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APOMATHU3ALMS C JE3APUJIMPOBAHUEM
MPU HUKJOKOHAEHCAIIMU TI0 TAHYY 4-(JUMETUJIAMUHO)-
BEH3AJIBJIETUJA, HUKJIOTEKCAH-1,3-THOHOB 1 HEKOTOPBIX
1,3-[N,C]-IAHYKJIEO®HNJIOB

TpexKkOoMIOHEHTHAs NWKIOKOHAEHcanus 1o [aHdy 4-(IuMeTHIaMUHO)OCH3ab-
Jleruja, LUKIorekcat-1,3-aquonoB u Hekotopbix 1,3-[N,Cl-aunykneoduos (5-amuHO-
3-meTui- 1 -penmnnupasona, 3,5-TMMETOKCHAHWINHA U 4-aMHHO- 1,3 - IUMETHIITUPUMU-
JUH-2,6-1M0HA) TIPOTEKAeT B KHUIISIICH YKCYCHOH KucioTe ¢ oTmieruieHueM N,N-au-
METHJIAaHWIIHA B 00pa30BaHUEM IMOJIUKOHICHCUPOBAHHBIX TETEPONUKINIECKUX CHCTEM
C Y-He3aMeIIeHHBIM HHPUAWHOBBIM IHKIOM (Tipa3oio[3,4-b]XuHOoNMHA, aKpUAWHA H
MUpUMHUIO[4,5-b | XMHOMHA).

KawueBble cioBa: akpuuHbI, UPa30i10[3,4-b]XxuHONIUHBI, THPUMUIO[4,5-b]XUHO-
JIMHBI, apoMaTH3alus, Ie3apHiInpoBanue, peakius ['aHga.

Cunte3 mo l'aH4y NUPUAMHOB, B TOM 4HCIE€ M KOHJIEHCHPOBAHHBIX C
JIPYTUMH [TUKJIaMH, COCTOUT M3 JBYX CTaJui: oO0pa3oBaHus 1,4-TUTHAPOITUPH-
JUHOBOTO IMIKJIA M €ro Tocieayromero okucieHus [1-5]. Merton coBepieH-
CTBYyeTCS TIPAKTHKOW OpraHM4Yeckoil XuMuu yxe 125 mer um npuobOpen
MPUHLMITHAbHBIE N3MEHEHHS PU TOJIYUYSHUH COeTUHEHNH C Y-HEe3aMeIeHHBIM
MUPUIUHOBBIM LIUKJIOM, TOCKOJIBKY KJIAaCCHUYECKas cXeMma C HCIIOJIb30BaHHEM
(dhopmanpaeruia JaeT HEYAOBIECTBOPUTEIBHBIC PE3YIBTATHI [6].

Bo-nepBbIX, YCTaHOBIEHO, YTO (POPMANBICTH]T MOXKHO 3aMEHHUTH PSZIOM JIPY-
rux anpaerunos. Tak, 1,4-AUruAponupUINHEL, TIOTYYeHHbIE U3 HEKOTOPBIX alli-
¢daTuueckux anbaerunoB [6—10], momupropoenzanpaeruaos [11] u 4-(qumerni-
amuHo)oen3anpaeruaa (1) [12], apoMaTH3UpyIOTCS ¢ OTIICTUICHUEM 3aMEeCTUTE-
7S B Y-TIOJIO’KEHUH TIPH JEHCTBUH, COOTBETCTBEHHO, OINPEEIEHHBIX OKUCIUTE-
JIeH, IIMaHNJIa HATPUS U DIIEKTPOPHIIBHBIX pearcHTOB.

Bo-BTOpBIX, TpeanokeHbl CIOCOOBI MpeoOpa3oBaHHs ABYXCTaIUIHOTO
CHHTE3a B OJHOCTaiuiHbIN. Hanmpumep, 1,4-TUrHIpONUpPUINHEI, MTOJy4YEeHHBIE
W3 aHTHUIHUPHUH-4-KapOabaeruia, apoMaTH3UPYIOTCS C OTIIETJICHUEM aHTHUITU-
puHa yxke B ycnoBusix obpazoBanus (20 °C, 18 u), x0T UCXOTHBIN anbJIerum
HEOoOXOAMMO TpEeIBapUTENIbHO TMpeBpaliaTh B 0ojiee peaKIMOHHOCIIOCOOHYIO
XJIOpIHpHANHUEBYIO conb [13]. Hamu HaiimeHo, 4To Uil Takod menu Ooiee
yao0eH ymoMmsiHyTHIN Bbime anpaerun 1. Ilpu mpoBeneHUM peakuuu C €ro
y4acTHeM B Kuriien ykcycno kuciuote (120 °C, 2 4), kak OKa3aHO B CHHTE3€
MIPOM3BOAHBIX akpuauHa [14], mupaszomno[3,4-bjmupununa [15] u mupumo|2,3-d]-
nupuMuIrHa [16], B 0JJHOM Ipoliecce 00beTUHSIOTCS ¥ 00pa3oBanue 1,4-auru-
JPONHMPUAMHOBOTO LIMKJIA, U €0 apoMaTH3aIHsl, KOTopasi, BOIIPEKH JaHHBIM [5],
MPOTEKaeT He ¢ COXpaHEHHEM 4-(IUMETHIaMHHO)()ESHUIBHOTO 3aMECTHTES, a C
n30upaTeNbHBIM oTIIeIuIeHneM N,N-11MeTHIaHUIINHA.
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B mocnegHem MeToNle CHHTE3a HCIOIB3YIOTCS TOCTYITHBIE, YCTOMYHUBBIE U
MaJIOTOKCHUYHBIC MCXOJHBIC MAaTEPHUAIBI, a [ETIEBbIC MPOAYKTHI BEIACISIOTCS U3
PEaKIMOHHBIX CMECEH JIETKO M C BBICOKMM BBIXOHOM. C IENbI0 pacHIMpeHus
TPaHMIl METOJa B HACTOSIIEH pabOTe BIEPBHIC M3YyUYCHO TPEXKOMIIOHEHTHOE
B3auMojelicTBue anmpaeruga 1, mukiorekcad-1,3-auoHOB 2a,b U HEKOTOPHIX
1,3-[N,C]nunyxsieopuioB — aMuHOIUpa3oja 3, TMMETOKCUAHWINHA 4 U aMHHO-
NUPUMUANHANOHA 5.

Hamu maiineno, uro B3ammojmelictBue peareHToB 1, 2 m 3—5 B Kkumsimei
YKCYCHOM KHCIOTe TpoTeKaeT depe3 1,4-IUruapOonupUIuHCOICep KAIINE
COEMHEHUs TUIa 6—8, KOTOphIEe apOMaTU3UPYIOTCS ¢ oTmermieHueM N,N-1ume-
TWJIAHWINHA U 00pa30BaHHEM, COOTBETCTBEHHO, IPOM3BOIHBIX THpa3oio|3,4-b]-
xuHoNMHa 9, akpuauHa 10 u nupumuno(4,5-b]xunonuna 11.
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Peakuus mo ganHo# cxeme (MeTon A) 3aBepmiaercs 3a 2 4, mpuyeM 00-
pa3oBaBiuiicss B Hed N,N-IMMETHUIaHWIMH HE MELIAET BBIICICHUIO LEIEBBIX
npoaykToB. [Ipoayktel 9 u 11 BeLIEIAIOTCS € BBIXOAaMH 76—94% mipu pa3bas-
JIEHUW PEaKIMOHHBIX cMecelt Bomoi, a akpuamasl 10 — ¢ Beixomamu 75—-82%
MIOCJIC YAANICHUS YKCYCHOU KUCIOTHI M IPOMBIBAHUSI.
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Tabnuma 1

XapaKTepnchm CHHTE3UPOBAHHBIX COBJIP[HCHI/Iﬁ

Haiineno. %
Coenn- BpyTTo-hopmyna Beruucrneno, % T. m., °C Brxoz, %
HEHHE C I N (meTom)
6b C,7H;30N4O 7531 6.76 1347 223-225 96
76.03 7.09 13.13
7b C,5H30N,0; 73.54 7.23 6.72 288-289.5 89
73.86 7.44 6.89
8b Cy3HpsN4O; 67.80 6.69 13.88 210-211 77
67.63 6.91 13.72
9a Cy;H;5N;0 7348 | 557 | 15.07 123-124 87 (A)
73.63 5.45 15.15
9b CoH9N;0 74.64 6.34 13.58 164.5-166 94 (A),
74.73 6.27 13.76 (130 [17]) 95 (b)
10a CysH;sNO; 69.88 5.76 5.28 151-152.5 75 (A)
70.02 5.88 5.44
10b C,7H;yNO; 71.42 6.57 4.78 154-155.5 82 (A),
71.56 6.71 491 85 (b)
11a C13H3N50; 60.08 5.18 16.15 186.5-188 76 (A)
62.23 5.05 16.21
11b C;sH7N;0; 62.56 5.85 14.53 182-183.5 92 (A),
62.71 5.96 14.62 95 (b)

[Ipomtecc MOXHO OCTaHOBUTh Ha CTaaWW OO0pPa30BaHUS COEAMHEHUH,
comepxkamux 1,4-IUruaponupUAUHOBEIN UK. Tak, B TPEXKOMIOHEHTHBIX
IUKIOKOHACHCAIUAX C y4acTHeM auMerioHa 2b B 2-mpomnanone oOpa3yroTcs,
COOTBETCTBEHHO, NpOAYKTHl 6b u 7b, a B ykcycHoil kucnore mpu 80 °C —
nponykt 8b. Ilpu xunsuenun coequneHuit 6b—8b B ykcycHOM KUCIOTE Takxke
obpaszyrotcs npoayktel 9b—11b (Metox b). Beixomasr Ha 00enx cTaausx BHICOKH,
OJIHAKO JBYXCTaJWiHAs cXeMma CHHTe3a 3THX COCAMHEHUN HE UMeeT IpeuMy-
HIECTB Tepe] OJHOCTaAMHHON, IIOCKOJIBKY BBIMTPHIII B OOMIMX BBIXOJIAX HECY-
IIIECTBEHHBIN, a BpEMEHHbIE U MaTepUalIbHbIE 3aTPaThl 3aMETHO BO3PACTAIOT.

OTMeTHM, YTO BCE CHHTE3MpPOBAaHHBIE COCIMHEHHs paHee He ObUTM M3BECTHBI,
XOT#, KaK OYEBHUIHO, JIETKO 00Pa3yIoTCs U3 IOCTATOYHO JOCTYITHBIX PEareHTOB.
Hannsie [17] o cunTe3e coequHeHuss 9b npu CriaBiIeHUHN AUMEIOHA C aMHHO-
¢opmunmnupazoaom 12 He COOTBETCTBYIOT JI€HCTBUTEIBHOCTH, MTOCKOIBKY €ro
XapaKTepPUCTHKM (TeMIeparypa IUIABICHHs M mapameTpsl crektpa SIMP 'H)
PE3KO OTIIMYAIOTCS OT BBISBJICHHBIX HAMHU.
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Tabnunma 2
UK u SIMP 'H ciekTpbl CHHTE3HPOBAHHBIX COeIHHEHMil

Coenu VK
- 1
- crIeKTp:1 Cnexrtp SIMP 'H, 8, m. 1. (J, ')
Vc=0, CM
6b 1620 0.95u 1.02 (3H u 3H, mBa c, 7-, 7-CH3); 1.91 (3H, ¢, 3-CH3); 1.95 u
2.15 (1H u 1H, nBa 1, J = 16, H-8,8); 2.51 (2H, M, H-6,6); 2.82 (6H,
¢, N(CHs),); 4.86 (1H, ¢, H-4); 6.61 u 7.01 2H u 2H, nBa n, J = 8.1,
CeH,); 7.38 (1H, m, H-4 Ph); 7.51 (4H, m, H-2,3,5,6 Ph); 9.33 (1H, c, H-
9)
7b 1630 0.90 u 1.00 (3H u 3H, xBa c, 3-, 3-CH;); 1.95u 2.13 (1H u 1H, nBa x,

J=16.0, H-4,4); 2.31 n2.42 (1H u 1H, m8a 1, J = 17.0, H-2,2); 2.75
(6H, ¢, N(CHs),); 3.64 u 3.69 (3H u 3H, zsa c, 6-, 8-OCH;); 5.02
(1H, ¢, H-9); 6.11 u 6.13 (1H u 1H, 1sa 1, J = 2.0, H-5,7); 6.48 u
6.91 (2H u 2H, 18a 1, J = 9.0, C4H,); 9.20 (1H, ¢, H-10)

8b 1655, | 0.91u 1.04 (3H u 3H, 18a c, 8-, 8-CH,); 2.02 1 2.20 (1H n 1H, z8a 1,
1680 | J=16.0, H-9,9); 2.55 u 2.60 (1H u 1H, asa 1, J = 16.0, H-7,7); 2.79
(6H, ¢, N(CHs),); 3.09 (3H, ¢, 1-CHs); 3.44 (3H, ¢, 3-CH,); 4.75 (1H,
¢, H-5); 6.54 1 7.01 (2H u 2H, nsa 1, J = 8.4, CsH,); 8.94 (1H, ¢, H-10)
9a 1680 | 2.13 (2H, M, H-7,7); 2.60 3H, ¢, CHs); 2.70 (2H, T, J = 6.0, H-8.8);
3.18 QH, 1, J = 6.0, H-6,6); 7.34 (1H, 1, J = 7.5, H-4 Ph); 7.56 (2H,
1,J = 7.8, H-3,5 Ph); 8.25 (2H, 1, J = 7.5, H-2,6 Ph); 8.72 (1H, ¢, H-4)

9b 1700 | 1.06 (6H, ¢, 7-, 7-CH,); 2.61 (2H, ¢, H-8,8); 2.62 (3H, ¢, 3-CHj); 3.12
(2H, ¢, H-6,6); 7.33 (1H, 7, J = 7.5, H-4 Ph); 7.56 (2H, 1, J = 7.8, H-3,5
Ph); 8.28 (2H, 1, J = 7.5, H-2,6 Ph); 8.73 (1H, c, H-4)

10a 1680 2.11 (2H, m, H-3,3); 2.67 (2H, 1, J = 6.0, H-4,4); 3.12 2H, T, J = 7.5,
H-2,2); 3.91 (3H, ¢, 6-CH;); 3.96 (3H, c, 8-CH,); 6.62 (1H, 1, J = 2.0,
H-7); 6.93 (1H, x, J = 2.0, H-5); 8.76 (1H, ¢, H-9)

10b 1690 1.03 (6H, c, 3-CHj3); 2.58 (2H, c, H-4,4); 3.04 (2H, c, H-2,2); 3.92
(3H, ¢, 6-OCHj); 3.97 (3H, ¢, 8-OCHy); 6.65 (1H, ¢, H-7); 6.96 (1H,
¢, H-5); 8.77 (1H, c, H-9)

11a 1670, | 2.11 (2H, m, H-8,8); 2.66 2H, 1, J = 6.5, H-9,9); 3.10 2H, 1, J = 6.5,
1690, | H-7,7);3.27 (3H, ¢, 1-CHs); 3.55 (3H, ¢, 3-CHs); 8.56 (1H, ¢, H-5)
1710

11b 1650, | 1.05 (6H, c, 8-, 8-CHs); 2.60 (2H, c, H-9,9); 3.06 (2H, ¢, H-7,7); 3.29
1670, | 3H, ¢, 1-CH,); 3.58 (3H, ¢, 3-CH,); 8.60 (1H, ¢, H-5)
1700

Crpoenue coenuHeHHs 9b yCTAaHOBIEHO HAMH PEHTTCHOCTPYKTYPHBIM
metogoM (puc. 1 u 2, Tabmn. 3). LleHTpanbHBIN TeTepouKINdecKuii hparMeHT
N(1)C(1-5) mnnockmii (MaKkCUMAallbHOE€ CPETHEKBAJPATUYHOE OTKIIOHEHUE
aToMoB coctasiger auiibs 0.007 A), KaK ¥ MPaKTUYECKU JISKAIIUil B TOH ke
TUIOCKOCTH (COOTBETCTBYIOMIMK JBYTPaHHBIHA yroi 0.99°) mupa3onbHBIA ITUKIT
N(2)N(3)C(1)C(2)C(10), xoTOpBIi TaKke IUIOCKHH (MakCHMalbHOE CpeIHe-
KBaJpaTUYHOE OTKIOHeHHe cocTaiger 0.003 A). JIByrpaHHbI yroa Mexmy
nupazonbHBIM KoM N(1)N(2)C(1)C(2)C(10) u henunbHbM KoIbIIOM C(14)—
C(19) cocrapnset 9.5°. Konpro C(4)—C(9) Heriockoe u UMeeT KOH(POPMAIIHIO
nonykpecnra ¢ ymnomenueM @parmenta  C(9)C(4)C(5) (cooTBercTBYIOMINE
MoudunrpoBanHbie mapamerpbl Kpemepa—Ilormma [18] S = 0.75, w = 13.00°, 6 =
=35.88°).
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C19

c18

c16 c17

Puc. 1. O6muit Bua MOJEKYJIbI coequHEHHS 9b

CocTaB M CTpOCHHE BCEX COSAMHEHUI TOITBEPKMAIOTCS TAKXKE JaHHBIMU
3JeMeHTHOTo aHanm3a (tabr. 1), UK criektpos u criektpo SIMP 'H (ta6i1. 2). B
YacTHOCTH, B cmektpe AMP 'H coequHeHusd 9b XUMUYECKUE COBUTH 2em-
TuMeTIbHON rpynnupoBku (1.06 M. a.) u rpymmsr 3-CH; (2.62 M. 1.) pesko
pasiuyaroTcs, TOTAa Kak IO JaHHBIM [17] Bce TpW METWIIBHBIE TPYTIIBI
MIPOSIBIISIOTCS OJTHUM JAEBATHIIPOTOHHBIM CHHIIIETOM (2.5 M. 1.). duacrepeo-
tonHble rpynnel CH; u npotonsl rpynn CH, coeaunenuii 6b, 7b u 8b pesonu-
PYIOT KaK B X M3BECTHBIX aHAIIOraxX mupazoio|3,4-b|xuHonmHOBOTO THMA [19].

-

s

Puc. 2. DparMeHT KpUCTANTMYECKON YIaKOBKU coennHeHus 9b
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Tabnuma 3

OcHoBHbIe JJIUHBI cBsA3eii (/) U BajJeHTHbIE YIJIBI ( ® ) MOJIEKYJIbI cOeIMHeHUs 9

CBs13b LA VYron , Tpaj.
N(H-C(1) 1.340(2) C(5N(1)C(1) 114.66(13)
N(1)-C(5) 1.336(2) C(1)N(2)N(3) 110.19(12)
N@2)-C(1) 1.367(2) N(2)N(3)C(10) 107.15(12)
N(2)-N(3) 1.390(2) N(3)C(10)C(2) 110.80(13)
C(10)-N(3) 1.312(2) C(10)C(2)C(1) 107.15(12)
C(10)-C(2) 1.428(2) C(2)C(1)N(2) 106.89(13)
C(2)-C(1) 1.408(2)

Takum 00pa3oM, METOJI CHHTE3a, OCHOBAHHBIN Ha MCIOJIH30BAHUH B PEAKIIUU
lanya 4-(nUMeETHIIAaMUHO)OCH3ABACTHIA, MO3BOJSAET JIETKO TOJy4aTh paHee
HEU3BECTHBIE YAaCTUYHO TUAPUPOBAHHBIC MPOHM3BOJHBIC MUPa30io[3,4-b[xuHo-
JIUHOB, AaKPUIWHOB W THPUMHUIO[4,5-b|XMHOIIMHOB, COJCpXKAIUX Y-HE3a-
MEILIEHHBIA MUPUIUHOBBIA LIUKJL.

SKCHHEPUMEHTAJIBHASL YACTb

KoHTposns 3a X010M peakiyii 1 YUCTOTOW CHHTE3UPOBAHHBIX COEIUHEHUI POBOIH-
mu meronoMm TCX na mmactuakax Silufol UV-254 B cucteme pactBoputeneid OeH30—
3TaHol, 9 : 1, npossienue B Y® cBere. UK cniekTpbl coeqMHEHMI 3aIUChIBATIN HA TIPU-
6ope UR-20 B Tabnerkax KBr. Crextps IMP 'H nomyuanu Ha crektpomerpe Bruker
Avance DRX 500 (500 MI'y) B AMCO-d;, cranmapt TMC.

PeHTreHoCTPYKTYpHOE HMcC/IeJ0BAHMEe MOHOKPHCTAJLIA, BEIPAIIEHHOTO U3 PacT-
Bopa coenuHeHus 9b B aTaHoie, ¢ nuHeHbIMU pazmepamu 0.25 x 0.31 x 0.43 MM mpo-
BEJCHO IpM KOMHATHOW TeMIlepaType Ha aBTOMAaTHYECKOM YETBIPEXKPY>KHOM JHU]-
paktomerpe Enraf-Nonius CAD-4 (CuKa-usnyuenue, A = 1.54178 A, tun ckanupo-
BaHUs 20/®, O = 70°, cerment chepbr —13 <A <12, 0< k< 15,0 <7< 13). Beero co-
Opano 2929 oTpakeHUH, N3 KOTOPHIX 2217 SBIAIOTCS CHMMETPUIECKH HE3aBUCUMBIMU
(Rine= 0.01). Kpucramnsl coequnenust 9b monoknuuusle, a = 11.238(2), b = 12.584(2),
c=11.787(2) A, B =108.88(2)°, V= 1577.15(11) A>, M =305.38, Z=4, dy,u=1.29 r/cn’,
i = 6.093 cm', F(000) = 649.70, mpoctpancTBenHas rpymma P21/n (N 15-17).
Crpykrypa pacmudpoBaHa npsiMbiM MeTosoM u yrouHena MHK B momHomarpuunoM
aHU30TPOITHOM TNPHOIIKEHUH C HCIONB30BaHWeM Komiutekca mporpamm CRYSTALS
[20]. B yrounenun ucnonb3oBaHo 2217 orpaxenuit ¢ I > 3o() (209 yTouHseMBIX
rapameTpoB, YUCIIO OTpakeHHi Ha napameTp 10.6). AToMbl Bojopoa ObUIN TTOCAXKEHBI
TE€OMETPUYECKH M BKJIIOYEHHl B YTOYHEHHE C (DPUKCHPOBAHHBIMU TEIIOBBIMH H
MO3HUIIMOHHBIMU TapaMeTpaMu. IIpu yTouHeHMH OblIa MCIIOIB30BaHA BECOBAS CXEMa
Yeobimesa [21] ¢ mapamerpamu: 2.68, 2.93, 2.56, 0.813 u 0.574. OxoHuyaTenbHbIE
3HaueHus (akropoB pacxomumoctu R = 0.041 u Ry = 0.046, GooF = 0.990.
OcTraro4dHas JMeKTPOHHAs TUIOTHOCTh U3 Pa3HOCTHOTO psana Oypee cocraBuseT —0.19 u
0.17 ¢/A>. Vuer mornomenus B KpucTaJie ObUT BBITIONHEH C IOMOIIBI0 METOJIa
a3uMyTaJbHOrO ckaHupoBanusi [22]. TlonmHbli HAOOp PEHTICHOCTPYKTYPHBIX IaHHBIX
g coequHeHns 1 nemonnmpoBaH B KemOpHmKcKOM OaHKE CTPYKTYpPHBIX ITaHHBIX
(CCDC 664295).

4-[4-(IumeTniiamuno)penni|-3,7,7-tpumerni-1-genni-1,4,6,7,8,9-rexcaruapo-
SH-nupa3ono|3,4-b|xunonaun-5-01 (6b). PactBop coemunenuii 1 (2.98 r, 20 MMonb),
2b (2.8 1, 20 mmomnp) 1 3 (3.46 T, 20 MMOJIB) B 7.5 MII 2-IpoTIaHOIa BRIAEPKUBAIOT 72 4
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mpu 15-20 °C. BeppenmBmmiics ocalok OT(WIFTPOBHIBAIOT, MMPOMBIBAIOT 2-TIPOIIa-
HOJIOM, T€KCaHOM M MONy4aroT 4.1 T aHATUTHYECKH YUCTOTO MPOyKTa 6b.

9-[4-(AumeTnnamuno)dennna]-3,3-1umeTn1-6,8-1umeroxcu-3,4,9,10-rerparuapo-
akpumuH-1(2H)-on (7b). Cwmech coenuuennii 1 (0.298 r, 2 mmons), 2b (0.28 1,
2 mmoine) 1 4 (0.306 T, 2 MMOJIB) B 2 MII 2-TIpOTIaHONIA BEIIEpKUBatOT 30 MHH TpH
75 °C. OcThIBLIYIO MacCy QHUIBTPYIOT, OCaJOK IPOMBIBAIOT 2-IIPOMAHOJIOM, TEKCAaHOM U
nony4aroT 0.723 r aHATMTUYECKH YUCTOTO MpoayKTa 7b.

5-14-(AumeTunamuno)denunin]-1,3,8,8-rerpamernn-5,8,9,10-rerparuaponupu-
muo[4,5-b]xunommnn-2,4,6(1H,3H,7H)-Tpuon (8b). Cmecy coemmuenmii 1 (1.49 1,
10 mmoip), 2b (1.4 T, 10 mmone) 1 5 (1.55 1, 10 MMoIB) B 6 MII JIEASTHOH YKCYCHOM
kuciaoTel BhiaepkuBaoT 4 4 mpu 80 °C. OcThiBIIyI0 Maccy (QUIBTPYIOT, OCaIOK
MPOMBIBAIOT 2-NPOIAHOJIOM, KPUCTAUIM3YIOT U3 IMHPHAMHA U TOIydaloT 2.5 T NmpoayKTa
8b.

3,7,7-Tpumerna-1-dpenunn-1,6,7,8-rerparuapo-SH-nupa3zon0(3,4-b]| xunonu-5-
oH (9b). A. Cmech coeaunenmii 1 (0.596 r, 4 mmons), 2b (0.56 r, 4 mmoinb) u 3 (0.692
r, 4 MMoOIlb) B 4 MJI JIEASTHOM YKCYCHOH KHCIIOTHI BhImepxwuBaroT 2 4 mpu 120 °C.
Kumsiimyio  peakiimoHHyI0 CMech MpH IepeMelIMBaHUK pPa30aBiIsAi0OT 4 MI BOJBIL.
OCTHIBIIYIO Maccy (pUIBTPYIOT, OCAJOK MPOMBIBAIOT CMEChIO 2-TIPOMaHoi—Boaa, 1 : 1,
KPUCTAJUTU3YIOT U3 CMECH MUPUANH—BOAA, | : 1, u momyuarot 1.149 r npomykra 9b.

IMpoaykr 9a mony4arOT aHanoru4yHo u3 coeAaunenuid 1, 2a (0.56 r, 5 MMounb) u
coeIMHEHN 3.

b. Cmecs 1.7 1 (4 MMonb) coeaunerust 6b 1 4 mi1 nefsHON YKCYCHOM KHCIIOTHI BbI-
nepxusatoT 2 4 ipu 120 °C. IIpoayKT BeIIENAIOT, Kak B MeToe A, U nomydaror 1.163 ¢
coequaenust 9b, xoropoe, mo mamHbiIM TCX M T. Wi, WAGHTHYHO O0Opa3iy, IoO-
JIy4YeHHOMY TI0 MeTony A.

3,3-AumeTni-6,8-rumeroxcu-3,4-rurugpoakpuaun-1(2H)-on (10b). A. Cwmecs
coequnenuit 1 (0.596 r, 4 mmous), 2b (0.7 1, 5 mmons) u 4 (0.765 r, 5 MMOTIB) B 4 M1
JIEASHOM YKCYCHOM KHUCIOTHI BbLaepkuBaroT 2 4 mnpu 120 °C. YKcycHyr KHCIOTY
YIapHUBaIOT B BaKyyMe BOJOCTPYHHOTo Hacoca. OCTaTOK pacTBOPSIIOT NP HATPEBAHUH
B 4 mu anierona. ['opstumii pactBop pazdasisttor 4 mi 20 % BOIHOTO pacTBOpa aMMHaKa
u 4 mu Bogbl. OCTHIBIIYIO Maccy (GMIIBTPYIOT, OCaJOK MPOMBIBAIOT CMECHIO 2-MPO-
MaHOJ-BOAA, | : 2, KPUCTAIIU3YIOT U3 CMECH 3TaHOI-BOAA, 2 : 1, u momyuarot 0.934 ¢
mpoxaykra 10b.

Ipoayxkr 10a noxy4aroT aHAJIOTUYHO U3 coequHeHui 1, 2a u 4.

b. [Ipoxykt 10b momyvatoT u3 coequHerns 7b o npuBeeHHOMY 11 coequHeHns 9b
MeTony b M BBIIENSIOT Kak B IIPUBEJECHHOM BBIILIE METO/IE A.

1,3,8,8-TerpameTn-8,9-qurugponupummo|4,5-b]xunonnn-2,4,6(1H,3H,7H)-
TpuoH (11b). A. Cmech coenunenwmii 1 (0.596 r, 4 mmons), 2b (0.56 r, 4 mmonb) 1 5
(0.620 r, 4 Mmmotb) B 4 MJI JIeITHON YKCYCHOM KHCJIOTHI BbIepkuBatoT 2 4 ripu 120 °C.
Kunsingyto peaknmoHHYyI0 cMech NpH TEpeMEIIMBaHWM pa30aBisioT 4 MJI BOZBIL.
OCTBIBIIYIO Maccy OT(GHIBTPOBBIBAIOT, OCATOK IIPOMBIBAIOT CMECHIO 2-IIPOIIAHOI—BO/A,
1 : 1, kpucTannu3yooT u3 2-npomnanoina u noxyqatot 1.058 r npoxyxra 11b.

IpoaykT 11a nody4aroT aHAJIOTHYHO U3 coequHeHui 1, 2a u 5.

b. ITpoxykr 11b nonyvarot u3 coequHenus 8b no npusBeaeHHOMY 171 coequHeHUs 9b
merony b.
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