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K. KagTmunene, I'. Mukyanckene®, O. Xopmﬁ, 3. U. bepecHeBruI0C

CHHTE3 ITPOM3BOIHBIX
TETPAI'AIPO-1H,7H-BEH30[i/|XHHOJIM3NH-1,7-THOHA

Luxmusammedi N-anmkoxcudennn-N-(2-kapOoKcHIThI)-B-anaurHOB Oy ICHE!
terparunpo-1H,7H-6enzo[ifjxunonusun-1,7-guonsr. Ilpu mixnmsarmm N-(4-31-
okcuenmn)-N-(2-kapGoKCHITHN)-B-anaHNHa IPOUCXONUT Pa3sphiB SGUpHON CBI-
3H, a8 WUKIH3anus 3,4-quankokcud eHrIIpoyU3BOHOTO IPUBOIUT K 006pa3oBaHyio
8-runpoxcu-9-ankoxcu-2,3,5,7-terparunpo-1H, 7H-6en3o[if]xmuonm3un-1,7-11o-
uoB. [TonygeHE! COOTBETCTRBYIONIAE AUOKCUMEL B TU(BEHMITHIPa3OHbL.

Kirouesble ciosa: N-ankoxcrpemun-N-(2-kapOoxcusTin)-P-ananuHsl, Iv-
oxcumel, audenunruapasonsi, 2,3,.5,7-rerparmnpo-1H,7H-6enso[i/jxunonmsun-
1,7-170HBI, KA.

XUMHONMM3UHOBAS CHCTeMa TpHcyma pany ankanounos [1]. Ilpouseonsele
Oenzo[i/|xuHONM3NHA UCHOIB3YIOTCS B KAYECTBE aHTHOAKTEPHAIBHBIX TIperna-
paroB [2]. [omydenue RMOKCOIONOMHARHOB [3—5] B3amMMOmeHCTBHEM aKpuiIO-
BOM KHCIOTHI WK e¢ HUTPUIA ¢ APOMATHYECCKUMM aMHHAMH [IPH BBICOKOH TeMm-~
nepartype B moiaudoc(opHOH KHCIoTe CONPOBOKIAETCS 00pa3oBaHUeM MHOTHX
noOo4YHBIX NpOLYKTOB. bonee ymoOHBIH croco® cHHTe3a OEeH30XMHOIM3UH-
JIMOHOB 3aK/IFOYACTCH B IUKIm3aiEy N-apui-N-kapOoKCHITII-B-anagiHOE [6].

Ham npencraBisioch HHTEPECHBIM IIONyHYeHHE OEH30XHHOIHM3MHIMOHOB,
COepKalliX AITKIWISHIHOKCH- M ankoKkcurpynrel. N-3aMemenHsre GeHun-N-
(2-xapOokcuaTIi)-B-anaHpHbl 2 MONYYSHB! peakiyeil IPUCOSINHEHNUST aMHHOR
1 x axpwiIoBOH KHUCNOTE [pU COOTHOLUIGHMH pearupyromux Bemects [ : 2.
Peaxuus npucoeIWHEHUS UOET NP KOMHATHOM TeMueparype WX IpH IepBo-
Ha4yaIbHOM NOJOrpeBe, a 0Opa3oBaBIIMEcs IUKHUCIOTHI 2 BBIKPHCTAIUIH30-
BBIBAJIUCh M3 PEAKLUOHHOH cMmecu. IIpHcyTcTBHE ameTaTBHBIX M 3(UPHBIX
CB#3¢H B 2 BBI3BIBAJIO OMACEHHE, YTO PEAKLHUS HKTH3AINN OCICTHIX MOKET
COTNPOBOKAATHCS PA3PEIBOM 3TUX cBs3el. Ipy m3yveHnu ycioBuit 06pazoBanust
NPOU3BOIAHLIX IOJIOTHINHA M3 4-aTKOKCH(QEHUITTPOU3BOAHEIX 2a,b, yeTaHoB e~
HO, YTO IWKIU3aUMs IpoTekaeT npu Temneparype 160 °C B nomudocdopHoi
KHciote, mpudeM 9-meroxcm-2,3,5,7-terparunpo-1H,7H-6en3o[ij|xuHOMM3NH-
1,7-muon (3a) obpasyercs ¢ BbixogoM 11.4%. B TeX jxe yCIOBHAX STOKCHTIPO-
u3BogHOEe 2b mperepreraeT pasphiB d(QHUPHON CBI3H U M3 PEAKIMOHHOH cMecH
MeToJoM OpIcTpoil xpoMarorpadryecKoi KOJOHKH ¢ BBIXOAOM 13.5% Bhinene-
HO FMHAPOKCHIIPOu3BOAHOE 3b.

B cnextpax SIMP 'H coenumeruit 3a,b Habmogatotes Kea TPUILIETa 9eThI-
pex rpynn CH, JBYX reTepOLMKIOB W CHHITIETH! JABYX apOMaTHIECKHX MPOTO-
HOB. B cmektpax 3b OTCYTCTByeT CHMIHajl METHJIBHOM TpPYIIIBL, HO HUMEETCS
CHHIJIET FUIPOKCHIBHOH IpyTItsl fipy 9.28 M. J1.
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B cBa3u ¢ cuMmMmerpued! coemyieenuii 3a,b OTHOCHTENHHO I'MIPOKCH- WU
MeTOKCHIpymm, B crekrpax SIMP °C cooTBeTCTBYOMHME TMHMM COBHAJAOT.
Curaan obonx aTOMOB yriepoAa KapOOHHABHBIX IPYHN HAXOOHUTCA B clabom
MarHuTHOM mone npu 192°M. 1., a curaan MeTWIBHOH IPyHIsI COeIMHEHNI 3a —
mpu 55.8 M. 5., mpuueM xummdeckue cisurd atomoB C(8), C(8a), C(10) u
C(10a) ma 1 M. A. OTITHYAOTCS OT COOTBETCTBYIONIMX CUTHAJIOB CoeauHeH s 3b.

Hamy ycTaHOBJIEHO, UTO Ha BBIXOH peakUWy OOJbIIOE BIIHSHHME OKa3bIBaeT
KOJHYECTBO peardpyionux Bemects. Tak, B riponecce mukiausauuy mpu 100 °C
w3 5 mMons N-(3,4-mumeroxcudenun)- (2¢) u N-(3,4-muoroxcuden)-N-(2-
xap6oxcnativn)-B-ananuaor (2d) B nomudochopuoit kucnore Bexox 4¢ u 4d
coctaBuil 57 u 47% COOTBETCTBEHHO, a TIOBHIIEHUC KOJIMIECTBA PearupyoIHx
BEIIECTB MIIH TEMIepaTyphl NUKIM3aLlKI He IPUBEIIO K YBEJIMUEHHIO BhIXOIa —
npu 200 °C on He mocturan 15%. Ilpu xumnguennn 2¢ B POCI; Beixon 4¢ He
mpepsinan 11%.
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1,2 a R'=0Me,R?=H:b R'=0FEt, R>=H; ¢ R'=R*=0OMe; d R’ =R?>=OFt;
e RI+R*=0-CH,-O:; f R'+R*=0-CH-CH,0;3aR=Me, bR=H;
4-6cR=Me, dR=FEt

XapaKTepHO, YTO B MpOIecce LMKIM3AIMKA IPOUCXOAUT Pa3phblB TOIBKO
OmHOH, HaxoasImeHcs OImKe K OKCOrpyNie, 3PUpHOH CBS3H.

Huxnwuzamms - N-(3,4-metwiernmnokcudenun)- n N-(3,4-sTunennuokcude-
Hi1)-N-(2-kap6okeustun )-B-ananunos 2e,f ocymectsuth He ynaiock. Kak B
nonmudochoproit kuciore, Tak u B POCI; yxe depe3 HECKONBKO MHHYT
[POUCXOANT MOUSPHEHNE PEaKIMOHHON MacChl H U3 Hee HE yJaJIoCh BBIACITHUTD
TIPOYKTOB.

Crpoenne coemuHeHnH 4 MONTBEP;KACHO NaHHBIME 3JIEMEHTHOIO aHATH3A U
CTIEKTPaNBHEIX HCCTenoBammi. B cmexrpax SIMP 'H, crsreix B JIMCO-dg,
HaOMIOAIOTCS Ba TPUILIETA M KBAPTET U3 MEPEKPHIBAIOIIUAXCS IBYX TPUILIETOR
rpyn CH,, a B criektpax, cHATHIX B CgDg— BCE YeThIpe TpHILIeTa. Besencrene
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paspeiBa ofHOU >)HpPHOM CBI3M 00pa3zOBaBMIASCA THAPOKCHUTPYIIIA UACHTH(H-
[MpyeTCa CHHITIETOM B 001acTd 13.5 M. 4. ¢ 1OBOJILHO GOMBIION HHTEHCHBHO-
crero. Ilo pammeiv  cmektpa NOESY coemumenus 4¢, MeTOKCUTpyNma
HAXOIMTCA B MOJOXKEHHH 9, Tak Kak B HeM HalJIOJaeTcst B3aUMOIEHCTBHE ee
npoToros ¢ nporonoM H(10) apomarudeckoii yactd. D10 HOATBEP:KAAETCS M
SAMP BC coekTpamu. HM3-3a skpaHupyromero y-BIUSHHA THIPOKCHIPYIUIHI
XVMHYECKHH CIBUT aTOMa YITIepoAa 7-OKCOrpyIIbl HaxoauTes upu 189 m. 1., B
TO BpeMs Kak curHan atoma C(1) umeercs B Gozee cnabom nosne mpu 200 m. 1.
B cnextpe coenumenns 4d mabmiomaercs nesskpanupoBanme atoma C(10),
CUTH&J KOTOPOTO CABHMHYT Ha 1 M. 4. B CTOpOHY cnabbIX mosel. XapakTepubie
creKTpanbHble JuHMK B crekTpax INEPT Ttarke NOATBEPXKMAIOT CTPYKTYPY
OCH30XHHOH3UH JUOHOB.

Muoro4uciesspie HOMBITKY MOIYIeHHs §,9-THMEeTOKCHIIPON3BOIHOTO OeH-
30XUHOJIM3KHA [TyTeM anKWINposanus 4e auMerwicynbdarom B [IM®DA, non-
METAHOM B aUECTOHE WM METWISTIIKeTOHe B npucyrcTBHH K,COs, mommera-
HOM B MeTanose B npucytcTeui CH;ONa He nmpuBeny K OLyTHMOMY BBIXOMY
uenaeBoro npomykra. Creasl AUMETOKCHIIPOM3BOAHOTO ObLTH OOHAPYKEHBI
TOJIBKO C IOMOILIBIO MACC-CIIEKTPOMETPUH.

HarpesanueM XMHOIH3MHIMOHOB 4 C COJSHOKHCIIBIM HUAPOKCHIAMHHOM B
NPUCYTCTBUM NUPUAMHA WM ¢ (QEHWITHAPA3HHOM MOJYYIEHBl {HOKCHMEL 5 M
MubeHrIruaApa3oHbl 6. CoequHeHus 5 U 6 BHIAETAIUCH H3 PEAKIMOHHON CMECH
C BBICOKHMMH BBIXOJAaMH JIAIIb B TEX CIydadx, eClM peakUHoHHas Macca He
HauiHaNa TEMHETh. B OTAENBHBIX CITyYasX OHHM HAYHMHAIM Pa3jlaraThCs H TeM-
HETh TAKXKe W B NPOLECCE OYUCTKM HX IyTeM Xpomarorpadupopanus. I'uapo-
XJ0puabl AUGEHUITHIPA30HOB 7 TOIyUeHB! OOBIYHBIM CIIOCOOOM M SBJISIOTCH
YCTOMUMBBIMH BELIECTBAMH.

B cnextpax SIMP 'H oxcnmos 5 KpOME CHTHAJIOB, NPHCYIHX GEH30XUHO-
JIM3MHIMOHAM, UMEIOTCA CUTHAJIBI NpoToHOB rpymmsl N—OH B ciabowm moine B
obnactu 10.5 1 11.4 m. 1. B cextpax SIMP °C HaGmronarores Te ke CTPYKTYD-
HBIC 3aKOHOMEPHOCTH, YTO U y coenuHeHUH 4. M3-3a y-BITMSHYA THOPOKCHIIb-
HOW rpynnsl, Haxonsumedica mpu C(8), curnan atoma C(7) wabnromaercs npu
150 m. n., a atoma C(1) — mpu 156 M. 0. Benmencrue Ae3sKpaHUpPYIOMIETO
s dexra sTOKCUTpYNITBl coemuHenus Sd curaan aroma C(10), o cpaBHEHHIO C
CHI'HAJIOM aHAJIOMHYHOIO aTOMa COSNMHEHHS 5S¢, CABMHYT Ha 2 M. JI. B CTOPOHY
c1a0bIX moJeH.

Halinennas monexynqspHas macca TH(OEHUITHIPA30HOB 6 COOTBETCTBYET
BBIYMCIICHHOM, a B cekTpax SIMP xpome xapakTepHsIX A/ GEH30XHMHOIH3UH-
JTMOHOB CHIHAJIOB MMEIOTCS M CUTHAJIBI aTOMOB IBYX (DEHHJTBHBIX PalKaIOB.

IKCHEPHIMEHTAJIBHAS YACTH

Crextpst SIMP 'H saperncrpuposaHs! Ha crextpomerpe Bruker Avance DPX 400 (400 MI ')
npu temneparype 46 °C. BryTpenEmit crammapt nns pactopurens JIMCO-d¢ — ocrarox
IMCO-ds (8 2.50 M. 1), a ana CgDs — octatox CsDsH (8y 7.16 m. ). Crexrpst SIMP °C n
INEPT saperucrpHpoBans! Ha crexrpomerpe Bruker Avance DPX 400 (100.61 MIm). Crmexrp
NOESY sanmcan na ammapare Bruker DRX 500 (500 MI'm). Macc-CleKTprl MONYYEHEl HA
anmnapare Kratos MS-80. Tounas mMonexyssapHas macea onpeneiesa meronoM HRMS. 3a xonom
peaxumy crenwn meronom TCX, ncnonssys nnacrauky Silufol 254, Silufol UV-254, Kieselgel
60 Fass (Merck, 0.25 mm). Criextpst IMP 'H 1 C coenmmenmit 2a—f npuseners: & Ta6m. 1 u 2.
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Cnexrpol AMP 'H coexunenuit 2c—f B JAMCO-dg

Tabnuna 1

Coen- XuMUYECKHE CABATY, 5, M. . | J Ty
HeHue H(5), n H(2), i H(6), & 1 a-CHy, 7 B-CH,, T COOH, ¢ Hpyrue rpynnst 26 56
2¢ 6.42 6.80 6.22 2.43 3.48 12.08 3.66 (3H, ¢, 3-CH30); 3.74 (3H, ¢, 4-CH30) 2.8 8.7
24 6.79 6.39 6.21 2.42 3.47 12.04 1.26 (3H, T, 3-CH;CH,0); 1.34 (3H, , 8.8
4-CH;CH,0); 3.91 (2H, ks, 3-CH;CH,0Y;
4.01 (2H, &8, 4-CH;CH,0)
2¢ 6.74 6.46 6.14 2.41 3.45 12,08 5.87 (2H, ¢, OCH,0) 2.8 8.5
2f 6.68 6.22-6.27 2.40 343 12,07 4.13 (2H, 2 1, OCH,CH,0); 4.18 (2H, 2 , 2.5 8.9
OCH,CH,0)
Tabnuua 2
Cuexrpst AIMP *C coepuuennit 2a—f 5 IMCO-dg
Coenp- Xumuueckue casur, d, M .
Hemue c) CcE) cE) C@) C(5) C(6) co C(0) cP) C(7); C8) / C(TY; C(8)
2a 141.74 114.94 115,26 151.71 115.26 114.94 173.20 3222 4727 55.42
2b 142.01 114.61 115.70 150.41 115.70 114.61 174.01 33.14 47.51 63.49; 14.86
2¢ 142.58 100.42 150.13 141.26 114.71 105.23 17326 32.29 47.11 55.64; 55.67
2d 142,76 101.75 149.85 140.41 117.10 105.48 173.25 32.29 47.06 64.02; 65.24 /14.87; 15.07
2¢ 143.33 96.67 148.31 139.00 108.54 105.61 173.16 32,16 47.37 100.38
2f 142.23 102.27 143.92 135.28 117.39 106.82 173.16 32.21 47.02 63.42; 64.42




N-(2-Kap6oxeudtuia)-N-(4-merokcudenun)-p-ananun  (2a). Cvecy 61.5 r (0.5 mons)
r-aan3yanHa 1a n 72 1 (1 Monb) axpunoBoft KHCIOTH HarpeBaioT 4 4 ripu 50 ° C u ocTaBasmoT
0py KOMHATHOH TemIeparype Ha nxpe Heaemu. O6pasoBaBinuecs KpUCTALIBl (GUIBTPYIOT,
KPUCTATHU3YIOT M3 cMec sTaHom—a¢mp (1:5). Bexon 63.1 r (47.2%). T. mr. 119-120 °C.
Crexrp SIMP 'H (IMCO-d), 8, M. 1.: 2.40 (4H, T, 0-CH,); 3.46 (4H, T, B-CH»); 3.67 (3H, ¢, -
CH,0); 6.71 (2H, &, Hp apom.); 6.81 (2H, &, H, apom.). Haiineno, %: C 58.44; H 6.41; N 5.24.
CsHsNOs. Brrucnero, %: C 58.42; H 6.41; N 5.24. HMRS (EI): nafineno 267.1076, Ber-
ygcnerHo 267.1107.

N-(2-Kap6oxcustun)-N-(4-3Toxcndennn)--ananna (2b) nonyqaror awamorndso 2a w3
86.75 r (0.5 moms) runpoxnopuna n-peHerunusa 1b, 41 r (0.5 moms) AcONa u 72 r (1 mois)
aKpHMNOBOH KUCIOTEL ¢ BhIXOAOM 59 T (42%). T. mn. 96-98 °C. Cmextp AMP 'H (JIMCO-dy),
&, m. i 1.27 (3H, 1, CH;CH,0); 2.35 (4H, 1, 0-CH,); 3.43 (4H, 1, B-CHy); 3.91 (2H, ks,
CH;CH,0); 6.66 (2H, 1, Hp apom.); 6.78 (2H, 1, H, apom.). Hatineso, %: C 59.6; H 6.83; N 4.98.
CsH1oNOs. Berameneso, %: C 59.82; H 6.81; N 4.98. HMRS (EI): matinemo 281.1295,
BeMaHCIeHo 281.1261.

N-(2-Kap6orcustun)-N-(3,4-numetoxcudenun)-f-ananmn  (2¢). Pacteopsmmor 7.6 T
(50 mmons) 3,4-mumeroxcuanmmsa e i 7.2 r (0.1 MoiIs) akprnoBoi kucioTe B 50 MIT TONyOTA.
OcrapnsroT npu KOMHATHOH TeMIepaType Ha Henemo. O6pa3oBaBIMecs KpUCTALIE QUILTPYIOT,
KPHCTaINK3YIoT M3 3TaHona. Bexon 10.62 r (71.5%). T. . 109-110 °C. Haiineno, %: C 56.63;
H 6.90; N 4.73. C14H;oNQg. Bomucneno, %: C 56.56; H 6.44; N 4.71. MS FAB (Ar. riuuepus):
Hafinmeno 298(9), memucnewo 297.1212.

N-(2-Kap6orcustun)-N-(3,4-mmyTokcuderna)-p-ananuny  (2d) nomygaror ws 9.1 r
(50 mmons) 3,4-nuaToKcHarunnHa 1d aHamoruuno 2¢. Beixox 11.2 r (69%). T. oo 92-94 °C.
Hatineno, %: C 58.63; H 7.51; N 4.42. C;¢H;;NOg. Brraucieno, %: C 59.06; H 7.13; N 4.31.
MS FAB(Ar, rnauepun): Hattneno 326(100), Brmmcneno 325.1525.

N-(2-KapGoxcuatna)-N-(3,4-mermirenanorcudennn)-p-ananun (2¢) monyyaior u3 6.9 r
(50 mmome) 3.4-MeTHNEHIMOKCHAaHITHHA 1e ananoruuso 2¢. Boixon 9.2 v (65.3%). T. . 133-134 °C
(otamomn). Hatineno, %: C 56.11; H 5.71; N 3.15. C;3H;sNOg. Brryucneno, %: C 55.51; H 5.38;
N 4.98. MS FAB (Ar, NBA): naiineno 282 (20), seraucieno 281.0899.

N-(2-KapGoxcnatun)-N-(3,4-3tunesauoxcudenun)-f-anauun (2f) nonywaror u3 7.6 r
(50 mmomnn) 3,4-srmnenanoxcuannivaa 1f ananormano 2¢. Boxon 12.0 r (81.6%). T. o 143-144°C.
Hatineno, %: C 36.86; H 5.81; N 4.73. C4H;7NO,. Brrmcneno, %: C 56.94; H 5.80; N 4.74.
MS FAB (Ar, NBA): maiineno 296(100), serauciaeno 295.1056.

9-Metoxcn-2,3,5,6-terparuapo-1H,7H-Genso[jj|xunomusun-1,7-nuon  (3a). Harpesator
30 mun mpu 160 °C emecs 30 r P,Os u 10 M H;PO,, Broear 1.335 1 (5 MmMoib) anagusa 2a U
OpH TOH e TeMmnepatype nepememnpaoT 10 MuH. PeakioHHyio cMech OXJIaxIaioT H B Hee
BrusaroT 100 mim nemsmOM Bomml, 3KcTparupyoT (4 X 15 mn) xmopodopmoM. Xmopodopm
YIAISIOT Ha POTALMOHHOM HCTApWTENe, OCTABIIESECS KPHCTALIMYECKOES BELIECTBO OUMINAIOT
MeTonom OnicTpolf komoHowHo# xpomarorpaduy [Merck kieselgel 60 (0.04-0.063 mm),
srunanerar—Texcas, 3:1]. Bexon 3a 0.14 r (11.4%). T. nn. 190 °C (c pasn.). Cnexrp SIMP 'H,
8, M. 1. (AMCO-dg): 2.74 (4H, 1, CH,); 3.42 (4H, T, CH,); 3.76 (3H, ¢, CH;0); 7.50 (?H, c,
Hapom.); (CsDg): 2.39-2.44 (4H, 21, CHp); 2.47-2.54 (4H, 21, CH,); 3.36 (¢, CH;0); 7.26 (1H,
¢, H apom.); 8.03 (1H, ¢, H apom.). Crexrp SIMP °C (IMCO-dg), 8, M. 11.: 37.26 (C(2) u C(6));
49.61 (C(3) u C(3)); 55.82 (OCH;); 118.25 (C(8) mu C(10)); 124.62 (C(8a) m C(10a)); 191.79
(C(1) m C(7)). Haiineno, %: C 67.43; H 5.91; N 6.23. C3H3NO;. Breraucaeno, %: € 67.52:
H 5.67; N 6.06. HRMS (EI): naiineno 231.0889, serumcieso 231.0895.

9-T'unpoxeu-2,3,5,6-rerparunpo-1H,7H-6enso{ijixunomuzun-1,7-tmon (3b)  monyuaror
avanoryaHo 3a 1.405 r (5 mmois) 2b. Brxon 0.15 r (13.5%). DmoeHT cMech STHIANETaT—
rexkcar—aneToy, 3:1:1. T. it 95 °C (c pasn.). Crekrp AMP 'H (JIMCO-dy), 8, m. x.: 2.71 (4H, T,
CHy); 3.37 (4H, 1, CH,); 7.41 (2H, ¢, H apom.); 9.28 (1I1, ¢, OH). Cnexrp IMP BC (IMCO-dy).
8, M. 1.2 37.35 (C(2) u C(6)); 49.79 (C(3) u C(5)); 119.40 1 119.49 (C(8) wma C(10)); 125.12
(C(82) u C(10a)); 148.67 u 148.85 (C(9) mmu C(11)); 191.91 (C(1) u C(7)). Haiineno, %:
C66.31; H 5.08; N 6.47. C;,H;NO;. Brrancneno, %: C 66.35; H5.10; N 6.45. HRMS (EI):

HaiineHo 217.1067, seraucneno 217.0739.
8-I'napoxcu-9-meroken-2,3,5,6-reparunpo-1H,7H-6enzolij| xunoansun-1,7-nuon (4c).
Cmece 30 r P,Os u 10 mx 85% H;PO, marpesaror 30 mun npu 100 °C, nobasnswor 1.485 r
(5 mmoms) 2¢ 1 HarpearoT ewe 30 MuH, PeakITMOHHEYIO CMECh OXNAKIAIOT, 106apmaior 100 M
JEASHOR BOIBI ¥ SKCTPArKpPyIoT xnopodopmoM (3 x 50 mim). Xnopodopm w3 SKCTPaKTa YAaIMoT
HZ pOTAUMOHHOM HCIAPUTICNE, OCTABINMECS KPHCTANE! OYMINAIOT METONOM OBICTPOM
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kononoynod xpomarorpabus [Merck kieselgel 60 (0.04-0.063 mm), sTunanerar—TeKcag—
aneToH—ykeycHast xucnora, 30:10:10:5]. Boxoxn 0.71 r (57.5%). T. mn. 144 °C (c pasn.). Cnextp
SMP 'H, 8, M. 1. (IMCO-d): 2.63 (2H, T, CHy); 2.85 (2H, 1, CH,); 3.41-3.46 (4H, 21, CH,);
3.74 (3H, ¢, CH;0); 7.47 (1H, ¢, H apom.); 13.56 (1H, ¢, OH); (CsDs): 2.19 (2H, T, CHy); 2.35
(2H, T, CH,); 2.42 (2H, 1, CHy); 2.54 (2H, T, CH,); 3.50 (3H, ¢, CH;0); 7.94 (1H, ¢, H apom.); .
14.03 (1H, ¢, OH). Crextp SAMP “C (IMCO-dg), 8, M. 1.: 36.25 (C(2)); 36.34 (C(6)); 48.88
(C(3)); 49.82 (C(5)); 56.50 (OCHs;); 106.09 (C(8a)); 110.06 (C(10a)); 117.84 (C(10)); 139.73
(C(9)); 150.66 (C(8)); 159.24 (C(11)); 189.37 (C(7)); 200.11 (C(1)). Crexrp INEPT (AMCO-ds).
8, M. m: 37.19 (C(2)); 37.28 (C(6)); 49.82 (C(3)); 50.76 (C(5)); 57.30 (OCH;); 118.40 (C(10)).
Hatineno, %: C 63.41; H 5.22; N 3.48. C,3H13NO4. Brrucneno, %: C 63.15; H 5.30; N 5.67.
HRMS (EI): naitneno 247.0861, serucneso 247.0845.

8-I'uaporeu-9-3Tokeu-2,3,5,6-rerparuapo-1H, 7H-Gensoljj|xusnosusun-1,7-nuon (4d) mo-
ayqaroT w3 1.625 r (5 mmons) 2d axanorawso 4c¢ ¢ BeixogoMm 0.615 r (47.1%). T. . 169.5 °C
(c pasn.). Crextp SIMP 'H, 8, m. 1., J (T'm) (AMCO-de): 1.29 3H, T, CHs); 2.63 (2H. 1, CHy);
2.84 (2H. 1. CH,); 3.41-3.46 (4H, 21, CH,); 3.98 (2H, 8, J = 6.9, J = 13.9, CH;CH,0); 7.47
(1H, ¢, H apom.); 13.55 (1H, ¢, OH); (CsDg): 1.23 (3H, T, CH;); 2.19 (2H. 1, CHy); 2.34 (2H, 7.
CH,); 2.41 (2H, T, CH,); 2.54 (2H, 1, CH,); 3.82 (2H, k8, J= 7.0, J = 13.9, CH;CH,0); 8.01 (1H,
¢, Hapowm.); 14.05 (1H, ¢, OH). Criexrp JAMP BC (IMCO-dy), 8, m. 11.: 14.87 (OCH,CHy); 36.46
(C2)); 36.56 (C(6)); 49.07 (C(3)); 50.00 C(3)); 64.93 (OCH,CH;); 106.34 (C(8a)); 110.26
(C(10a)); 119.02 (C(10)); 138.86 (C(9)); 150.99 (C(8)); 159.68 (C(11)); 189.85 (C(7)); 200.54
{C(1)). Coexrp INEPT (IMCO-dg), 8, m. a.: 15.55 (OCH,CH;); 37.18 {C(2)); 37.29 (C(6));
49.81 (C(3)); 50.73 (C(5)); 65.90 (OCH,CHs); 120.37 (C(10)). Haiineno, %: C 64.70; H 6.00;
N 5.58. C,JHsNO,. Beraucieno, %: C 64.36; H 53.79; N 5.36. HRMS (EI): nadizeno 261.1001,
BerapcieHo 261.1001.

Huoxcum 8-ruapoxcu-9-meroxcu-2,3,5,6-reparunpo-1H,7H-6ensoli/| xunonusun-1,7-
auoHa (5¢). B cmecn 1.112 r (16 MMoib) THAPOKCHIAMUHA PHApOxIopuaa, 1.9 r (24 mMoms)
rupravaa, 10 mu merarona 1 0.5 Mu1 Boasl mo xammsM xobasmsot pactsop 0.99 r (4 mmons)
6emoxunommsuaanona 4¢ 8. 100 mn meramona. PeaxnuonHyw cmecs kunatsat 4.5 g (TCX),
pobapmsmor o kamaM S5 wamens HCl m xuoxue (pakumy OTTOHAIOT Ha POTAMOHHOM
ucnapurene. Coenuuenvie 4¢ OUUIAIOT METOAOM BOLICTPOH KONOHOTHOR xpomarorpaduu [Merck
kieselgel 60 (0.04-0.063 mm), srrnanerar—rekcad, 3:1]. Bexox 1.0 1 (90.2%). T. . 180.8 °C
(c pasn.). Conexrp AMP 'H (IMCO-dy), 8, m. 1. 2.73 (2H, T, CH,); 2.88 (2H, T, CHy); 2.97-3.02
(4H, 27, CH,); 7.36 (1H, ¢, H apom.); 12.26 (1H, ¢, OH). Crexrp SIMP *C (IMCO-dg), 8, M. 1.:
22.76 (C(2)) u (C(6)); 48.08 u 49.03 (C(3) umx C(3)); 56.24 (OCH;); 104.08 (C(8a)); 108.32
(C(10a)); 109.42 (C(10)); 140.82 (C(9)); 141.69 (C(8)); 149.22 (C(11)); 150.26 (C(7)); 155.92
(C(1)). Haifreno, %: C 56.18; H 5.67; N 15.34. C;3HsN;O,. Beraucneno, %: C 56.31; H 5.45;
N 15.15. HRMS (EI): natizeno 277.1073, seraucneno 277.1063.

Juoxcum  8-TuapoKen-9-3ToKcen-2,3,5,6-reparuapo-1H,7H-6ensof il xunonnsun-1,7-muona  (5d)
noiygaior u3 1.044 r (4 mmois) 4d ananorimaso Sc. Beixon 1.0 1 (86%). T. mn. 202 °C (c pasm.).
Criexrp SIMP 'H (IMCO-dg), 8, m. ., J (Tm): 1.28 (3H, T, CHs); 2.73 (2H, T, CHy); 2.88 (2H, T,
CH,); 2.98-3.03 (4H, 21, CH,); 3.94 (2H, kB, J=6.9, J=13.9, CH;CH,); 7.36 (1H, ¢, H apom.);
10.59 (1H, ¢, NOH); 11.39 (1H, ¢, NOH); 12.22 (1H, ¢, OH). Crrextp AMP “C (IMCO-dg), &,
M. 1.: 14.91 (OCH,CH3); 22.69 u 22.76 (C(2) mim (C(6)); 48.01 u 48.95 (C(3) umu C(3)); 64.75
(OCH,CH,); 104.08 (C(8a)): 108.34 (C(10a)); 111.51 (C(10)); 139.62 (C(9)); 141.84 (C(8));
149.18 (C(11)); 150.75 (C(7)); 155.87 (C(1)). Haitmero, %: C 57.29; H 6.01; N 14.30. C,JH N0,
Bremucneno, %: C 57.72; H 5.88; N 14.43. HRMS (EI): naiineno 291.1206, Beraucneno 291.1219.

Judenunruapasod  §-ruapoxcu-9-meroxcu-2,3,5,6-rerparunpo-1H, 7H-6enso[i]xunonm-
3up-1,7-auona (6¢). B pacteop 3.24 r (30 mmons) denmnrunpazrsaa B 100 mn 99.5% sranona
mobasnsor 1.235 r (5 mmonb) GenzoxuHonu3uHnuoHa 4¢ ¥ kumarat 3 4. Ilpm croguum
peaxuponHoi cMecu mpu Temueparype 4 °C o6pasopaBIHecs KpHCTALIs! PUIBPTPYIOT, IPOMBI-
saroT s¢gupom. Bexon 1.5 r (70.3%). T. . 203 °C (c pasn.). Cnexrp JAMP 'H (IMCO-dy), 8,
M. 4.: 2.77 (2H, T, CHy); 2.94 (2H, T, CH,); 3.11-3.15 (4H, 2T, CH,); 3.79 (3H, ¢, CH;0); 7.61
(1H, ¢, H apom.); 6.70-7.36 (10H, m, H apom.); 9.00 (1H, ¢, NH); 9.46 (1H, ¢, NH); 13.56 (11, c,
OH). Crrexcrp SIMP °C (IMCO-de), 8, M. 1.: 24.60 u 25.03 (C(2) umx (C(6)); 48.27 u 49.18
(C(3) mmm C(3)); 56.68 (OCH;); 105.76 (C(8a)); 109.71 (C(10)); 111.22 (C(10a)); 118.36 n
119.79 (C(4"); 112.47 1 112.60 (C(2")); 128.43 = 128.97 (C(3"); 139.07 (C(8)); 141.23 (C(9));
141.42 (C(7)); 145.07 u 146.59 (C(1Y)); 147.31 (C(11)); 149.65 (C(1)). Haiineno, %: C 69.98;
H 6.40; N 16.53. C,5H,5N50O,. Brrucneno, %: C 70.22; H 5.88; N 16.39. HRMS (EI): raiineno
427.2019, seraucieno 427.2008. '
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Hudenuaruapason  8-ruapoxcu-9-37oKkcn-2,3,5,6-reparnapo-1H, 7H-Gerzoif[xunonnsun-
1,7-nuona (6d) nomysaoT aHamormdaHo 6¢ w3 1.3 r (5 mmons) 4d. Bexon 1.8 r (81.6%). T. m.
203 °C (c pasn.). Crexrp SIMP 'H (IMCO-dq), 8, M. 1.: 1.35 (3H, 1, CH;); 2.77 (2H, 1, CH,);
2.94 (2H, 1, CHy); 3.11-3.15 (4H, 21, CHy); 4.03 (2H, k8, CH;CH,0); 7.61 (1H, ¢, H apom.);
6.70-7.32 (10H, M, H apom.); 8.99 (1H, ¢, NH); 9.45 (1H, ¢, NH); 13.56 (1H, ¢, OH). Cnextp
SIMP BC (IMCO-dy), 8, M. 1. 15.19 (CH;CH,O); 24.62 u 25.05 (C(2) mwmm (C(6)); 48.26 1 49.17
(C(3) mmm C(5)); 64.96 (CH;CH,0); 105.80 (C(8a)); 111.26 (C(10a)); 111.42 (C(10); 112.49 u
112.59 (C(2Y); 118.36 u 119.77 (C(4Y)); 128.97 u 129.42 (C(3')); 139.13 (C(8)); 140.18 (C(9)):
141.57 (C(7)); 145.06 u 146.57 (C(1Y); 147.37 (C(11)); 150.07 (C(1)). Haitmeno, %: C 69.93;
H 6.41; N 15.81. Cy;6H,7N50,. Bruucneno, %: C 70.73; H 6.16; N 15.86. HRMS (EI): maiineno
441.21353, serauciaeno 441.2165.

Hudenunruapason 8-ruapoxcu-9-merokcn-2,3,5,6-rerparunpo-1H,7H-6enso[ij|xunoan-
3uH-1,7-guona auruapoxaopux (7¢). Yepes pacreop 0.07 r (0.16 Mmons) mupenmwirnapasosa 6¢
B 20 Mn cyxoro meraHona npomyckaror cyxodl HCL Pacreop ¢uibTpyioT B abCcoMOTHEIH 3hup.
Kpucranmst ordrasrpossmatot, cymar. Bexon 0.08 r (98%). T. mwt. 170 °C (c pasn.).

Huruppoxnopun audennarnapasona 8-ruapoxcu-9-sroxen-2,3,5,6-reparuapo-1H,7H-
Genso[j]xunonuszun-1,7-nuona (7 d) momyaror asamorugno 7¢ u3 0.1 r (0.23 mvouns) 6d. Brr-
xox 0.1 1 (96%). T. n. 166 °C (¢ pasn.).

Aemopul  gvipasicarom  baazooapuocme  Cosemy Munucmpos CesepHuix
Cmpan 3a cmunenouo ons cmavicupoexy K. Kanmmunene ¢ Yuusepcumeme
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