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HEKOTOPBIE PEAKIIUY
8,11,11-TPUMETIJI-11-CUJIABEH30[)JHA®TO[2,3-JJ TUODPEH-6-OHA
C Y9ACTHUEM KAPBOHUJIbHOM TPYIIIIBL

Hzyuens! peakuuy o xapbomwisnoir rpynne 8,11,11-tpumerun-11-cuna-
6enso (6] Hadro[2,3-d] tuoden-6-oua ¢ C- u N-myxireoburamu. MeTOIOM CIIEKTPOCKO~
v TIMP noxasaso, 4T0 KOHASHCAIMS C aHWIMEOM IPUBOIUT K 00pasoBaumio cMecu Z-
u E-u30MEPOB COOTBEICTBYIOIIET0 a3oMeTuHA. Bsaumonecreuem ¢ H-0yTui- u (ermr-
JTATHEM IOy ICHBI TPETUUHbIE CIIMPTHI, MOJIEKYJIIPHOE CTPOSHUE KOTOPBIX YCTAHOBAEHO
€ HOMOIIBI) PEHTTEHOCTPYKTYPHOTO 2AHAIH3A .

KaramaTrueckofl AermapouKION30MEPH3ANMEN TPHOPraHOCHIMI3aAMEIEH-
mEx Gerso [b Jrmodenos SvuIM HONyYEHH MEPBHE TIPEICTABATEIN HOBOTO KJIacca
TETEPOLUKIMICCHX COSAMHERMi — npoussopanix 11-cmiabenzo[5 lmadro[2,3-
dlmuodena [1, 2]. Ilpm wmx oxkucnenum peicrsueM KMnO4 cmaTe3mpoBan
8,11,11-rpumeTun-11-canabenso [5 Jmadro[2,3-d Itmoden-6-on (I) — mepcmex-
THBHOE COEAMHECHYE IS HOCTPOESHAS HOBBIX POM3BONHBIX YKA32HHOM CHCTEMEL, B
YACTHOCTH IyTeM €10 B3ammonehctarg ¢ C- u N-myrreodunamu.

B HacrosmeM COOOIIEHMHM ONMCAHBI PEAKIMM COcAMHEeHRus | ¢ aEmImHOM,
Oytun- W demmummTEeM. YUATHBAdg, YTO MOAEKYad | WMEET MAAHAPHYIO
crpykTypy [3], mwis oTMx npEMEpoB B NEPBOM NPHOIMKEHHH MOXHO OBUIO
HCKJIIOYHTD BIUSHHUE CTEPUUCCKHX (axTopos. KOHOEHCANMUKN C aHAIHHOM
nposofwiH B mpracyTcTeuu supata BF3, ZnClz u AICI3. Ilpu sroM 6811 mOLyYeH
8,11,11-rpumerin-6-deswmamuno-11-cmaabenzo [5 Jnadro[2,3-d Ituoden  (I1),
MAaKCHMAaJIbHEH BHXOX Kortoporo (50%) Obil AOCTUrHYyT HPW KCHOIb30BAHYUM B
xauecTse kartanusaropa 6essogroro AlCIs. B ciayuae Gessognoro ZnClz seixonst
coeqmaenud 1 ge npessimanu 209, , a npu ucnonszosauun suparta BF3 yranocs
xpomartorpadmueckn 3aduEKCHpOBATh O0PA30BAHKE JMING CJENOB IEJIEBOTO
PONYKTa.

aR =n-C,H,, 6 R = Ph
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Crpoesue azomerwsa Il mogTeepxpator mamusie [IMP. Tax, B ero cmexrpe
WMEIOTCS MYJBTHIUIETHHE CHCHAJH apOMATHYECKMX IPOTOHOB B  ofmacT:
6,89...8,40 u wectunpororms# curariet npy 0,65 M. 1. rpymsr Si—(CHz) 2. g
nporoHoB rpyms 8-CH3 Habmonarorcs ABa ymmpeHnHbx caraana opu 2,49 o 2,02
M. A., YKa3HBaIOmMue 8a TO, uto coepuuenne Il cymecrsyer B Bupe cMmecd aByX
m3omepos. CyMMapHas uHTETpa IbHAS MHTCHCABHOCTD STAX CHTHAIOB COOTBETCT-
BYET TPEM MIpPOTOHAM, & COOTHOIICHWE WX WHTEHCHBHOCTEM coctasaseT 63 : 37.
Yuuresas odderr wMarawrHON apmsorponmu (heHWIBHOTO paguKana B
bemmmmmuEEOM  parMeHTe, CHILHONC/IGHBIA CHIHAJ MOXHO OTHECTHE K
E-usomepy, a caabomomsmniit — x Z-usomepy [4]. Ilpm noesimennu
TEeMIIEPATY Pl HAOMIONAETCS THOWYHAS KapTuHa puaammueckoro IMP s stux
curHanoB. Ilpm temmeparype 320 K mpomcxomur mx cagame. C IOMOIIBIO
MeTona, mpemioxersoro B pabore [0), mposemema ouemka Gapsepa
m3omepuzanun Z — E npw T = 320 K mna obmena mexay asymd dopmamua C
Pa3NVYHBIMA 33CCICHHOCTIMIL:

G¥320 (B) = 15,3 KKas1/MOnb; G320 (2) = 15,0 xxan/Mob;
G*20 (B) - GF320 (2) = 0,3 xxan/mons.

Ilpeobnaganme Z-m3oMmepa B asomermae Il MOXHO OOBICHETH NEHCTBAEM
SIIEKTPOBHEBIX ¥ MPOCTPAHCTBEHHHX dhakTopos [6 ].

Hyxneopmneuoe npucoemmuenue Buli m Phli mo xapGomwibHON rpymme
coeamuenys | HOPOMCXOAAT ¢ AOCTATOUHO BHICOKEMU Bhixomamum (62 m 649
coorBercTBeHHO). [lockombky coemmaerus 111a,6 ymamoch NOMyYwuTE B BAAE
 XOpOmIO 00pa30BAaHHEIX KPHCTA/UIOB M YUHTHBAY HEMHOTOYHCICHHOCTE H3BECT-

Puc. 1. Crpyxrypa mMoJiexkysnsi coeguncHus IIla

HHX TpomsBofHEIX 11-cunabemso[dlmadro(2,3-d Itmodena, mpeRcTaBasIOCh
uenecooGpazuey  m3yuurs mx MerogoM PCA. [lomyuemHmie pesymbTaTh
npuBeAeHsl Ha puc. 1, 2 mw B Tabnmuax 1—4. Halermsie reomMerpuueckue
papaMeTps OM3KK K CTAHJAPTHHIM 3HaueHwam [7 .

B macc-cuexrpax coenumuenui [11a,6 aucconmaTuBHAS MOHWIATINS XaPaKTePH-
3yeTcd OUEHb HW3KOM HHTEHCHBHOCTRIO JrmuMuEmpopasms rpymmel CH3 or
MOJIEKYISIPHEIX MOHOB, 2 MAKCHMATBHBIMY 10 MHTCECABHOCTH (100%) SIBTISIFOTCS
maku ¢ m/z 309 [M- C4H9] ot coeguuenug [1la u [M- C5H5] — nora 1116,
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Puc. 2. Ctpyxrypa MOIEKysI coeavners 1116

Tabauma 1

KoopauHEaTsl HeBOJOPOIHBIX. ATOMOB ( ><104) B MOJEKyJIax coeguuenui Ia u II6

ATOM X ¥y z
1 2 3 4
IIa
S 1505,7(5) 395(9) 4962,8(3)
Si -728,5(5) 1492(D) 3686,2(4)
0 639(1) -1986(2) 4579,5(9
Cw 625(2) 283(3) 43991
Co) 454(2) -1034(3) 4331(1)
Cp) -424(2) -1237(3) 3766(1)
Cw) -650(2) -2507(3) 3625(1)
C® -1412(2) -2834(4) 32831
Cis) -1967(2) ~1862(4) 3096(2)
Co ~1765(2) 612(4) 3226(1)
C -977(2) -239(3) 3561(1)
Co 245(2) 1433(3) 4252(1)
Caoy 693(2) 2474(3) 4592(1)
Cay 528(2) 3796(4) 4559¢1)
Caa) 1062(2) 4636(4) 4909(2)
Cas) 1758(2) 4192(4) 5293(2)
Cqa) 1932(2) - 2903(4) 5346(1)
Cas) 1398(2) 2052(3) 4994(1)
C(e) 1082(2) -1334(3) 3771 (1)
Can 1002(2) -515(4) 3240(1),
Cas) 1632(2) -807(4 2899(2)
Cao) 1524(3) 70(6) 2383(2)
Cq0) -1622(3) —-4232(4) 3131(2)
Cen -567(2) 2282(4) 3024(2)
C2) -1571(2) 2354(4) 3921(2)
116 _
N 4388(8) 4034(7) 8640(6)
Si 6435,4(3) 7911,2(8) 7634,3(7)
0 1823(2) 6301(2) 8947(2)
Ce) 63338(3) 3644(3) 8924(2)
Cp) 7126(4) 2344(3) 9410(3)
Ca 8698 (4) 2242(3) 9530(3)
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Oxonuanue Tabauugwm 1

1 2 3 4
Ces) 9448(4) 3410(4) 9171(3)
Ci) 8662(3) 4696(3) 8723(2)
Cm 7064(3) 4847(3) 8585(2)
Ce 6032(3) 6082(3) 8107(2)
Co) 4575(3) 5791(2) 8066(2)
Cao) 4457(3) 8910(3) 7453(2)
Cay 3144(3) 8287(3) 7399(2)
Cpazy 1739(3) 9139(3) 7170(3)
Cas) 1559(3) 10568(3) 7011(3)
Caa 2841(4) 11180(3) 7013(3)
Cas) 4245(4) 10363(3) 7321(3)
Caeo) 3154(3) 6712(3) 7543(2)
Can 7404(4) 8462(3) 8723(3)
Cs) 2984(3) 6358(3) 6402(2)
Cas) 2074(3) 5372(3) 6319(2)
Cpoy 1988(3) 5018(3) 5302(3)
Cay) 2800(4) 5617(3) 4351(2)
C@2) 3712(4) 6590(3) 4426(3)
C23) 3788¢4) 6964(3) 5439(2)
Ce) 7626(4) 8180(4) 6280(3)
Ces) 24(4) 11456(4) 6712(3)
Tabauywa 2
BaneurtHsie YIJbl (Tpaj.) B Mojexyne coegunenus Ila
Yroxa w Yron w
Cny—S—Cas) 91,4(1) C@a—Cm—Cs6) 117,8(3)
Ciy—Si—C9) 102,1(D) C—C5—C20) 120,4(3)
Cey—Si—Cpan) 111,0(2) Ce)—C5—Cro) 121,8(3)
Ce—Si—C22) 111,1(2) C5—C)—Cm 121,1(3)
C)—Si—Ca) 111,3(2) C)—Cn—Ce®) 122,4(3)
C9)—Si—C(22) 112,642 - Cp—Cie—Cm 116,1(3)
Cpa1)—Si—C22) 108,7(2) Ca)y—Co—Cao) 111,3(2)
Co—C)—Cp) 131,0(2) Cor—Cao—Cay 129,2(3)
0—Cp)—Cw) 108,5(2) Co—Caoy—Cas) 113,0(3)
0—Cp)—C3) 109,9(2) Cun—Cuon—Cas) 117,8(3)
0—C@)—Cus) 103,3(2) - Cuoy—Cun—Ca2) 119,7¢(3)
-C—C2—Cp) 115,3(2) Cay—Cp2—C3) 121,0(4)
Cy—C2)—Cs) 109,8(3) Cun—Ca3—Cps 121,0¢3)
CE)—C@2)—Cas) 109,4(2) Can—Caa)—Cas) 118,4(3)
Co—Ce)—C@® 115,9(3) Cun—Cpus)—Cas 122,1(3)
C)—Cp)—C) 124,0(3) C)—Cas—Can 115,2(3)
C—Cp—Cp) 120,0(2) Cus—Can—Cas) 114,4(3)
Ce—Cyw—C® 122,4(3) Can—Cas)—Cs) 111,3(4)



Tabauua 3

BanewTnsie yrasl (Tpag.) B MoJexyae coeamHeHus 1116

Yrox w Yron w
C—S8—Cp9) 91,3(1) Can—Caa—Cps) 123,2(3)
C(3)—Si—C10) 102,1(1) Ca—Cu3—Cue) 117,8(3)
C)y—Si—Can 111,9(1) Ca2)—Cu3—Cps) 121,3(3)
C3—Si—Cq) 111,91 Cuy—Cuz—Cps) 120,9(3)
C0y—Si—C7) 110,2(1) Ca3y—Cua—Cps) 120,0(3)
C(10)—Si—Cqaq) 111,2(1) Caoy—Cusn—Caa 122,8(3)
Can—Si—Cpq) 109,4(2) 0—Cpsy—C9) 107,6(2)
Cepy—Coy—Cm 122,5(3) 0—Cpue—Cayy 109,2(2)
Coy—Cp)—Cu) 118,0(3) 0—Cu6—Cs) 105,8(2)
Ci3)—C@—Cs) 120,5(3) Coy—Cusy—Cay) 115,2(2)
C)—Cis—Cs) 121,4(3) Co—Cus—Cps) 108,0(2)
Ce—Cwe—Cm 119,9(3) Can—Cue—Cps) 110,5(2)
C2—Crn—Cs) 117,6(2) Cu6)—C18)—C19) 121,042)
Co)—Cam—Cs) 113,3(2) C16)—C18)—C23) 121,0(3)
Cuey—Cn—Cs) 129,0(3) Co—Cus)—C23) 118,0(3)
Cn—C)—C 111,6(2) Cugy—Cu9)—Cr0) 120,4(3)
Ce—C—Cus) 130,6(2) Co—Cp0—Cu) 121,3(3)
Cuy—Caon—Cas) 117,1(2) C0)—Ce1—C2) 118,7(3
Cao—Cun—Cq2) 119,0(2) C1)—Cp2—C3) 120,4(3)
Cuo—Can—Cas) 124,3(2) Cu8)y—C3—Cr2) 121,2(3)
Ci2)—Can—Cps) 116,8(2)

SKCHEPHMEHTAJIBHASG YACTH

UK cmexTpsl perucrpupoBaIy Ha coekrpomerpe IR-435 B tabnerkax KBr. Cuexrp ITMP noryuen
na mpubope Bruker WM-400 8 CDCl3, BHyTpenuumii crasnapt TMC. Macc-CriexTpe! CHMMATH Ha Tpubope
MS-25 RFA Kratos. TCX nposomiuny Ha ruiactaskax Silufol UV-254 ¢ saxperrersniv croem. Konoroa-
HYI0 XpoMaTOrpadmio OCYIECTBAsIM Ha KOJIOHKe (2 X 40 cM), saosHeHHOM cumukarenem 100/160 i.
Cunres ucxopHoro coequnenus I onucan s paorax [1, 2.

PenrrenOCTPYKTYPHOE HCCiIenopanne coenmuennii I11a,0. [lapaMerps! Sueiiky v METEHCHUBHOCTD
oTpaxkenuit KpucTamios Ila u ITI6 M3MEPEeHB! HA YETHIPEXKPYKHOM ABTOMATHMHECKOM RrbpakToMeTpe
CAD-4 dupwms Enraf Nonius (AMoKc, rpadurossii Mosoxpomatop, 6/26-cxanuposanue 10 Omax =
25°). MoruB HaiieH ¢ UCTIOIL30BAHMEM IPAMBIX METOHOB, PEAM3OBAHHBIX B nporpamMe MULTAN,
xoMIurexca nporpamM SDP. YTouneH¢e N03HIHOEHbIX ¥ TENJIOBLIX HAPaMeTPOB HEBOAOPOJHBIX ATOMOB
TIPOBEEHO B ZHU3OTPONHOM NOJHOMATPMYHOM TIPHOMMOKeHMM. ATOMBI BOJAOPOAA JOKAIMBOBAHBI U3
cunTe30B Pyphe U YTOUHEHb! B M30TPOIHOM NIPUGIIHIKEHHH.

Coenpmenue Ma. Kpucrasns: moroxuassre. TIpu 20 °C = 16,6681, 5=10,3918, c= 24,0908 A,
ﬂ =103,82°, V=4052,143, z=4, npocTparcTenHad rpynna P21/N. R-gaxrop 0,03934.

Coenmrenvie II6. KpuCTammsl OTHOCHTICS K TPUKIMHHOK cuaronmu. Ilpu 20 °C a = 8,7782, b=
9,9158,c=12,1617 A, a=76,65,ﬁ= 84,83,7=80,82°, V=1015,2 A3,z=2, HOPOCTPAHCTBEHHAS IPYTIIa
P-1, oxosuarensnsiit dpakrop 0,03836.

8,11,11-Tpumernn-6-permamvmno-11-crunabenso bluadro[2,3-dlruoden (). Cmecy 0,31 r
(1,0 mmoums) coemunenus 1, 3,9 r (4 mi, 42 mmois) anwmna u 0,15 1 (1,1 Mmons) AlCI3 BoaepkuBarOT
1 9 mpu 120...125 °C. Tlocne oxsaXxHeHus] PEaKIMOHHYI0 MACCy 00pabaThIBalOT BOAHBIM AMMUAKOM,
SKCTPArMPYIOT XJI0podopMOM, SKCTPaKT BricyumeaioT MgSO4 u ynapueaot. OcTaTox xpomarorpadu-
PYIOT Ha KOJIOHKE (9JIIOEHT rekcal—aTmianerart, 4 1 1). Hoxyuator 0,2 v (50%,) asometuna II 8 Buzme
JKENTHIX KPUCTAILIOB. Trn 118...119°C (u3 stanmona); Ry 0,83 (rexcan—stunanerar, 4 : 1). MK cnexrp:
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Tabaumoa 4

e ceasel (A) B MoJeKyaax coepunenui Hla u II0

CBs3b d A Cra3b d, A
Hia 116

S—Cq 1,750(2) S—C) 1,741(3)
S—C15) 1,735(2) S—C(9) 1,749(2)
Si—Cg) 1,855(4) Si—C(g) 1,855(3)
Si—C9) 1,854(3) Si—Cqo) 1,861(3)
Si—Cy) 1,870(4) Si—Ca7 - 1,860(4)
Si—C22) 1,864(4) Si—Cp4) 1,858(3)
0—Cp» 1,443(4) 0—Cqs) 1,440(3)
Co—Cp) 1,510(4) Co—Cp) 1,388(4)
Cy—Cw» 1,359(4) Co)—Cm 1,402(4)
Co—Cp) 1,531(4) Ciey—C) 1,385(5)
Cy—Cqs) 1,544(5) Cay—C5) 1,386(5)
Ciy—C) 1,392(5) C5—Co) 1,366(4)
Ci3)—Cp) 1,397(4) Ce)—Cm 1,408(4)
Ci—Cs) _ 1,380(4) Con—C) 1,439(3)
" Ce—Cs) 1,372(5) Ce)—C9) 1,363(4)
C5—Cpa0) 1,519(6) C)—Cs) 1,518(3)
C)—Cn 1,360(6) Cuo—Cay 1,406(4)
Cn—Cp) 1,421(4) Cuoy—Cqs) 1,396(4)
Co—Co) 1,452(4) Cun—Cp2) 1,3903)
Can—Cay 1,400(5) Cuan—Cqs) 1,529(4)
Cuo—Cas) 1,403(4) Ca—Caz) 1,370(4)
Can—Cq2) 1,382(5) Cuz—Cua 1,388(5)
Ca2y—Ca3) 1,378(5) Cu3—Cps) 1,511¢(4)
Caz—Caay 1,370(5) Cua—Cas) 1,372(4)
Cay—Cqs) 1,390(4) Cue)—C3) 1,533(4)
Cas)—Camn 1,515(5) - Casy—Ca9) 1,384(4)
Cun—Cqs) 1,511(6) Cus)—Cp3) 1,376(4)
Casy—Cq9) 1,518(6) Cas)—Cra0) 1,373(5)
Cro—Cen) 1,366(4)

Cen—Cp2 1,371(9)

C—Ce3) 1,376(5)

820, 1250 (Si(CH3)2), 1610 et (C=N). Crextp IIMP: 0,65 (6H, c, SiCH3); 2,02 » 2,49 (3H,
nBa ymr. c, 63 : 37 CCH3): 6,89...8,40 M. 1. (12H, um, Hapon) - Macc-coextp (ors, %): 383M" (100),
368 [M- CH3] (28). Hairgeno, %: C 75,22; H 5,81; N 3,61; S 8,99. C24H21NSSi. Beramcneno, %:
C75,19; H5,48; N 3,65; S 8,95. .

Asanoruaso us 0,16 r (0,05 Mvons) coequmenus I, 2 r (21 MMOJB) CBEXEHEPErHaHHOTO AHUIMHA
s npucytcrsum 0,08 1 (0,06 MMOJIB) OUHMIEHHOTO BOSTOHKOM ZnCly monyuaror 0,08 r (20%,) coempmenus I1.

6-Byria-8,11,11-tpamerai-11-cuiabensofbjradrol2,3-d]moden-6-on  (Illa). K pacTeOpy
1,0 r (3 Mvomb) coepuaenus I B 50 v a6comoTaoro shupa B Toxe aproma mpu —20 °C nobasmuszor 0,27
(3 MMOnB) Gy THULTMTHSL B FeKCaHe. PEaKIMOHHYIO0 MACCY NEPEMEITHUBAIOT 20 mem npu —20 uVC, 3areM 24
upu 20 °C u ruppommusy:oT 100 M HaChHEEHHOro pacTeopa NH4Cl. Oprasuueckuii CI0¥ BbICYHIMBAIOT
MgSO4 1 yrapusaior. Ocmrox 1,21 xpozwarorpacbmpy}or HA KOJIOHKE, /FOCHT TeKCaH—ITUIAETaT,
5:1.Honysarot0,74r (62%) 6ecn:semmx xpucTaLIoB coexurerus ITia. Tx 125.. 126 °C (uarenTaHa).
Rr0,49 (rexcaH—srmaueTaT 5:1).UK cneKTp 820, 1250 (Sl(CH3) 2),3500 cm (OH) Macc-CrexTp
Uors, %): 366 M™ (38), 309 [M- CsHol ¥ (100), 351 [M—CH3] (11), 348 [M-HzO] (28). Hatige-
BO, %: €72,21; H7,20; S 8,61. C22H260S8Si. Briuucnesc, %:C172,13; H7,10; S 8,74.,
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8,11,11-TpumeTn-6-pennn-11-cunabenso b nagrol2,3-d]moden-6-ox (II6). K dermmm-
THIO, HOAydeHHoMy 13 0,3 1 (42 Mmome) swatua u 3,2 r (21 MMoms) 6pomGensona 8 50 Mt aGCONIOTHOTO
s¢upa, npu 0 °C 8 TOKe CYXOro aproxa Ao6arasmor pacreop 0,5 r (1,6 MMomb) coemuuenus I B 50 M
adupa. PeaxIMOHHYIO MACCY KMISTST 2 1 ¢ 06PATHBIM XOJOTUIBEHUKOM U HOCTE OXJI2 K EHUS TUAPOIU-
3y10T 50 M HaCbINEHEOro BORHOTO pactsopa NH4Cl. Opranvmeckii crioii Bicymusaor MgSO4, ocTaTox
[OCe yHapuBaHMs KPUCTAUIM3YIOT M3 rentasa. Iomyuwaror 0,4 r (64%,) GecuseTHBIX KpHUCTAIOB
coepuuenus I6. Tny 203...204 °C; Rf 0,5 (rexcam—omunanerar, § : 1). YK coextp: 820, 1255
[Si(CH3)2], 3500 cm™ (OH). Macc-cnextp (Tom, %):386M " (79), 371 [M-CHs] * (10), 368 [M-18]
(42), 309 [M-CsHsl (100). Haiineno, %: C 74,55; H 5,72; S 8,31. C24H22088i. Brraucneno, %:
C 74,61; H 5,69; S 8,29.
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