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CHUHTE3
2-(B-TETAPUJIAMUHODTUII)-3,5,6-TPUXJIOP-1,4-BEH30XNHOHOB

W3 2,5-purunpokcu-4,6,7-tpuxiop-2,3-muruapobenso[b]dypana u rerapu-
aMHMHOB TOJY4YEHBl 2-TeTapHiIaMHHO-5-THAPOKCcH-4,6,7-Tpuxiop-2,3-quruapo-
6enso[b]pypansl. BoccraHOBUTENBHOE PpACKPBITHE IUTHAPOOEH30(hYPAHOBOTO
[MKJIA 3THX COCJMHEHMH TMPUBENO K 00pasoBanuio 2-(B-rerapuiamuaostin)-3,5,6-
TPUXJIOPTUAPOXMHOHOB, OKUCIICHHBIX JI0 LENEBBIX MPOAYKTOB — 2-(B-rerapriaMu-
HO9TIN)-3,5,6-Tpux0p-1,4-66H30XHHOHOB — HOBBIX TMPOU3BOJAHBIX 1,4-0CH30XH-
HOHa C BHYTPUMOJICKYIISIPHBIM [IEPEHOCOM 3apsiia.

KnwueBble ciioBa: 2-rerapuiaMuHO-5-runpokcu-4,6,7-tpuxinop-2,3-nurua-
pobenso[b]dypansl, 2-(B-rerapunamuHosTIN)-3,5,6-TpHXI0p-1,4-6€H30X HHOHBI,
BHYTPUMOJIEKYIIPHBIH MEPEHOC 3apsia, BOCCTAHOBHUTEIBHOE PACKPBITHE LUKIIA,
OKHUCJICHHE.

Panee Hamm ObUT pa3paboTaH METOJN CHHTE3a 2-TeTapHI3aMEelICHHBIX
Tpuxjop-1,4-6en3oxunonoB [1-3] Ha 6ase 2,5-guruapokcu-3,4,6,7-reTpaxiiop-
2,3-nuruapodenso[b]dypana, J1erko moay4aeMoro B ABE CTaIUM M3 XJIOPaHUIIA
[4]. DTOT METOJ COCTOUT M3 PEUUKIU3AIMN YKA3aHHOTO TUTHIpoOeH30(ypaHa
C pa3nUYHbBIMH OM(YHKIMOHATBHBIMUA COSJIMHEHUSMHU W TOCIEAYIOIIETO OKH-
CJIEHUsI TUIPOXHMHOHOBOTO (hparMeHTa 0Opa3yromuxcsl NPOAyKTOB. TakuM Imy-
TEM IOJTy4YEeHbI TeTapuiI3aMelieHHbIe TPUXIIOp-1,4-06H30XHHOHBI, COo/IepKalIne
LMKJI THA30j1a U THa30JuHa [5], cenenasona [6], Tuazonud-2-tuona [7, 8], 1,3,4-
tuaauasuHa [9], nupaszona [9] u 1,3-nutnon-2-ona [10]. B monekynax 3tux
COe/IMHEHNH HaOJr0/aeTcsl BHYTPUMOJIEKYIISPHBIA TIEpeHoC 3apsiaa, 00yCiIoB-
JICHHBI HaJMYHEM B HUX KOBAJICHTHO CBs3aHHBIX CBs3bl0 C—C 31eKTpOHO-
JOHOPHOTO TETEPONMKIA M 3JICKTPOHOAKIIETITOPHOTO OCTaTKa OCH30XHHOHA.
3TOT nepeHoc peanuzyeTcs Oiarogaps npsMomy dPQPEKTy CONPHKEHNS MEXTY
obonMHu (parMeHTaMH W OTpakaeTcsl B JJIEKTPOHHBIX CIIEKTPax YKa3aHHBIX
reTapui3aMelCHHBIX.

Hacrosimmass paborta mocesiieHa cuHtesy 2-(fB-retapuiaaMuHodTHA)-3,5,6-
TpuxJIop-1,4-06H30XMHOHOB, MOJIEKYJBI KOTOPBIX COJEp)KaT HECONpsHKEHHBIE
AJIEKTPOHOJOHOPHBIE U AJIEKTPOHOAKIENTOPHBIE (parMeHThl, pa3beHMHEHHbIC
rpymmnoir —CH,CH,NH-. Pe3ynbraTsl uccnenoBanusi TaKOro TUIIA COCTUHEHUI
C BHYTPHMOJIEKYJISIPHBIM TIEPEHOCOM 3apsiia 00001meHsl B MoHOorpaduu [11].
B pa3zgene, nmocBsimeHHOM KOH(OPMAIIMOHHO MTOJABMKHBIM CTPYKTYPaM C TpexX-
WIEHHBIM COEIMHSIIOINM MOCTHKOM (4 G-CBSI3M) pacCMOTPEHBI COEeIWHEHHUS,
cojiepkanire GpparMeHTbl C OTHOCUTEIBHO CIA0BIMH 3JIEKTPOHOAKIICTITOPHBIMU
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(HUTpOapMIIbHBIE TPYIITHI, TPON3BOAHbBIE |,4-HahTOXWHOHA) W AIIEKTPOHOO-
HOPHBIMH (apWJIBHBIE TPYIIIBI C 3JEKTPOHOJOHOPHBIMH 3aMECTUTEISIMU) CBOM-
crBamu [11, c. 21].

[Toz:xe OBITM CHHTE3WPOBAHBI CUCTEMBI C OYEHB CHIIBHBIMH JJIEKTPOHOJIO-
HOpaMH — OCTAaTKaMH NPOM3BOAHBIX TeTparnadylibBajieHa, CBS3aHHBIMUA C
dbparmenTom 1,4-6eH30XMHOHA JTHOO KOH(MOPMAIIMOHHO TOIBIMKHBIMH, JTH0O
KECTKUMH 3BEHBSIMHU C HECKOIBKUMH G-CBS3SIMH, OJHAKO, BHYTPHMOJEKY-
JIAPHBIN TEPEHOC 3apsiia HU B OJHOM U3 HUX METoJoM YD CHEeKTPOCKOINUU HE
Ob11 oO0HapyxeH [12]. HemaBHo ommcano [13] coeanHeHne A, B MOJIEKyle KO-
Toporo (parmeHTt TerparuadynbBajgeHa cBsizaH ¢ ¢parmeHToM 1,4-0eH30XH-
HOHA MTPOCTPAHCTBEHHO KECTKUM IUKITMIECKIM MOCTHKOM.

o H
SIS S:[SMG
S ST “sMme
H
O
A
B ero snekTpoHHOM cIieKTpe HaOMIOAaeTcs Mojoca MOromeHus ~685 HM
(e ~310), cBHAETENBCTBYIOMNIAS O CIAOOM BHYTPHUMOJIEKYIIIPHOM IIEPEHOCE 3a-
psana. Metogom PCA nmokazaHo, uTo, Onarogapst M3ru0aHuio MOJIEKYIIBI U Yac-
TUYHOMY TEpPEKPHIBAaHHIO OpOWTaNell JOHOPHOTO M aKUENTOpHOro (parmen-
TOB, IEPEHOC 3apsiAa OCYIIECTBISIETCS Yepe3 MPOCTPAHCTBO.
Boccranosiennem jerkogoctymnHoro [14] 2-(B-austunamunostennn)-3,5,6-
Tpuxiop-1,4-6enzoxunona (1) nuTroHuTOM HaTpus [ 15] WM AMXIIOPUAOM OJI0-

Ba B KOHIICHTPHUPOBAHHOW COJSHOW Kuciote [16] Hamu momydeH 2,5-TUTHI-
pokcu-4,6,7-tpuxinop-2,3-auruapodenso[b]dypan (2).
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3 aHet = 2-nupuaun, b Het = 3-nmupuaun, ¢ Het = 4-nupumin, d Het = 1,2,4-tpuazon-3-u,
e Het = rerpaszon-5-un, 3f, 4a, 5a Het = 2-nupumuann, 39, 4b, 5b Het = 2-tuazonuu,
3h, 4c, 5¢ Het = 6-xunonMI
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XapaxrepucTuku coequHenuii 3a-h, 4a—c, 5a—c

Tadonuma 1

Co- Haiineno, %
T. .,
enu- bpyrTo- Bsrancneno, % oc Brixon,
He- (dopmyna %
HHE c H Cl N S (c pasn.)
3a Ci13HgClI3N202 46.85 2.82 32.43 8.34 187-188 78
47.09 2.74 32.08 8.45
3b Ci13HgClI3N20> 47.30 2.66 32.17 8.28 199-201 85
47.09 2.74 32.08 8.45
3c Ci13HgClI3N20> 47.38 2.87 32.37 8.67 237-239 41
47.09 2.74 32.08 8.45
3d C10H7CI3N4O> 37.60 2.30 32.53 17.66 200-202 76
37.35 2.19 33.08 17.43
3e CgHsCl3N502 33.77 1.96 32.69 22.02 221-222 76
33.51 1.88 32.98 21.71
3f C12HgClI3N30> 43.57 2.32 32.43 1251 205-206 85
43.33 2.42 31.98 12.64
39 C11H7CI3N202S 39.24 2.18 31.27 8.54 9.70 200-202 92
39.13 2.09 3151 8.30 9.50
3h C17H11CIN20: 53.55 3.00 27.37 7.18 218-220 93
53.50 291 27.87 7.34
4a Ci12H10CI3N302 43.04 3.02 31.14 12.14 208-210 61
43.07 3.01 31.79 12.56
4b Ci11HoClI3N202S 38.39 2.70 32.07 7.84 8.79 168-170 88
38.90 2.67 31.32 8.25 9.44
4c Ci17H13CI3N202 53.24 3.39 27.59 719 218-220 92
53.22 3.42 27.73 7.30
5a C12HgCl3N30> 43.25 2.39 31.94 12.18 240-242 82
43.33 2.42 31.98 12.64
5b C11H7CI3N202S 39.92 217 31.18 7.99 9.95 >250 70
39.13 2.09 3151 8.30 9.50
5c C17H1:CIN202 52.92 291 27.45 7.08 227-228 71
53.50 291 27.87 7.34

BsaumopeiictBue coenuuenus 2 ¢ 2-, 3- win 4-aMUHOIIMPHINHAMH, 3-aMu-
HO-1,2,4-Tpua3onoM, 5-aMUHOTETPA30JI0M, 2-aMHHONHPUMUIAHHOM, 2-aMUHO-
THA30JIOM U 6-aMHUHOXHHOJIMHOM TPUBOIUT K OOpa30BaHHIO C XOPOIIUMHU

BbIXOJaMH

2,3-murunpodenso[b]dypanos (3a—h) (Tadmn. 1).

COOTBETCTBYIONIUX 2-TE€TapUIAMHHO-S-THAPOKCH-4,6,7-Tpuxiop-
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Tabnuma 2

MK cnextpor u AMP *H coexnnennii 3-5

COeI[I/I 1 1%
HeHue UK cnextp, v, CM Crektp SIMP "H*, 5, m. 1. (J, I'm)
3a 3388 (NH), 2670-2520 | 3.11 (1H, & 1, 2 = 17,33 =6, 3-H); 3.60 (1H, . 1, 2 = 17,31 =8,
(w, OH), 1614, 1582, 3-H), 6.50-6.90 (3H, M, 2-H + 3-, 5-Hyer), 7.50 (1H, 1. T, 4-Hper),
1532 7.91 (1H, 1, 3J =10, NH), 8.05 (1H, 1. T, 6-Hner), 9.70 (1H, 1. ¢,
OH)
3b 3315 (NH), 2480 (1, 3.20 (1H, 1. 1,20 =17,%=6,3-H),3.65 (1H, 1. 1, 23 =17,%1 =8,
OH), 1597, 1537 3-H), 6.45 (1H, 1. 1. 1, 2-H), 7.20 2H, M, 4-, 5-Hyer), 7.50 (1H, 1,
3J =10, NH), 7.95 (1H, T, 6-Hper), 8.15 (1H, M, 2-Hper), 9.70 (1H,
ur. ¢, OH)
3c 3344 (NH), 2480 (1, 3.13 (1H, 1. 1, 20=17,%=6, 3-H), 3.60 (1H, 1. 1, 23 =17,%1 =8,
OH), 1616, 1588, 1528 | 3-H), 6.45 (1H, 1. 1. 1, 2-H), 6.73 2H, x. 1, 3-, 5-Huer), 7.90 (1H, 1,
3J =10, NH), 8.16 (2H, 1. 1, 2-, 6-Her), 9.50 (1H, . ¢, OH)
3d 3516 (NH), 3284 (NH), | 3.13 (1H, x. 1, 2= 17,3 =6, 3-H), 3.56 (1H, 1. 1, 2= 17,3 =8,
3120-2750 (u, 3-H), 6.45 (1H, m, 2-H), 7.70 (1H, 1. ¢, NH), 8.15 (1H, ¢, 5-Hper),
OH),1590, 1558, 1516 9.60 (1H, w. ¢, OH), 13.00 (1H, 1. ¢, NHper)
3e 3412 (NH), 3264 (NH), | 3.17 (1H, o. 1, 20 =17,31 =6, 3-H), 3.67 (1H, 1. 1, 23 = 17,3 = 8,
3076-2780 (1, OH), 3-H), 6.33 (1H, m, 2-H), 8.63 (1H, 1, 3 = 10, NH), 9.80 (1H, m. c,
1638, 1544 OH), 15.40 (1H, 1. ¢, NHper)
3f 3332 (NH), 3260, 2976 | 3.24 (1H, n. 1, 20 =17,3% =6, 3-H), 3.58 (1H, 1. 1, 20 =17,% =8,
(w, OH), 1590, 1522 3-H), 6.78 (2H, M, 2-H + 5-Hyer), 8.38 (2H, 1, 4-, 6-Hper), 8.47 (1H,
1,33 =10, NH), 9.70 (1H, ur. ¢, OH)
3g 3384, 3248 (NH), 2470 | 3.11 (1H, a. 1, 2 =17, 31=6, 3-H), 3.64 (1H, 1. 1, 20 =17, =8,
(w, OH), 1557, 1515 3-H), 6.45 (1H, 1. . 1, 2-H), 6.80 (1H, 1, 3J = 4, 4-Hpe), 7.11 (1H,
1, 3 = 4, 5-Hye), 8.90 (1H, 1, 3 = 10, NH), 9.80 (1H, 1. ¢, OH)
3h 3300 (NH), 3087-2967 | 3.22 (1H, 1. 1, 21 =17,3%1 =6, 3-H), 3.71 (1H, 1. 1, 2J = 17,3 = 8,
(CH xuuonuua), 2450 3-H), 6.53 (1H, 1. a. 1, 2-H), 7.20-8.60 (6H, M, Hner), 7.69 (1H, 1,
(w, OH), 1632,1588, %) =10, NH), 9.80 (1H, w. ¢, OH)
1554, 1502
4a 3423 (NH), 3175 (u, 3.00 2H, T, 3 = 6, CHy), 3.33 (2H, 1, 3J = 6, CHy), 6.53 (1H, T,
OH), 1594, 1528 5-Huer), 7.20 (1H, yur. T, NH), 8.24 (2H, 1, 4-, 6-Hyer)
4b 3240, 3140 (NH, OH), 3.04 2H, T, 3 = 4, CHy), 3.29 (2H, 1, °J = 4, CHy), 6.60 (1H, 1,
1612, 1566, 1510 3) = 4, 4-Hpe), 7.00 (1H, 11, %) = 4, 5-Hyer), 7.80 (1H, ym. 7, NH),
9.90 (2H, w. ¢, OH)
4c 3383 (NH), 2960-2860 | 3.12 (2H, T, %) = 4, CHy), 3.25 (2H, 1, %J = 4, CHy), 6.42 (1H, y. T,
(CH xunonuna), 2580 NH), 6.80 — 8.50 (6H, M, Hper), 9.50 (1H, mr. ¢, OH), 9.70 (1H, . ¢,
(w1, OH), 1624, 1548 OH)
5a 3235 (NH), 3140-2930, | 3.06 (2H, T, 3 = 6, CHy), 3.63 (2H, T, %J = 6, CHy), 5.42 (1H, ym. T,
1660 (C=0 xuHona), NH), 6.49 (1H, 1, 5-Huer), 8.18 (2H, 1, 4-, 6-Hper)
1573 (C=C xuHoHa),
1537
5b 3207 (NH), 3115, 3067, | 3.50 (4H, 1Ba mepexpbIBaromuxcs TpuIieTa, -J = 6, 2CHy), 6.56
2947,2916, 1682 1 (IH, 1, 33 = 4, 4-Huer), 6.87 (1H, 1, °J = 4, 5-Hyer), 7.60 (1H, yur. T,
1670 (C=0), 1596, 1572 | NH)
(C=C xumona)
5¢ 3275 (NH), 3100-3020, | 3.17 (2H, 1,%] = 6, CHy), 4.20 (2H, T, %J = 6, CHy), 7.50-9.00 (6H,

1660 (C=0), 1620, 1560
(C=C xuHoHa)

Huer),  9.70 (1H, ym. T, NH)

* Crektp SIMP 'H coemumenns 5a cmsr B pactBope CDCls, ocrameHbIX coemumHennii B
JIMCO-dg.
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B crekrpax SIMP 'H  coemunenmii 2 (cm. SKCIIEPUMEHTAIBHYIO YacTh) H
3a-h (tabm. 2) curHajbl MPOTOHOB METHJICHOBOW TPYIIBI B TOJIOKCHUH 3
reTepolyKia HMMEIT BHI JABYX AyOJeToB IyOJIeTOB, YTO CBSI3aHO C HX
XMMUYECKOM HEIKBUBAJICHTHOCThIO M paszanuHbiM CCB kaxmoro w3 HuX ¢
IIPOTOHOM Y XHPaJbHOTO aTroMa yriepona B nosiokeHuu 2. Ilocnennuit umeet
tdhopmy mynbpTHIUIETa (8 ITWHUH, JIOXO0 pa3pemeHHbl AyoneT ayonerta myOe-
TOB), OOYCJIOBJIEHHYIO €0 B3aUMOJCHCTBUEM C HEIKBUBAJICHTHBIMH ITPOTOHAMU
rpymmsl CH,, a Taxoke ¢ mpotoHoM rpymmsl NH.

IIpu o6pabotke coemmuenmii 3f—h GopruapumoM HaTpus B BOTHOM pac-
TBOpe MDA TPOMCXOAUT BOCCTAHOBHUTEIHLHOE PACKPBITHE WX IUTHIPOOCH-
30(ypaHOBOTO IMKJIA U 00pa3yrTCsi COOTBETCTBYMOMIME 2-(-reTapuaiaMuHoO-
9THi)-3,5,6-TpuxmopruapoxuHonHsl 4a—C. CTpoeHHE MOCIEIHUX MOATBEPIKIa-
eTcs HamuuneM B crektpax SIMP 'H  (tabm. 2) AByX TPHILIETOB IPOTOHOB
METHJICHOBBIX TPYIII, YIIMPEHHBIX CUTHaioB mpotoHoB Tpymmn OH m NH, a
TAKXe CUTHAJIOB IPOTOHOB COOTBETCTBYIOIIETO I'€TEPOLIMKIIA.

Oxucnenne TuAPOXUHOHOB 4a—C 1,4-0€H30XHMHOHOM NPHUBOIUT K IIEIEBBIM
npoayktam — 2-(B-rerapriaMuHO9TII)-3,5,6-Tpuxiop-1,4-6erzoxutnonam  (5a—C).
Oxucnenne 4 — 5 ocymecTBisaioT B pactBope JJMCO-53TaHON B IPUCYTCTBHH
SKBUMOJISIPHOTO KOJIMUECTBA COJISIHOM KMCIOTHI AJIs 3aiuThl rpynisl NH myrem
ee IIPOTOHUPOBAHUSL.

Crektpsl SIMP 'H  coemunennii 5a—C (a6, 2) comepkar jBa TpHILIETa
METHJICHOBBIX TPYII, CHUTHAJIBl MPOTOHOB COOTBETCTBYIOIIEIO T'€TEPOLMKIIA,
ymmpensbiii curaan rpynmsl NH; curaansr mporoHoB rpynm OH oTCyTCTBYIOT.
B UK cnekrpax coegmaennit 5a—C (tabn. 2) mabmogarorcs monocsl C=0 u
C=C xunona, rpymmsl NH 1 moocs! BaneHTHBIX KoneOanwmii cBs3u C—H.

Kpucramnel coennneHuii 5a—C okparieHsl B Oonee TiryOokuit 1mBet (5a —
KpacHbiii, 5b — TemHO-pHONETOBBIH, 5C — CHHUIT), YeM CIIe0BAIO 0KUIATH CO-
TJIACHO CTPOEHUIO0 MOJeKynbl. Hammune B Y@ cniekTpax coemuHeHmd S5a—C (cM.
SKCHEPUMEHTANIBHYIO YacTh) MaJIONHTEHCUBHOM IOJIOCH! MOTJIOIICHHUS B HHTEP-
Baite 438—539 HM yka3bpiBaeT Ha cia0blil mepeHoc 3apsiga. Y®P crnekTpbl OblIH
CHSTBHI JUIS PAcTBOPOB PAa3lWYHBIX KOHLEHTpAUMH, NMPH 3TOM HAOIIOJAIOCh
W3MEHEHHWE ONTHYECKOW IUIOTHOCTM 3TOW IOJOCHl  COIJIACHO — 3aKOHY
JlamGepra—bepa, 4TO MO3BOJSET OTHECTH €€ K BHYTPUMOJEKYISIPHOMY Iepe-
HOCY 3apsiza.

OtcyTcTBHE MNPSIMOTO CONPSDKEHUS T-3JIEKTPOHHBIX CHUCTEM JIOHOpa H
aKIenTopa B MOJIEKYJaX COCIMHEHHH 5a—C IMO3BOJISIET HPEANOJIOKHUTh, YTO
BHYTPUMOJICKYJSIDHBIA ~IIEPEHOC 3apsiia OCYLIECTBIISIETCSI B  pe3yibTaTe
MEpEeKPBIBAaHUS UX opOUTaliell yepe3 NpoCTPaHCTBO.

Takum o0Opa3oM, B HacTOsILEH cTaTbe HaMM HPEAJIONKEH HOBBIM CIOCO0
CHHTE3a MPOM3BOAHBIX 1,4-0EH30XMHOHA C BHYTPUMOJIEKYJSIPHBIM MEPEHOCOM
3apsiza, B MOJIEKYJIaX KOTOPBIX OCTAaTOK TETEPOLMKIA CBSA3aH C (pparMeHTOM
oenzoxuHoHa moctukomM —CH,CH;NH—, ero orpanmumBaeT TOIBKO HOCTYIH-
HOCTBH COOTBETCTBYIOIIETO aMUHOT€TEPOLIMKJIA.
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SKCHEPUMEHTAJIBHASL YACTb

UK crexrpsl 3amuchiBani Ha npubope Specord M-80 mist cycriensuii B Hyione (o6macthb
19001500 cm*, mpusma NaCl) mmn rexcaxmopGyramnere (o6macts 38002000 cM ™, mpu3ma
LiF). DnekrpoHHble CrieKTpsl cHUMank Ha mpubope Specord M-40 1jst pacTBOpOB B 3TaHOIIE,
xnopodopMe win guokcane (konmentpamus 2.5 x 10°° mons/i). Crextpst SIMP *H nomyuam: na
npudope Mercury BB 200 (200 MIm), Buyrpenmuii cranmapr TMC. HaauBumyambHOCTH
coenMHEHHH KoHTpospoBamu MerogoM TCX Ha IUIaCTMHKAaX C 3aKpeIUICHHBIM —CIIOEM
cusmmkarens Silufol UV-254, siioenT anetoH—rekcaH, Busyanusaius Y® cBeTOM U apaMH HOJIa.

2,5-Muruapokcu-4,6,7-rpuxiaop-2,3-muruapodenso[b]pypan  (2). K pacrBopy 2 T
(6.5 mmoup) GerzoxuHoHa 1 [14] B 25 M NeAsHOM yKCYCHOM KHCIIOTBI TIPH HEPEMEIINBAHUN
(mMarauTHas Memaika) u temreparype 20 °C B Teuenre 10 MUH JOOABISIOT 1O KAIUISIM PAcTBOP
3 r guxnopuaa onoBa B 15 MIT KOHIEHTPUPOBAHHOM COJISTHOM KHCIOTHI. [lepBoHAYANbHO CHHUIA
pactBop obeciBeunBaetcs. PeakiponHyo cMech nepemennBaiot npu 20 °C B TeueHue 3 4, 3aTeM
npubassiror 100 M BOABI M 3KCTparupyrot agupoM 2 x 50 mir. DKCTPAKT MPOMBIBAIOT BOJOIT
5x50 mi, cymar Oe3BOAHBIM XJIOPHAOM Kalbli M YHNApUBAIOT B BakyyMe (POTOpPHBIH
ucnapurens, temreparypa 6ann ~40 °C), ocratok pacTBopsoT B 50 Mil Toiyosa. BeimaBiuuii
nocie BoiepkuBanust pactBopa npu 0 °C B Teuennme 20 4 0CafoOK OTHACISAIOT, MPOMBIBAIOT
OeH307I0M, 3aTeM IeKCaHOM U BbIcymuBaioT. [lomywatoT 1.2 T (72%) GecHBETHBIX KPUCTAILIOB C
T. 1. 169-170 °C. Iocie mOBTOpHO#M KpHCTALIM3aMK U3 GeH3oma noayvaor 1  (60%) coenn-
Henms 2, T. 1. 172-173 °C (1. m1. 166-167 °C [15], 168-170 °C [16]). UK crektp, v, cM = 3520
(2-OH), 3360 (. 1, 5-OH), 1608, 1578. Crexrp SIMP 'H (IMCO-dg), 8, m. 1. (J, T'): 2.82 (1H,
1.1, 2=17,%=3,3H),340 (1H, x. 1, I =17, =6, 3-H), 6.06 (1H, 1. 1. 1, *Jc c =6, Ve c = 3,
3Jc.0=6, 2-H), 7.60 (1H, 1, 3J = 6, 2-OH), 9.70 (1H, m. ¢, 5-OH).

2-Terapunamuno-5-ruapokcu-4,6,7-rpuxiop-2,3-muruapodenso[b]pypanst (3a-h) (06-
mast MeTouka). Pacteopstor 1 r (4 MMoitb) coemrHenus 2 B 20 MIT 3TaHOJIa, T00ABISIOT 4 MMOJIb
COOTBETCTBYIOIIETO I'eTapHIaMHHA, PEAKIHOHHYI0 CMECh KUIIATAT ¢ 0OPATHBIM XOJIOJUIbHHKOM
2 4, 3aTeM OXJIAXKAAIOT M BeaepskuBaroT 1pu 0 (coenunenus 3a—d) mmm 20 °C (coenunenns 3f-h)
B TeyeHne 20 4. BrmaBmmii ocamok OTAENAIOT, MPOMBIBAIOT 3TAHOJIOM M BHICYIIHBAIOT. llpH
BBIICICHUH COCMHEHHS 3€ DEakKIMOHHYI0 CMeCh YIAapuUBAalOT B BaKyyMe JA0CyXa, OCTAaTOK
obpabarpiBaior 10 MJ1 TOpsiuero aleTOHWTPUIA, HE PACTBOPUBIIHMIICA TPOAYKT 3€ OT(HIb-
TPOBBIBAIOT U BBICYIIIMBAIOT.

2-(B-T'erapunamunodTi)-3,5,6-Tpuxsopruapoxunonnl (4a—C) (obmas meromauka). K pac-
TBOpYy 0.4 T (10 MMOIB) Gopruapua Hatpus B 10 M1 BOJBI IPH NIepeMENIMBAHUH U TEMIIEpaType
20 °C B TeueHHe 5 MUH TOGABJIAIOT MO KAIISAM PacTBOP | MMOJIB COOTBETCTBYIOMIETO COEMHCHIS
3f-h B 10 Mn IM®A. Peakuuonnyio cMech nepememmsaror npu 20 °C B Teuenue 3 u, 3aTeM
OCTOPO’KHO TIO KaruisiM T00aBISIOT 1 M1 MypaBbHHOW KUCIIOTHI U aanee S0 M Boabl. Beimapmmit
0CaJIOK MPOJYKTa 48—C OTIENSAIOT, IPOMBIBAIOT BOJOW M BhICymMBaroT. Y@ crextp (B aTaHOINE,
¢ = 2.5 x 10°° Momb/1), Amax, BM (Ig €): 4a — 235 (4.46), 304 (4.06); 4b — 263 (3.83), 305 (3.60);
4c — 255 (4.67), 296 (4.14), 371 (3.76).

2-(B-T'erapuaamunodTii)-3,5,6-rpuxisiop-1,4-6ensoxunonnt  (5a—C) (o0mas MeTOaMKA).
K pactBopy 1 MMomb cooTBeTcTBYyHOIIEero coeaunenus 4a—C B 8 mur JIMCO mo6asnstor 0.12 mi
(1.5 MMoyIb) KOHIEHTPHUPOBAHHOW COJITHOM KHCIOTBI M 3aTeM IpH IepeMEIlUBaHUU U
temmepatype 20 °C B TeueHue 5 MHH A006aBisioT no Kamaam pactsop 0.16 r (1.5 MMoub)
1,4-6en3oxuHoHa B 8 MJI 3TaHONA. PeakimoHHyI0 cMech TepeMemnuBaioT 2 4 npu 20 °C, 3atem
pas6asisror 50 Mi Boabl. BhImaBmivii KpUCTAUTHUECKHA OCAIO0K COSNMHEHHUH 5a,C OTHENSIoT,
MIPOMBIBAOT BOJIOW M BBICYIIHBAIOT.

Coenunenune 5b. Tlocne pas30aBiicHHs BOJOW PEAKIHOHHYIHO CMECh IKCTPAarupyror 50 mi
OeH30J1a, SKCTPaKT cymar Haja Oe3BogHsM MgSO,4 n ynapuBaioT B Bakyyme 10 oobema ~10 mir.
K ropstuemy koHueHTpaTy HprbaBissioT ~30 M1 ropsiaero nerposeiHoro 3¢upa U cMech BBIIEp-
xuBatoT npyu 0 °C B Teuenue 20 u. BemaBmmii ocagok mpoaykTa 50 OTAENAIOT U NPOMBIBAIOT
METPOJICHHBIM 3(DUPOM.

Y@ crextp, Ama, BM (Ig €): 5a (B xmopodopme, ¢ = 2.5+ 107 moms/m) — 287 (4.54), 334
(3.04), 438 (2.82); 5b (B xmopodopme, ¢ = 2.5 x 10° mous/n) — 286 (4.26), 359 (2.73), 514
(2.60); 5¢ (B mmokcane, ¢ = 2.5 x 107° moxs/1) — 282 (4.29), 357 (3.62), 539 (2.73).
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