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CHUHTE3 4H-TUEHO|3,2-c]XPOMEHOB
BHYTPUMOJIEKYJAPHBIM APUJIMPOBAHUEM
4-APMJIOKCUMETWJI-5-UOATUO®EH-2-KAPBAJIBJAET'1JIOB

Honmupoanuem 4-ximopMeTrnTropeH-2-Kapoanpaeruna N-HoACYKIIMHIMAAOM TIpH OT-
CYTCTBHH DPACTBOPHUTENS IONYYEH S-noA-4-XJI0pMETHITHO(EH-2-KapOanpaerun, a Ha €ero
OCHOBE — 4-apUIIOKCUMETHII-S5-HoATHOGEeH-2-KapOanpaerusl. [lannanuii-karanuzupyemon
BHYTPUMOJICKYJISIPHOH LUKJIM3aneil 4-apuiIOKCHMETHII-5-HONTHO(EH-2-KapOanbaeru10B
cuHTe3upoBansl 4H-THeHo|[3,2-c|xpoMeH-2-KapOarbIeTH kL.

KaroueBble ciioBa: 4-apiiOKCUMETHI-S-HOATHO(GCH-2-KapOambIerHIbl, S-HOa-4-XI10p-
MetmiTHo(eH-2-kapoamsaerun, 4H-tueno[3,2-c]xpoMeH-2-kapOanpaeruapl, BHYTPUMOJIE-
KyJISIpHas! IUKJIN3aNs, TJTaUeBbli KaTalus.

[IpousBoxnbie 4H-THEeHO[3,2-c]XpOMEHa MMPUBIIEKAIOT HHTEPEC HCCIIeA0BaTENCH
(hmsnonornyeckorr akTUBHOCTHIO0. Cpeairt HUX Ha/IeHbl COCAMHEHUS, SBIISTIOIINECS
JKapOIMOHMKAIOIUMH, T[POTUBOBOCIIAJIMTENLHBIMY, —aHajibreTnueckumu  [1-2],
MYKOPETYJIHPYIONUME [3—5] cpeacTBamu, a Takke 00Iamalomue T0ypeTHISCKAM
[6] 1 aHTUTIApKMHCOHUYECKUM IEUCTBUEM [7].

s mocTpoeHuss KOHASHCUPOBAHHBIX CUCTEM, COCTOSIINX U3 OEH30MTMPaHOBOTO
¥ THO(EHOBOTO IHKIIOB, HICTIOJNB3YIOTCS METOJIBI, BKITIOUAIOIINE aHHEINPOBaHUE
OeH30MMpaHoOB THOPEHOBBIM siipoM [7—12], omHOBpeMeHHOe oOpa3oBaHHE 000WX
nukiaoB [13-16] wnu ¢opmupoBanne mnupaHoBoro Iwkna [17-19]. B umcne
MOCTIETHUX MIMEETCsl eAMHCTBEHHBIN mpumMep dopmupoBanus cBsizu C—C mmpaHo-
BOro Iukia peakuuei Yipmana [19]. HecmoTps Ha Xoporiue BBIXOJbI 1IE€TEBBIX
COCIMHEHNH, WCIIONB30BaHNUEe OyTWIUINTHS, TOKCHYHBIX PEareHTOB M HHU3KHUX
TEMIEepaTyp CHIKAET MPETapaTuBHYIO IIEHHOCTh 3TOTO METO/Ia.

[Nannannii-kaTanu3upyeMoe BHYTPUMOIIEKYJISIPHOE apHiIUpOBaHHE T-H30bI-
TOYHBIX T€TAPEHOB M apWIITAIIOTEHUIOB SBISETCS dPPEKTUBHBIM aTbTePHATHBHBIM
METOJIOM CHHTE3a KOHIEHCHUPOBaHHBIX CTPYKTyp [20-23], TonmepaHTHBIM K
(hyHKITMOHATBHBIM TPYIITIIAaM U IPOTEKAIOIINM B MATKHX yCIOBHAX.

Panee mamm mokaszaHo, 4TO 4-[(2-MOmapHIIOKCH)METHIN |THO(EH-2-KapOabie-
TUABI B YCIOBHSAX peakmuM XeKa CIOCOOHBI 3aMBIKaTh IMHUPAHOBHIN 1K [21] ¢
obpazoBanneM 4H-treHO[3,2-c]XpoMeHOBON cHCcTeMBl. 2-DopMuiI3zaMeniéHHbIC
4H-tneHo[3,2-c]XpOMEeHBl TIPENCTABIAIOT OCOOBI WHTEPEC, IMOCKOIBKY MOTYT
OBITH JIETKO TpaHC(HOPMHUPOBAHHI B JIpyTHe (PyHKINOHATHHBIE TPONU3BOIHEIE, B TOM
YUCJIe COCTUHEHUS C U3BECTHON OMOJIOTMYECKON aKTUBHOCTHIO [2, 4, 5]. B To ke
BpeMsl pa3pabOTaHHBII HaMW METOf CHHTe3a 2-(hyHKIIMOHAIBHO 3aMEIIEHHBIX
4H-tueno[3,2-c]xpomMeHoB [21] orpaHuyYeH AOCTYNMHOCTbIO MCXOJHBIX O-HOJ-
(heHoIIoB.

AnpTepHATHBHBINA MeTOn noiny4eHus 4H-tiueno|3,2-c|xpoMeH-2-kapOarbaeruIoB,
OCHOBaHHBIi Ha BHYTPHMOJICKYJSIPHOM apWIMPOBAHUU TPEANIECTBEHHUKOB 5,
coJlepKallliX aTOM HO/a He B OCH30JHHOM, a B THO(EHOBOM Spe, J0 HACTOAIIETO
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BPEMEHU peann3oBaH He ObUl. VICXOOHBIM COEIMHEHHEM MJs MOJydYeHHUs Ipel-
IIIECTBEHHUKOB 5 MOXET OBITh 5-H0-4-X0pMeTUITHOGeH-2-KapOanbaeru (3).

Hamu paspaboTaH ymoOHBIH METOJ MONYYEHUS S5-HOI-4-XIOpMETUITHO(EH-
2-kapOanpaeruaa (3) momupoBaHueM 4-xyopMeTuinTHODEH-2-KapOaabaeruma (2).
CoenvHenne 2 TOMY4YeHO MO H3BECTHOM METOAMKE AEWCTBHEM mapadopma B
MPUCYTCTBUM U30BITKA XJIOPUCTOTO AQTIOMHUHHUS HAa KOMMEPYECKH OCTYIHBIH
tuoden-2-kapoanpaerun (1) [24].

(CH,0) , AICI c “
,0),, AIC, NIS, H*

_— —_—
[\ CHCI, /\ | [\
S S S\
1 0 2 o

HNopupoBanue coeguHeHus 2 ocymecTBisui N-uoacyknuaumuaoM (NIS) B
NPUCYTCTBHU KHCOT (cepHO#, MeTtaHCcynbdokucnoTsl, [IOK u n-romyoncyisdo-
KUCIOTHI) ,0e3 pactBoputens. Cyoerpat 2 u pearenT (NIS) Opanu B MOJISpHBIX
cootHomenusix 1:1.5; 1:1.8; 1:2.0. Beixoasl coenunenus 3 — 20-80%. Jlyumiue
BbIX0JbI (70-80%) OblIM MOCTUTHYTHI Ipu ucnoib3oBaHuu [1OK u n-Tomyoncyns-
(OKHCIIOTHI B COOTHOILLICHHHU cyOcTpaTa K pearenty 1:1.5.

0
on KCO, Pd(OAc),
3. KI T\ PPh,, K,CO,
DMF 7G| CigHasNMe;Br

R DMF
dak 5a-k 0

-

4-6 aR=H, bR =2(6)-Me, ¢ R =4(8)-Me, d R = 3(7)-Me, e R =2(6)-MeO, f R = 4(8)-MeO,
g R =3(7)-MeO, h R =4(8)-HexO, i R =2(6)-Cl, j R = 3(7)-Cl, k R = 4(8)-Cl
(B ckoOKax yKa3zaHO IOJIOKEHHE 3aMECTHUTENS B CTPYKTYype 6)

4-ApuimokcuMeTHII-5-noaTnodeH-2-kapoanbaeruabl Sa—k moaydeHsl peakmnuei
coemuaeHnss 3 ¢ ¢enomamm 4a—k B cyxom JM®PA B mpucyrctBum K,COs;,
MpOTEKAIOIIeH MPH KOMHATHOM TeMIiepaType B TeueHue 2 cyT. BhIXojwl coenu-
HeHuit Sa—k coctaBunm 60-87% (tabm. 1).

Huxnuzanuio coequHeHuil Sa—k nmpoBoawid AecTBHEM JualeTara Hajaajus B
npucytcteun Tpudenmidochrna u K,CO; B JIMDPA mpu 110-120 °C B TedueHme
5—6 4. JIng yCKOpeHHUs peakiiyd UCTIOIb30BAIM YETBEPTUUYHYI0 aMMOHHUEBYIO COJIb
(bpoMun rexcaxeIMITPIMETHIAMMOHYSI). KOHTpONbh 32 XOZ0M peakIiu OCyIIIec-
IS MeTonoM TCX. 4H-Tueno[3,2-c]xpomen-2-kapoanpaeruasl 6a—k momyde-
HBl ¢ BbIxomamu 44-85% (tabm. 1). CTpoeHHe BcCeX TONyYEHHBIX COEIXMHEHHUI
MOATBEPKACHO JAHHBIMU DJIEMEHTHOTO aHaym3a (Tabir. 1), Macc-CIieKTpoMeTpHrei,
SAMP 'H u PC, UK cnekrpockomueii (Tabir. 2). CrieKTpalbHbIe TapaMeTphbl COCIH-
HeHui 6b,d—j cormacyroTcs ¢ JUTEepaTypHBIMH I TOTYYEHHBIX paHee APYyTHM
METOZOM CoeTMHEeHMH 6a,¢,k [21].

Takum o0pa3oM, HaMW HaHJCH METOJ] CHHTE3a paHee HEHW3BECTHOTO S5-HOJI-
4-xmopMeTUNTHOPEeH-2-KapOaIbIeTHIa, OCHOBAHHBIN Ha MOIUPOBAHUH TOCTYITHOTO
4-xmopMmerunTroen-2-kapbanpaernga N-HOACYKIIMHUMHUAOM TIPH OTCYTCTBHH
pactBopureis. Pa3paboran 3¢ GeKTHBHBIA METON CHHTe3a 2-(QYHKIHOHAILHO
3aMeMIEHHBIX 4H-THeHO[3,2-c]XpOMEHOB Ha OCHOBE BHYTPHUMOJICKYISIPHOMN TTaJUTaInii-
KaTaJIM3uPyEeMOI IUKITU3AITHH 4-apHITOKCUMETHI-5-HOATHO(EeH-2-KapOaibIeTHIOB.
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Ta6numa 1

DU3NKO-XUMUYECKHEe XaPAKTEePUCTHKU CHHTEe3UPOBAHHBIX coenHeHuii Sa—k n 6a—k

Haiineno, %
Coenu- BpytTo- Bhrauciero, % T. o, °C Boxox, %
HEHHe bopmymna (EtOH) ’
C H

Sa CpHolO,S 41.78 2.60 85-86 65
41.88 2.64

5b C;3H110,S 43.51 3.14 110-111 66
43.59 3.10

Sc¢ C;3H110,S 43.48 3.03 101-103 67
43.59 3.10

5d C;3H 10,8 43.53 3.05 Macno 70
43.59 3.10

Se Cy3Hp1 1058 41.66 2.92 68—69 78
41.73 2.96

5f Cy3H11 1058 41.60 2.89 78-79 64
41.73 2.96

5¢ C;3H 11058 41.62 3.01 51-52 60
41.73 2.96

Sh CisH,105S 48.73 4.80 65-66 73
48.66 4.76

5i CpHgClIO,S 37.94 2.08 114-115 76
38.07 2.13

5i CpHgClIO,S 37.97 2.10 55-57 87
38.07 2.13

5k CpHsClIO,S 38.01 2.16 98-100 72
38.07 2.13

6a ClegOZS M w 114-115 85
66.65 3.73 (113 (EtOH) [21])

6b Cy3H,00,S 67.75 4.42 132-134 61
67.80 4.38

6¢c Ci3H,00,S 67.68 4.32 136-138 62
67.80 4.38 (136 (EtOH) [21])

6d Cy3H;00,S 67.72 4.35 135-137 55
67.80 4.38

6e Cy3H005S 63.22 4.02 134-136 65
63.40 4.09

6f Cy3H005S 63.31 4.05 104-105 82
63.40 4.09

6g C13H1003S 63.28 4.12 Macino 54
63.40 4.09

6h Ci5H,005S 68.58 6.43 70-71 83
68.33 6.37

6i CpH,ClO,S 57.38 2.75 187-189 74
57.49 2.81

6j CpH,ClO,S 57.32 2.74 191-193 44
57.49 2.81

6k CpH,CIO,S 57.58 2.83 191-193 75
57.49 2.81 (192 (EtOH) [21])

IKCIIEPUMEHTAJIBHASI YACTb

UK criextpsl 3apeructpupoBanbl Ha criektpomerpe Nagpamom OT-801 B Tabmerkax KBr.
Crextpst SIMP 'H u "C 3ammcanst ma npuGope Bruker DRX 400 (400 u 100 MI'ty coot-
BerctBeHHO) B CDCl;, BHyTpeHnuii cranmapr TMC. Macc-clieKTpbl 3aperrcTpipoBaHbl Ha
npubope Agilent 6890N (sHeprust HOHU3UPYIOMIMX MeKTpoHOB 70 3B, TeMIrepaTypa ucHapuTens
230-250 °C). Omnementnbiii ananmu3 BbimonHen Ha CHN-anammzarope Carlo Erba 1106.
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Tabnuma 2

CrneKTpaJjibHble XapaKTePUCTHKH CHHTe3NPOBAHHBIX coelnHeHuii Sa—k u 6a—k

Coe - Macc-cnextp, | UK CHeKITp, 1 i
HeHe m/z vV, CM Cnextp SIMP 'H (CDC,), §, M. 1. (J, I'm) Cnextp SIMP °C (CDCl,), 6, M. 1.
o> %) (C=0)
1 2 3 4 5
Sa 344 [M]" 1667 4.97 (2H, ¢, CHy); 6.94-7.04 (3H, m, H Ph); 7.29-7.36 |67.0 (CH,); 88.5 (C-5); 114.8, 121.6, 129.6 (C Ph); 135.8 (C-3); 143.5 (C-2);
C)) (2H, m, H Ph); 7.61 (1H, ¢, H-3); 9.78 (1H, ¢, CHO) 148.6 (C-4); 158.0 (C—-OCH, Ar); 181.4 (CHO)
5b 358 [M]" 1651 2.28 (3H, ¢, CHs); 4.96 (2H, ¢, CH,); 6.84-6.95 (2H, ™, |16.4 (CH;); 67.2 (CH,); 88.1 (C-5); 111.4, 121.3, 126.9, 127.1, 131.0 (C Ar);
(3) H Ar); 7.14-7.21 (2H, m, H Ar); 7.60 (1H, ¢, H-3); 9.79 |135.7 (C-3); 144.0 (C-2); 148.6 (C-4); 156.1 (C—-OCH, Ar); 181.4 (CHO)
(1H, ¢, CHO)
Sc 358 [M]" 1651 2.30 (3H, ¢, CHj); 4.94 (2H, ¢, CH,); 6.84-6.88 (2H, ™, |20.5 (CH,); 67.2 (CH,); 88.4 (C-5); 114.7, 130.1, 130.9 (C Ar); 136.0 (C-3);
(1) H Ar); 7.09-7.13 (2H, m, H Ar); 7.59 (1H, ¢, H-3); 9.77 |143.9 (C-2); 148.6 (C-4); 155.9 (C—-OCH, Ar); 181.4 (CHO)
(1H, ¢, CHO)
5d 358 [M]" 1668* | 2.35 (3H, ¢, CHs); 4.94 (2H, ¢, CHy); 6.74-6.84 (3H, M, (21.5 (CH); 66.9 (CH,); 88.5 (C-5); 111.6, 115.7, 122.4, 129.4, 139.8 (C Ar);
C)) H Ar); 7.19 (1H, 1, °J = 7.8, H Ar); 7.60 (1H, ¢, H-3); [135.9 (C-3); 143.8 (C-2); 148.6 (C-4); 158.1 (C-OCH, Ar); 181.4 (CHO)
9.77 (1H, ¢, CHO)
Se 374 [M]" 1669 3.89 (3H, ¢, OCHy); 5.03 (2H, ¢, CHy); 6.86-7.04 (4H, |55.9 (CH;); 68.5 (CH,); 88.4 (C-5); 112.1, 115.0, 120.9, 122.5 (C Ar); 136.1
(13) M, H Ar); 7.64 (1H, ¢, H-3); 9.76 (1H, ¢, CHO) (C-3); 144.0 (C-2); 147.4 (C-OCHa); 148.6 (C-4); 150.0 (C-OCH, Ar); 181.5
(CHO)
5t 374 [M]" 1644 3.78 (3H, ¢, OCH3); 4.91 (2H, ¢, CHy); 6.83-6.96 (4H, |55.7 (CH;); 67.8 (CH,); 88.6 (C-5); 114.8, 116.0 (C Ar); 135.9 (C-3); 143.9
(19) M, H Ar); 7.60 (1H, ¢, H-3); 9.77 (1H, ¢, CHO) (C-2); 148.6 (C-4); 152.1 (C-OCH3;); 154.5 (C-OCH, Ar); 181.4 (CHO)
Sg 374 M]" 1646 | 3.80 (3H, ¢, OCHs); 4.95 (2H, ¢, CHy); 6.45-6.60 (3H, |55.4 (CH3); 67.1 (CH,); 88.6 (C-5); 101.5, 106.9, 107.1, 130.1 (C Ar); 135.8
(®) M, H Ar); 7.17-7.25 (1H, m, H Ar); 7.60 (1H, ¢, H-3); |(C-3); 143.6 (C-2); 148.7 (C-4); 159.3 (C-OCHs,); 161.0 (C-OCH, Ar); 181.4
9.78 (1H, ¢, CHO) (CHO)
5h 444 [M]" 1644 0.85-0.99 (3H, M, CHj); 1.25-1.54 (6H, M, 3CH,); |14.3 (CHs); 22.6 (CH,); 25.7 (CH,); 29.3 (CH,); 31.6 (CH,); 67.8 (CH,); 68.6
(19) 1.71-181 (2H, ™, CHy); 3.92 (2H, 7, °J = 6.6, [(CH,); 88.5 (C-5); 115.5, 115.9 (C Ar); 135.9 (C-3); 144.0 (C-2); 148.6 (C-
OCH,CH,); 4.92 (2H, ¢, CHy); 6.83-6.92 (4H, M, H Ar); (4); 152.0 (C-OC¢H 3); 154.0 (C—-OCH, Ar); 181.4 (CHO)
7.60 (1H, ¢, H-3); 9.78 (1H, ¢, CHO)
Si 378 [M] 1656 5.03 (2H, ¢, CHy); 6.94-6.99 (2H, m, H Ar); 7.21-7.26 |68.2 (CH,); 88.1 (C-5); 114.2, 122.5, 123.4, 127.8, 130.6 (C Ar); 135.8 (C-3);
) (1H, m, H Ar); 7.41 (1H, 1. 1, °J = 8.2, *J= 1.6, H Ar); |143.2 (C-2); 148.7 (C-4); 153.4 (C-OCH, Ar); 182.1 (CHO)

7.68 (1H, c, H-3); 9.80 (1H, ¢, CHO)
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OkoHyanue Tabnume 2

1 2 3 4 5
5§ 378 M 1668 | 4.94 (2H, c, CH,); 6.82-6.88 (1H, m, H Ar); 6.96-7.04 |67.2 (CH,); 89.0 (C-5); 113.2, 115.4, 121.8, 130.5, 135.1 (C Ar); 135.7 (C-3);
Q) QH, M, H Ar); 7.20-7.27 (1H, m, H Ar); 7.59 (1H, c, |143.0 (C-2); 148.8 (C-4); 158.8 (C-OCH, Ar); 181.4 (CHO)
H-3); 9.78 (1H, ¢, CHO)
5k 378 [M]” 1659 | 4.94 (2H, ¢, CH,); 6.87-6.92 (2H, m, H Ar); 7.24-7.30 [67.3 (CH,); 88.8 (C-5); 116.1, 126.5, 129.5 (C Ar); 135.6 (C-3); 143.1 (C-2);
(6) (2H, m, H Ar); 7.58 (1H, ¢, H-3); 9.78 (1H, ¢, CHO) 148.7 (C-4); 156.6 (C-OCH, Ar); 181.3 (CHO)
6b | 229[M-H]" | 1650 |2.24 3H, ¢, CHy); 5.28 (2H, c, 4-CH,); 6.89 (1H, T, |15.9 (CHs); 65.5 (C-4); 118.5 (C-9a); 121.7 (C-9); 121.8 (C-8); 126.7 (C-6);
(100) 37=1.6, H-8); 7.09-7.14 (1H, m, H-7); 7.23-7.27 (1H, |131.9 (C-9b); 132.7 (C-7); 132.9 (C-3); 141.7 (C-3a); 143.1 (C-2); 151.2
, H-9); 7.48 (1H, ¢, H-3); 9.84 (1H, ¢, CHO) (C-5a); 182.3 (CHO)
6d | 229[M-H]" | 1650 |2.32 3H, ¢, CHy); 5.24 (2H, c, 4-CH,); 6.76-6.78 (1H, |21.6 (CHs); 65.6 (C-4); 116.4 (C-9a); 117.5 (C-6); 123.2 (C-8); 123.9 (C-9);
(100) M, H-6); 6.79-6.82 (1H, m, H-8); 7.27 (1H, 1, *J=7.7, |131.3 (C-9b); 133.0 (C-3); 141.2 (C-3a); 1422 (C-7); 142.9 (C-2); 153.0
H-9); 7.45 (1H, ¢, H-3); 9.83 (1H, ¢, CHO) (C-5a); 182.2 (CHO)
6e | 245[M-H]" | 1657 |3.91 (3H, ¢, OCHs); 5.35 (2H, ¢, 4-CH,); 6.88-6.92 (1H, |56.2 (CHs); 66.0 (C-4); 113.6 (C-7); 116.2 (C-9); 119.8 (C-9a); 122.2 (C-8);
(100) M, H-7); 6.96 (1H, T, >J = 7.9, H-8); 7.02-7.06 (1H, M, |132.0 (C-9b); 132.8 (C-3); 142.1 (C-3a); 142.4 (C-2); 148.8 (C-5a); 154.1 (C-
H-9); 7.50 (1H, c, H-3); 9.86 (1H, c, CHO) 6); 182.3 (CHO)
6f | 245[M-H]" | 1661 |3.81 (3H, c, OCH;); 5.21 (2H, ¢, 4-CH,); 6.80-6.92 (3H, |55.8 (CHs); 65.6 (C-4); 108.4 (C-9); 117.3 (C-7); 118.0 (C-6); 119.7 (C-9a);
(100) M, H-6,7,9); 7.48 (1H, ¢, H-3); 9.85 (1H, ¢, CHO) 132.7 (C-9b); 132.8 (C-3); 142.0 (C-3a); 142.6 (C-2); 147.2 (C-5a); 154.8 (C-
8); 182.3 (CHO)
6g | 245[M-H]" | 1673* |3.79 (3H, ¢, OCH3); 5.06 (2H, ¢, 4-CH,); 6.53-6.58 (2H, -
(100) M, H-6,8); 7.21 (1H, 1,/ = 8.2, H-9); 7.81 (1H, ¢, H-3);
9.92 (1H, ¢, CHO)
6h 316 [M]" 1647 | 0.92 3H, m, CHy); 1.31-1.38 (4H, m, 2CH,); 1.42-1.52 [14.0 (CHs); 22.6 (CH,); 25.7 (CH,); 29.3 (CHy); 31.6 (CH,); 65.6 (C-4); 68.8
47 (H, M, CHy); 1.73-1.83 (2H, M, CH,); 3.94 (2H, 1, |(CH,); 109.2 (C-9); 117.8 (C-7); 117.9 (C-6); 119.6 (C-9a); 132.7 (C-9b);
37=6.5, OCH,CH,); 521 (2H, ¢, 4-CH,); 6.80-6.84 [132.8 (C-3); 141.9 (C-3a); 142.7 (C-2); 147.1 (C-5a); 154.4 (C-8); 182.3
(1H, v, H-9); 6.87-6.92 (2H, m, H-6,7); 7.49 (1H, ¢, |(CHO)
H-3); 9.85 (1H, ¢, CHO)
6i | 249[M-H]" | 1657 |5.41 H, c, 4-CH,); 6.94 (1H, 1, >J = 7.9, H-8); 7.29- |66.3 (C-4); 120.5 (C-9a); 122.5 (C-9); 122.6 (C-8); 131.6 (C-7); 132.2
(100) 734 (2H, m, H-7,9); 7.51 (1H, ¢, H-3); 9.87 (1H, c, |(C-9b); 132.6 (C-3); 138.8 (C-6); 141.3 (C-3a); 142.8 (C-2); 148.9 (C-5a);
CHO) 182.3 (CHO)
6j | 249[M-HJ"| 1678 |530 (2H, ¢, 4-CH,); 6.95-7.00 (2H, M, H-6,8); 7.30- [65.9 (C-4); 117.6 (C-6); 117.7 (C-9a); 122.7 (C-8); 124.8 (C-9); 131.8
(100) 7.35 (1H, m, H-9); 7.48 (1H, ¢, H-3); 9.86 (1H, ¢, CHO) |(C-9b); 132.7 (C-3); 136.4 (C-7); 141.3 (C-3a); 142.2 (C-2); 153.7 (C-5a);

* UK criextpsl coenunennit Sd u 6g 3apeructpuposans! B pactBope CHCl;.

182.2 (CHO)



TeMmmepaTypsl IIaBieHus onpeaeeHsl Ha cronuke Koguepa. KoHTpons 3a xoq0oM peaknunit
W YHCTOTON MOJYYeHHBIX coequHeHui mpoBeaéH merogoMm TCX ma mimactuHax Sorbfil
UV-254, smoent CHCl;, nposiButess — mapsl Hoza win YD cBerT.

5-Noap-4-xaopmetuaruoden-2-kapoéanapaeruq (3). K 0.632 r (2.80 mmoip) Memkopac-
téproro N-moacykimamMuaa npobasmsror 0300 r (1.87 wmmoms) 4-XJIopMeTHiI-
THO(EH-2-KapOaJbaeruia, CMeCh THIATENLHO PacTUparoT, nodasisitor 1-2 kammm [1OK,
CHOBa pacTHparoT, a 3aTeM MOMemarT Ha 2 cyT B TéMHoe MecTo. [lo mcreueHnn ykasaH-
HOTO BPEMEHHU K peakIuoHHOW cMecu nobOasisttor 20 mi Bogel u 3kctparupyior CHCl
(3 x 15 ™). DKCTpakT MPOMBIBAIOT HACHIIICHHBIM pacTBOpoM Na,SO;, 3ateM BOmOH U
cymar Hax MgSO,. PactBoputens OTroHSIOT B BakyyMme. OCTaTOK NMEpeKpUCTAIUIN30BBI-
BaloT m3 rekcana. Beixox 0.407 r (76%). T. mn 88-89 °C. MK cmextp, v, cM & 1650
(C=0). Cnextp SIMP 'H, 8, m. 1. (J, T): 4.54 (2H, ¢, CH,); 7.60 (1H, ¢, H-3); 9.79 (1H, c,
CHO). Criexrp SIMP °C, 8, m. 1.: 41.8 (CH,); 91.0 (C-5); 135.8 (C-3); 143.6 (C-2); 148.7
(C-4); 181.13 (CHO). Macc-cniektp, m/z (Iym, %): 285.9 [M-H]" (42), 252.9 (5), 251.9 (8),
250.9 (100), 96.0 (12), 95.0 (10), 70.0 (7), 69.0 (11). Haiineno, %: C 25.04; H 1.37.
C¢H,4CIIOS. Boruucaeno, %: C 25.15; H 1.41.

4-(ApuiokcuMeTna)-5-noaruoden-2-kapéanbaeruapl  5a—k (oOmast Meromuka).
Cwmecr 0.287 r (1.0 mmoinp) 5-non-4-xnopmermntuodeH-2-kapoansaeruaa (3), 1.1 mmons
cooTBercTByIomero ¢enoxna, 0.138 r (1.0 mmons) K,CO;3 1 0.017 1 (0.1 mmons) KI B 1 Ma
6e3Boanoro JIM®A mnepememuBaioT B TeueHUe 24-48 4 10 MCUE3HOBEHUS HCXOIHBIX
coenvHeHui. PeakuoHHyl0 cMech BbUIMBAIOT B 25-30 MJI XOJOJHOW BOABI, KpHUCTa-
JMYECKUE TIPOAYKTHI pEakIiy OT(UIBTPOBEIBAIOT, MaciI000pa3Hble — 3KcTparupyioT Et,O.
OKCTpaKT MPOMBIBAIOT BO#OH u cymaT Hag MgSO,. PacTBopuTens OTTOHSIOT B BaKyyMe.
[TponyKT peakuuu NepeKpUCTaIM30BBIBAIOT U3 CIHPTA.

4H-Tueno[3,2-c|xpomennl 6a—k (obmas meromuka). K cycmensmu 0.502 1 (3.60 Mmois)
K,CO; m 0.531 1t (1.41 mmonb) OpomMuaa TeKCaISHWITPUMETHIAMMOHUS B 5 M
6e3BosHoro JIM®A mnocne nepemennBanus B TeueHne 20 MUH B MHEpTHOH aTmocdepe
nmobasisrot mocnenosarenbHo 0.038 r (0.15 mmoinp) PPh;, 1.40 mmone coenmunenns Sa—k u
0.024 t (0.10 mmomns) Pd(OAc),. PeakiioHHy0 cMech HarpeBaroT B T€YEHHE 5—6 4 mpu
110-120 °C 10 wuCYEe3HOBEHHMS HCXOJHOTO COCIUHEHMs, TOJJIEPKUBas HHEPTHYIO
armocepy. Ilocne oxnaxneHus cMmech BbuMBaroT B 30 mur Boxsl, akcrparupytor Et,0O
(3 x 15 M), 3KCTpaKT GUIBTPYIOT OT TBEPABIX YacTull. OpraHuyeckyio ¢a3y IpOMBIBAIOT
HachimeHHbIM pacTBopoM NaCl (2 x 10 mi) u cymat Hax MgSOy4, pacTBOPHUTENH OTTOHSIIOT
B BaKyyMe, COCIIHECHHE OYMINIAIOT C IMIOMOIIBI0 (ren-xpoMarorpadun (crmmkarems 0.035—
0.070 mm, smroerr CHClz—rekcan, 1:1) m mepekpucrammu3oBbiBaioT n3 EtOH. dusnko-
XMMHYECKHE U CIIEKTPAJIbHBIC XapaKTEPUCTUKN COeIUHEHHH 6a,c,Kk cOOTBETCTBYIOT JHTe-
patypabM [21].

Paboma evinonnena npu ¢unancosou nooodepocke PODOU (epanm 12-03-
98013-p _cudbups_a).
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