XUMUA TETEPOLIMKJIMYECKHUX COEIWHEHUN. — 2013. — Ne 5. — C. 846—851

*
II. Apcensin'™, 3. Masrie', C. Beasikos'

CHUHTE3 3AMEIEHHBIX BEH30[5|]CETEHO®EHOB

Pa3paboTanbl METO/bI MONYYESHUs! 3-LIMaHO-, 3-TETPa30JIWI- U 3-alMIaMHUHOIIPOU3BO/I-
HBIX OcH3oceneHO(eHa, a TaKKe YIOOHBIH METOH XJOPHPOBaHUs OcH30ceneHO(EHa Mo
aToMy ceieHa cyibQypuixiopuaoMm s monydeHus 1,1-guxnopceneHodenoB. Moue-
KyJIsIpHBIE CTPYKTYphl N-(6eH3ocenenoden-3-mn)oenzamunia u N-(bensocenenodeH-3-mi)-
3-¢pennmnakpunamusa noareepxaeHsr PCA.

KaroueBbie cioBa: GenzoceneHodeH, 1,1-auxnopOenzoceneHoden, ceaeHOpeH, MUpH-
JIUH, TETPa3oJi, THO(PCH, KaTaau3, XJIOPUPOBAHKE, [IMAHUPOBAHNUE.

[IponzBoanbie 6eH30THO(EHA BHI3BIBAIOT HHTEPEC B CBSI3U C MPOSBISIEMON HMH
OMOJIOTHYECKOW aKTUBHOCThIO. Hampumep, Takue coeanHeHUs Kak Pamokxcuden
1 Ap30KCU(EH SIBIISIOTCS CENEKTHBHBIMU MOJYJISITOPAMH SCTPOT€HOBBIX PELIEITOPOB
Y UCTIONIB3YIOTCS B JIEYEHWH OCTEOIOpOo3a BO BpeMs M IOCIIE MEHOMAY3bl, a TaKKe
KaK areHThl IPOTHB JCTPOTCH-3aBUCHMBEIX THTNOB paka Tpymu [1-6]. Cenen-
CoJiepiKalllie MPOU3BOJHBIE TAKXKE MOTYT OBITh TOJIE3HBI TMPU JICUCHUH 3JI0-
Ka4eCTBEHHBIX OITyXoJjei [7-9]. Panee Hamu OImyOIMKOBaHBI METOIBI CHHTE3a Psiaa
3aMeIIEHHBIX OeH30CeIeHO(EHOB U Pe3yJbTaThl U3yUEHHUS MX HUTOTOKCHYECKOM
aktuBHocTy [10]. B manHO# paboTe mpencTaBieHbl METO/bI TIOTYUYCHHS 3-1[UaHO-,
3-TeTpazonui- u 3-alrIaMIHOIIPOU3BOIHEIX OeH30ceneHo(heHa, a TaKkKe YA0OHBII
METOJI XJIOpUPOBaHU OeH30CeNeHO(eHa TI0 aTOMy CeJleHa CYIb()ypHIXIOpHIOM,
BeAyuuii Kk 1,1-nuxiopceneHodperam.

Hawmwu naiineHo, 4To 3TUjI0BEIH 3dup 3-0poMOeH30[b]|cenenodeH-2-kapOOHOBOM
KUCIOTHI (1) MOXeT OBITh MPEBpAIIEH B ITHIIOBLIN dup 3-1manoOeH30[b]ceneHo-
(eH-2-kapOOHOBOH KUCIOTHI (2) ¢ BBIXOAOM 94% B peakiuu ¢ [UAHUAOM IMHKA
B aumeTtmnaneramuae (DMA) npu 90 °C B Teuenue 2 4. B kauecTBe xataauruue-
CKOW CHCTEMBI WCIONB30BaM TpuC(mubeH3mmaeHaneToH)aunamanuii(0) (Pd,dbas)
u 1,1'-ouc(nudenunndochuno)depporier (dppf). M3 coenuuenus 2 B pe3ynbrate
JUTNOISAPHOTO (2+3)-IUKIONPUCOSAMHEHUSI ¢ TPUMETHIICHIIMIA3UA0OM B KCHIIOJE
B IPUCYTCTBUY KaTAIMTHYECKOTO KOJIHUYECTBa OKcuaa audyTtuionosa (10%) obpa-
3yercs OTunoBeld ddup 3-(1H-terpaszommn)oen3olb]cenenoden-2-kapOoHOBOM
kuciaotel (3) ¢ BeixomoM 62%. 3-lIlmanoOen3o[b]ceneHodeH-2-kapOoOHOBas KHC-
norta (4) monydeHa ¢ XOPOIIUM BBIXOJOM INEJIOYHBIM THAPOIU30M COOTBETCTBY-
FOIIIETO ATUIIOBOTO A(hmpa 2.

Beenenue OeH3aMHuIHOTO (PparMeHTa B MOJIOKeHUE 3 OeH3oceneHodeHa 1 mpo-
Boaunu B keuyone mpu 120 °C B teuenue 24 4. [y npoBeACHUS PeaKIIUU UCTIONIb-
30BajM KatanmuTudeckyio cuctemy Pd,dba;—Xanthphos u kapOonar mes3ust B kade-
CTBE OCHOBaHUJA. J[muTenbHOe HarpeBaHue coenuHeHwst 1 ¢ ammmaMu OCH30MHOMN
I KOPUYHOW KHCIOTHI MPHUBOJUT K THAPOIU3Y CIOKHOA(UPHON Tpymmbl C
MOCTIEAYIONINM J1eKapOOKCHIIMPOBAHUEM, B pe3yJbTaT€ Yero OBUIM IIOJYYEeHBI
N-(6enso[b]cenenoden-3-mn)oenzamun (5) u N-(6enzo[b]cenenoden-3-mn)-3-de-
Hiakpwiamua (6). B ciydae BBejeHUS HUKOTHHAMHUIHOTO M 2-THEHHIIKApO-
OKCaMHJTHOTO ()parMeHTOB JCKapOOKCHIUPOBAHUE HE MPOHMCXOUT, OKUIAACMEIC
3THIOBBIE Aupsl 3-[(TTHpuINH-3-KapOOHIT)aMHHO |0eH30[ b |ceneHodeH-2-kapOoHo-
Boii KUCHOTHI (7) u 3-[(THOdeH-2-KapOoHUIT)aMUHO |0eH30[b|cenenoden-2-kapoo-
HOBOH KHCIOTHI (8) BeIgeneHsl ¢ BeixogaMu 16 u 41% cooTBETCTBEHHO.
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st npou3BOAHBIX 5 U 6 mpoBen€H peHTIeHOCTPYKTYPHBIH aHAIN3 KPUCTAILIOB,
BEIPAIICHHBIX U3 CMECH TeTposIelHbIN d(up — sTrinanerat (puc. 1, 2). B monexyne
COEAMHEHHA 5 IUIOCKOCTh KapOOKCAMUAHOM TIpymIbl MOBEPHYTa OTHOCHTEJIBHO
TUIOCKOCTH OeH3oceneHopeHoBol cucteMbl Ha 76.9(3)°. benzamuaneiii ¢pparment
TaKXXe He SBIACTCS MIOCKUM: (PeHUIBHOE KOJIBLO OTHOCUTEIBHO KapOOKCaMUIHOM
rpymmsl moBEpHYTO Ha 25.5(3)°. B CBSI3W C 3THM HECKOIBKO YIUTMHEHBI CBSI3H
C(3)-N(10) (1.426(2) A) u C(11)-C(13) (1.497(3) A). B monekyne coenunenus 6
KOH(opMaIHsa OTIMYaeTCs: OTHOCUTENBFHO OeH3oceneHo(eHoBO# cucTeMbl KapO-
OKcaMumHas Tpymma mnoBépHyTa jumb Ha 37.3(7)°, a yrom mexmy kapOokca-
MUJHON TPYMNIONl M CTHPWIBHBIM 3amecTureieM coctaBuger 15.2(7)°. Iloatomy
COMPSKEHNE YacTUYHO coxpansercs, u JmuHbl cBszeir C(3)-N(10) u C(11)-C(13)
coctapysior 1.403(8) u 1.466(9) A.

Puc. 1. MonekynsapHas CTpyKTypa COeAUHEHHUS 5 B IIPEICTaBICHUN aTOMOB
JIUIUTICONIAMHU TEIUTOBBIX KoebaHuit ¢ 50% BepOsSTHOCTBIO

847



Puc. 2. MonexynspHas CTpyKTypa COSIMHEHHUS 6 B PECTABICHUN aTOMOB
JIUINTICONIAMH TEIIOBBIX Koebanuit ¢ 50% BepOsSTHOCTHIO

B kpucTamnyeckoil CTpyKType 000HMX COCIMHEHHUH OOHAPYKEHBI MEKMOJICKY-
nspHBIe BogopomHbie cBs3u NH-+O. JlmnHA BOTOPOTHOW CBS3U B CTPYKType S
cocrasnser 2.836(2) A (paccrosame H--O(12) 1.97 A, yron N(10)-H--O(12)
155°), a B ctpykType 6 — 2.283(8) A (paccrosuue H-—O(12) 2.05 A, yron N(10)—
H--O(12) 169°). IlocpencTtBoM 3THX CBA3€ B O0CHX KPUCTAILTMYECKUX CTPYK-
Typax MOJIEKYJIbI 00BbEJUHSIOTCS B LEMH BIOJb KpHCTAILIOTpaduiIeckoii ocH a.

O MeTonax MoMy4YeHus1 NPOU3BOAHBIX 1,l-auxiiopceneHodeHa n3BECTHO MaJlo —
OMHKCAHO I XJOPUPOBaHHUE AMOCH30CENCHOPEHOB XJIOPOM B XJIopodopMme HiH
CyNBbQYPHIXJIOPHUIOM B XJIOpUCTOM MeTmieHe [11, 12].

W3 Oenzocenenodena 1 u cynbQypuiaxjaopuia B TONyoJie HaMH TOJIY4YEeH 3TH-
noBeli 3¢dup 1,1-auxmnop-3-6pomodenso[b]cenenoden-2-kapoonoBoii kuciotsl (10)
¢ BeixoztoM 87%. Ilpu obpabotke 3-6pomben3o[b]ceneHoden-2-kapOoHOBOH KHC-
70THl (9) CcyaphypUIXIOPUIOM B XJIOPHUCTOM METWJIEHE moiyueHa 1,l-muxmiop-
3-6pomben3o[b]ceneHoden-2-kapboHoBas kuciora (11) ¢ Berxogom 86%.

Br Br
N\ OR SO,Cl, N\ OR
Se 0 PhMe I/IJ'II/I3§H2C]2 lSe\ 5
1’ 9 KOMH. T, MUH Cl Cl
10 (87%)
1,10R=Et9,11R=H 11 (86%)

Takum oOpa3oM, Hamu pa3pabOTaHbl METOMBI MOJYYCHHUS 3-IMaHO-, 3-TeTpa-
300U~ M 3-alMIaMUHONPOM3BOAHBIX OcH3oceneHopeHa, a Takke 1,1-quxmop-
Oen3oceneHo(heHOB.

SKCIIEPUMEHTAJIBHASI YACTb

Crexrpst SIMP 'H, °C u 7’Se sapeructpupoBans! Ha mpuGope Varian Mercury-400 (400,
100 u 40 MI'i; cOOTBETCTBEHHO), BHyTpeHHHe cranaapTsl IMJICO (0.05 m. a., ast spep 'H
1 °C) u Me,Se (0.0 m. 1., 11t sizep | 'Se). DIeMEHTHBIi aHATH3 BHIIOIHEH HA aHAIH3AaTOPE
Carlo Erba 1108. Temneparypsl muiaBieHusi omnpeaesneHsl Ha npubope Optimelt u He
ucrpasieHbl. X0 peakuuid W YUCTOTY IOJNYYEHHBIX COEIMHEHUH KOHTPOJIUPOBAIN
merosnoM TCX na mmactuHax Merck Kieselgel 60 F254 ¢ npossienuem B Y® cBere. s
KOJIOHOYHOM Xpomarorpaduu ucnonb3oBainu cuinukarens Kieselgel (60200 Mxm).

848



OtuaoBblii 3¢up 3-unanodenso[b]cenenopen-2-kapooHoBoii kucjaoThl (2). Cmech
250 mr (0.753 mmoutb) aTroBoro 3dupa 3-6pombdenzoceneHoden-2-kapooroBoit kucnots (1),
89 mr (0.753 mmons) Zn(CN),, 35 mr (0.0376 mmons) Pd,dbas, 21 mr (0.0376 mmons) dppf
u 7 mr (0.113 MMOJIb) MOpOIITKA IIMHKA B 5 MJI JMMETHIIAIICTAMHU/Ia HATPEBAIOT B TCUCHUE
24 npu 90 °C. 3areM peakunoHHyio cMmech BbuIMBalOT B 50 mia EtOAc u mpombIBaroT
Bozmoit (3 % 50 mur). Oprannueckuil cimoi cymar Hag Na,SO,, pacTBOpHUTENb YHNapUBAIOT
IpY MOHIKEHHOM JIaBJIeHHH. YucToe coearHEeHue 2 MoJTyqaroT MPpY ITOMOIIH KOJIOHOYHOU
xpoMmatorpadun Ha cuimkareine (merposneinsiii agup — EtOAc, 20:1). Beixox 197 mr
(94%), amopubiii mopomok, T. mwr. 126-127 °C. Crekrp IMP 'H (CDCly), 8, m. 1. (J, 'n):
1.47 3H, 1, J = 7.2, OCH,CH,); 4.49 (2H, x, J = 7.2, OCH,CHs); 7.48-7.65 (2H, M, H Ar);
7.92-7.99 (1H, m, H Ar); 8.11-8.18 (1H, M, H Ar). Criekrp SIMP °C (CDCly), 8, m. 1. 14.1;
63.0; 113.9; 114.0; 125.8; 126.2; 126.6; 128.3; 140.1; 141.7; 146.8; 161.5. Cnektp
SAMP ""Se (CDCl3), 3, m. a.: 589.0. Haiineno, %: C 51.73; H 3.35; N 4.99. C,,H,NO,Se.
Brruncneno, %: C 51.81; H 3.26; N 5.04.

ItuioBblii 3¢gup 3-(1H-terpazonnn)densob]ceseHopen-2-kapooHOBOii Kuca0THI (3).
PactBop 197 mr (0.708 mmoinb) coenuuenus 2, 18 mr (0.071 mmonb) Bu,SnO u 244 mr
(2.130 mmonb) Me;SiN; B 4 M kcunona HarpeatoT npu 100 °C B Teuenue 2 4. 3atem
nobapmsiror 1 M MeOH wu ymapuBator nocyxa. Beixox 141 mr (62%), amopdHblii
nopormok, . mr. >220 °C (EtOH). Cnextp IMP 'H (IMCO-dy), 8, m. 1. (J, T): 1.15 (3H,
T, J = 7.2, OCH,CH,); 4.21 (2H, k, J = 7.2, OCH,CHs;); 7.48-7.54 (1H, m, H Ar); 7.55—
7.63 (2H, m, H Ar); 8.28-8.33 (1H, M, H Ar). Criextp SIMP C (IMCO-dy), 8, m. 11.: 13.6;
61.9; 126.1; 126.3; 126.6; 127.7; 127.9; 137.9; 140.0; 141.6; 162.1. Haiineno, %: C 42.40;
H3.67; N 16.41. C,H;(N4O,Se-H,0. Beruucneno, %: C 42.49; H 3.57; N 16.52.

3-Iluanoden3o[b]cesenoden-2-kapooHoBasi kuciaora (4). K pacropy 112 wmr
(0.4 mmonp) coenmuaenus 2 B 3 man EtOH mobasmsror 0.5 mur 2M pactBopa NaOH B Boae
U KUISTAT B TedeHue 8 4. 3arem nobammaor emé 5 vt HyO 1 MOAKHUCISIOT peakiInOHHYIO
cmeck 1o pH 5.0, ocanok coenunenus 4 oT(UILTPOBBIBAIOT, MPOMBIBAIOT BOJIOW M CylIaT
B akcukaTtope Hanx P,Os. Beixog 86 mr (85%), amopdusii nopormok, T. mi >220 °C.
Cnextp SIMP 'H (IMCO-dy), 8, m. 1.: 7.38-7.44 (1H, m, H Ar); 7.48-7.54 (1H, m, H Ar);
7.79-7.83 (1H, m, H Ar); 8.04-8.10 (1H, m, H Ar). Coektp SIMP Bc (AMCO-dg), 6, M. 1.:
106.0; 115.7; 123.7; 125.5; 126.0; 126.4; 140.1; 140.9; 162.0; 168.2. Haiineno, %: C 47.79;
H 2.02; N 5.43. C,(HsNO,Se. Beruucineno, %: C 48.02; H 2.01; N 5.60.

Cunte3 amuaoB 5-8 (o6mas meronuka). Cmech 200 mr (0.60 MMoib) coemuHeHus 1,
0.78 mmomnb cootBercTBytomIero amunaa, 28 mr (0.03 mmons) Pd,dbaz, 35 mr (0.06 MMos)
Xanthphos u 590 mr (1.81 mmois) Cs,CO;3 B 8 MII KCHITOIa HarpeBarT B TeUeHUE 24 9 mpu
120 °C. 3arem peakunonHyo cMmech BeUBaOT B 100 miu EtOAc u mpombIBaroT BOmOit
(3 x50 mi). Opranmueckuii crmoit cymart Hag Na,SO,, pacTBOPUTENs YIAPHBAIOT IPU
MOHIDKCHHOM  JIaBJICHWH. YHCTOE COEAWHEHHE MOIYyYaroT IpPU IOMOIIM KOJOHOYHOH
Xxpomarorpaduu Ha cuiukarese (nerpoiennslit agup — EtOAc, 5:1).

N-(ben3so[b]cenenopen-3-wn)oenzamun (5). Boixog 98 mr (54%), Oenble KPUCTAILIBI,
. . 174-175 °C. Cnexrp SIMP 'H (CDCly), 8, m. 1.: 7.33-7.40 (1H, m, H Ar); 7.41-7.48
(1H, M, H Ar); 7.49-7.67 (4H, m, H Ar); 7.90-7.98 (3H, M, H Ar); 8.21 (1H, ym. ¢, NH);
8.59 (1H, ¢, H-2). Cnextp SIMP °C (CDCly), 8, m. a.: 115.4; 120.4; 124.5; 125.2; 126.5;
127.0; 128.9; 130.3; 132.0; 134.5; 135.2; 138.9; 165.5. Haiizeno, %: C 59.05; H 3.72;
N 4.60. C;sH;NOSe. Brruncneno, %: C 60.01; H 3.69; N 4.67.

N-(ben3zo[b]ceaenopen-3-uia)-3-penmnaxpuiaamun (6). Berxon 39 mr (20%), Oemnpie
Kpuctawisl, T. 1. >220°C. Cnektp SAMP 'H (AMCO-d¢), 6, m. a. (J,T'm): 7.15 (1H, n,
J=15.6, CH=CHPh); 7.35-7.51 (5H, M, H Ar); 7.64-7.68 (2H, m, H Ar); 7.65 (1H, g,
J =15.6, CH=CHPh); 8.06-8.16 (2H, m, H Ar); 8.54 (1H, c, H-2); 10.12 (1H, ym. ¢, NH).
Cnextp SIMP ®C (IMCO-dg), 8, m. 1.: 114.9; 121.7; 122.3; 124.1; 124.9; 126.3; 127.6;
128.9; 129.7; 131.7; 134.7; 135.5; 138.1; 140.3; 163.7. Haiineno, %: C 62.54; H 4.07;
N 4.20. C;;H;3sNOSe. Brruucineno, %: C 62.59; H 4.02; N 4.29.

ItuaoBblii 3¢up 3-[(mupuaun-3-kapooHus1)aMmuHo |0eH30[b]cesieHOpeH-2-KapOoHO-
Boii kucsoThI (7). Beixox 29 mr (16%), amop¢Hslii mopomiok, T. mr. 134—-135 °C. Cnextp
SAMP 'H (CDCly), 8, m. . (J, Tw): 1.39 (3H, 1, J = 7.1, OCH,CH;); 4.38 (2H, x, J = 7.1,
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OCH,CH;); 7.41-7.47 (2H, m, H Ar); 7.48 (1H, n. o, J = 4.8, J = 8.0, H-5 Py); 7.83-7.89
(1H, m, H Ar); 8.04-8.09 (1H, m, H Ar); 836 (1H, n. T, J = 1.9, J = 8.0, H-4 Py); 8.78—
8.88 (1H, M, H-6 Py); 9.33 (1H, ym. ¢, H-2 Py); 10.40 (1H, ym. ¢, NH). Cnexrp SIMP "°C
(CDCly), 8, m. 1.: 14.5; 62.0; 118.3; 123.6; 124.7; 125.6; 127.9; 128.6; 129.5; 135.3; 135.4;
140.2; 141.6; 149.0; 152.9; 163.6; 165.5. Haiigeno, %: C 54.59; H3.83; N 7.33.
C7H14N,0;Se. Brruuciieno, %: C 54.70; H 3.78; N 7.50.

ItuaoBbiii 3¢up 3-[(THOPeH-2-kapOoHUT)aMUHO]|OeH30[b]cesieHOeH-2-KapOoHO-
Boii kucJsoThI (8). Beixon 93 mr (41%), amop¢uslii mopomiok, T. i 106-107 °C. Cnektp
SAMP 'H (CDCly), 8, m. a. (J, Tu): 1.40 (3H, T, J = 7.0, OCH,CH;); 4.38 (2H, x, J = 7.0,
OCH,CH;); 7.18 (1H, x. n, J = 3.8, J = 5.0, H-4 Th); 7.40-7.46 (2H, M, H Ar); 7.61 (1H, n.
o, J =12, J=5.0,H-3 Th); 7.81-7.87 (1H, m, HAr); 7.85 (1H, n. o, J = 1.2, J = 3.8,
H-5 Th); 8.11-8.18 (1H, m, H Ar); 10.39 (1H, yur. ¢, NH). Criekrp IMP °C (CDCLy), 8, m. 1.:
14.4; 61.8; 117.1; 124.5; 125.4; 127.8; 128.0; 128.8; 129.8; 131.6; 135.4; 138.5; 140.0;
141.9; 159.7, 165.6. Haiineno, %: C 50.71; H3.50; N 3.57; S 8.21. C;cH;3NOsSSe.
Brruncneno, %: C 50.80; H 3.46; N 3.70; S 8.48.

Itunosblii 3¢up 3-6pom-1,1-quxnopoenso[b]cesenoden-2-kapooHoBoii kucjaorol (10).
K pactBopy 250 mr (0.75 mmonb) coemuuenuss 1 B 5 mum PhMe npobasnsror 203 mr
(0.122 mi, 1.51 mmomnb) SO,Cl,. PeaknnonHyro cMech IepeMEIINBaOT B TeueHue 30 MUH
Py KOMHATHOW TeMIepaType, BBINABIIAN KEITHIA OCalOK OT(HHIETPOBBIBAIOT U IIPO-
MBIBAIOT CYXHMM IETpoJeHHbIM d3dupoM. Beixon 263 mr (87%), xéntblii amopdHbIi opo-
ok, T. wi. 146-147 °C. Cuekrp AMP 'H (AMCO-dg), 6, M. . (J, Tm): 1.33 (3H, 1, J = 6.8,
OCH,CHs;); 4.34 (2H, %, J = 6.8, OCH,CH3); 7.53-7.62 (2H, M, H Ar); 7.97-8.03 (1H, M,
H Ar); 8.20-8.25 (1H, m, H Ar). Criextp SIMP C (IMCO-dy), 3, m. 1.: 14.0; 61.7; 115.2;
126.3; 126.6; 127.0; 128.3; 129.8; 139.9; 140.1; 161.7. Haiineno, %: C 32.68; H 2.30.
C,1HyBrCl1,0,Se. Berancneno, %: C 32.79; H 2.25.

Kpucramiorpadpuyeckue 1aHHble coeMHeHMii 5, 6

CoenuneHue
[Tapametp
5 6
OMnupuueckas popmyia C;sH;;NOSe C;7H3NOSe
MonekynsapHas Macca 300.219 326.257
®dopma Kpucramia IIpu3zma [Ipuzma
Pa3mep xpucramia, MM 0.09%0.11x0.14 0.12x0.13x0.18
CuHroHus MoHOKIHHHas PomOunueckas
ITapameTpsl a1eMeHTapHON STYEHKHU:
a, 9.2698(3) 9.6178(3)
b, A 12.7668(4) 12.5708(4)
c, A 10.9523(3) 22.967(1)
B, rpaz. 108.647(1) 90.0
O0BEM DIIeMEHTapHOH sTUeHKH, V, Al 1228.12(6) 2776.7(2)
IIpocTpancTBeHHas rpynmna P2/a Pcab
Yucno Monekyn B siuelike, Z 4 8
F(000) 600 1312
[I0THOCTB BEILECTBA dyyyy, T/CM 1.624 1.561
MaxkcuManbHBIN yToi, 20,,,,, Tpa. 60.0 60.0
Temnepatypa skcriepumenra, °C —-100 -90
Hurepsansl nunaexkcoB Muiiepa -12<h<12 -12<h<12
-17< k<16 -16<k<16
-15<i/<14 -30<7<30
Koo hHIHeHT MOTTOMeHHS, 1, MM ' 3.048 2.700
Obmiee uuncio pedaekco 6095 6906
Yucio He3aBUCUMBIX Pe(IIeKCOB 3516 4030
Yucno pediexcos ¢ /> 3o(/) 2396 1495
R-dakrop 0.039 0.064
R-unnexcel mo BceM pedraexcam (R, wRy) 0.071,0.173 0.095, 0.217
Yucno yTouHseMbIX IapaMeTpoB 163 181
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3-bpowm-1,1-quxnop6en3o[b]cenenoden-2-kapoonoBass kuciaora (11). K pacreopy
357 mr (1.17 mmous) 3-OpombGenso[b]cenenoden-2-kapoboHoBoii kuciaoTel (9) B 10 M
CH,Cl, mo6asmsiror 0.3 M JIM®PA u 3atem 567 mr (0.34 mu, 4.02 mmons) SO,Cl,.
Peaknnonnyio cMmech mepememuBaioT B TeueHHe 30 MHUH MpU KOMHATHOH TemrmepaType,
BBINIABIIUHA JKENTBIH 0CAZOK OTQUIBTPOBHIBAIOT M IPOMBIBAIOT CYXHM HETPOJICHHBIM
aupom. Beixox 379 mr (86%), xénteiii amopdHbIi mopomiok, T. mwi. >220 °C. Cnektp
AMP 'H (IMCO-dg), 8, M. 1.: 7.52-7.60 (2H, m, H Ar); 7.97-8.00 (1H, m, H Ar); 8.18—
8.21 (1H, M, H Ar). Cnexrp SIMP C (IMCO-de), 5, m. m.: 114.2; 126.1; 126.5; 126.8;
128.0; 131.7, 140.0; 140.2; 163.2. Haiineno, %: C 29.06; H 1.25. CyHsBrClL,O,Se.
Beraucieno, %: C 28.83; H 1.34.

PenTreHocTpykTypHO€E Mcciiel0BAHHE MOHOKPHCTAUIOB cOeJUHeHMil 5 u 6 mpose-
JIICHO Ha aBToMaTthieckoM mnudpakromerpe Bruker-Nonius KappaCCD. Kpucramio-
rpaguyecKne XapakKTepUCTHKH, YCIOBUS SKCIIEPUMEHTA U TapaMeTPbl YTOYHEHHUS CTPYKTYP
npuBeeHsl B Tabnuie. B pacdyerax mcmons3oBans! nporpammbl SIR92 [13] u SHELXL97
[14]. Tonras mHpOpMAIHA 0 KPUCTALIMYECKUX CTPYKTypax COSAMHEHHH S u 6 mero-
HupoBaHa B KeMmOpumxckoMm OaHke CTPYKTYypHBIX HaHHBIX (nenoHeHTl CCDC 863406
1 CCDC 863407 cOOTBETCTBEHHO).

Paboma evinoanena npu cooeticmeuu Eeponeiickoco coyuanvnoz2o ¢onoa

(2009/0197/1DP/1.1.1.2.0/09/APIA/VIAA/014), a maxoce Jlameuiickozo cosema
no nayxe (epanm Ne 447/2012).
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