOdeH);
146.6 (C-11a); 148.9 (C-8a); 148.9 (C-3); 155.0 (C-12b).
Haiineno, %: C 63.41; H 4.99; N 12.33; S 9.34. C;sH;7N;0,S.
Brrauciaeno, %: C 63.70; H 5.05; N, 12.38; S 9.45.
5,5-Aumernia-3-(mupuaun-4-uin)-6,7-nuruapo-5H-[1,3]-
AnokcoJ10(4,5-h][1,2,4]tpuazono[3,4-a|[2]0enzazenun (6d).
Brixon 241 mr (72%), GecuiBeTHBIE KPUCTAUIBL, T. 1. 210—
213°C. MK cmektp, v, cM : 1604, 1501, 1449, 1418, 1313,
1236, 1133, 1087, 1035, 924, 835, 607. Crektp SIMP 'H,
5, m. 1. (J, Tm): 1.21 (6H, ¢, 2CH3); 2.11 (2H, 1,°J = 6.8,
6-CH,); 2.74 (2H, T, °J = 6.8, 7-CH,); 5.93 (2H, c,
10-CH,); 6.62 (1H, ¢, H-8); 7.38 (2H, a. n, *J = 4.8,
“J =12, 3,5-H Py), 7.56 (1H, ¢, H-12); 8.65 2H, n. x,
3J =48, % =12, H-2,6 Py). Crextp SIMP “°C, &, m. n.:
30.1 (C-7); 32.03 (2CHy); 44.7 (C-6); 61.0 (C-5); 101.5
(C-10); 108.5 (C-8); 109.6 (C-12); 121.8 (C-7a); 125.3
(C-3,5 Py); 133.9 (C-12a); 140.2 (C-1 Py); 146.8 (C-11a);
149.1 (C-8a); 149.5 (C-2,6 Py); 152.8 (C-3); 155.2
(C-12b). Haiigeno, %: C 67.89; H 5.23; N 16.65.
C19H13N402. BBI‘[I/ICJ'IGHO, %: C 6825, H 543, N 16.76.
PeHTreHOCTPYKTYpHOE HCC/Ie0BAHHE COeAUHEHUN
2¢, 3 u 4c¢. Coeauaenus 2¢, 3 MOMy9IeHBI KpUCTAIUTH3AINEH
n3 netposeitHoro a¢upa, coequnenne 4c¢ — u3 EtOAc, kax
ommcano Bbime. Habop 3KCIepHMMEHTANBHBIX OTPAKCHHUN
00pa3loB COCAMHCHUI IOJIydeH Ha MOHOKPHCTAJILHOM
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mudppakTomerpe Xcalibur Ruby ¢ CCD-pmerexktopoMm 10
craggaptHoit Mertommke (MoKa-m3myuenne, 295(2)K,
®-cKaHupoBaHue ¢ 1maroM 1°). [TormnomnieHne y4TeHo SMITHpH-
deckH ¢ ucronb3oBanueM anroputma SCALE3 ABSPACK."”
CrpykTypsl pacmiupoBaHbl C IOMOLIbIO MHPOTPaMM
SHELXS' (coenunenus 3 u 4¢) um Superflip" (coenu-
HeHMe 2¢) M yTO4HEHbI monHoMaTpudrbiM MHK 1o F° B
AQHU30TPOITHOM NPHUOIMIKEHUH JJIsI BCEX HEBOJOPOIHBIX
aToMoB ¢ momopio mporpamvsl SHELXL'® ¢ rpaduue-
cknm uaTepdeiicom OLEX2.'” Atomsl Bomopona BKO-
YeHbl B yTOYHCHHWE MO MOJAeNH "Hae3gHWK' (32 HCKIIIO-
4yeHueM aroma Bojopoxaa rpynmel OH, yTrouHeHHOTO
HE3aBHUCHMO B U30TPOITHOM TIPHUOIIMKECHUN).

Coemunenue 2c¢ (C14H7NO,S, M 263.34). TpukiuaHAS
CHHIOHUSI, MPOCTpaHCTBeHHas rpymmna Pl; a 7.2446(15),
b 7.3032(13), ¢ 13.434(2) A; a 89.818(14), B 87.204(15),
y 70.261(18)% V 668.1(2) A% Z 2; dyw 1.309 r/em’;
i 0.236 MM . OKOHYATENbHBIE MAPaMETPhl YTOUHCHHUS:
R, 0.0490 (mns 2249 otpaxenuii ¢ I > 20([)), wR, 0.1449
(ns Becex 3092 HezaBUCUMBIX OTpaxkeHui), S 1.040.

Coequnenne 3 (C3H;NO,S, M 251.33). MoHOKJIMHHAs
CHHIOHUS, NIPOCTPaHCTBeHHas rpymmna P2,/c; a 13.675(3),
b 5.8564(14), c 17.115(4) A; B 109.01(3)°; ¥ 1296.0(6) A’;
Z 4; dy 1.288 r/CM3; p 0.240 MM . OKOHUYaTeNbHbIE
mapameTpsl yrouaeHus: R 0.0471 (ms 2239 oTpaskeHwmit ¢
1>20()), wR, 0.1313 (mmst Bcex 3022 He3aBHCUMBIX OTpa-
xeHuit), S 1.052.

Coemnnenue 4c¢ (CoHy N;0,S, M 355.45). TpuknuHHaas
CHHIOHUS, TPOCTpaHcTBeHHas rpymma Pl; a 8.8921(15),
b 9.5459(15), ¢ 11.5997(17) A; a 71.096(14), B 82.120(13),
y 73.903(14)°; V 893.8(3) A’; Z 2; dyw 1.321 r/em’;
i 0.199 MM '. OKOHUYATENbHBIE MapaMeTphl yTOUHEHHS:
R, 0.0491 (mnsa 3171 orpaxenus c 1 > 20([)), wR, 0.1448
(nst Bcex 4084 HezaBUCHMBIX OTpaxkeHUi), S 1.034.

Pesymeraret PCA gemonmpoBansl B KemOpumickom
OaHKe CTPYKTYpHBIX HaHHbIX (fernoHeHTsl CCDC 1988270
(coemunenne 2c¢), CCDC 1988271 (coenuuenue 3) u
CCDC 1988269 (coeaunenue 4c¢)).

Paboma evinonnena no coczadanuro No AAA-AIS-
118030790037-7 ¢ ucnoavzosanuem obopyoosanus LIKII
"UHccneoosanuss mamepuanog u eewecmea' Ilepmckozo
gedepanvrozo uccreoosamenvckozo yeumpa ¥YpO PAH.
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