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A. H. IIsipko

PEAKLIAS
3,3,6,6-TETPAMETHJI-1,2,3,4,5,6,7,8,9,10- TEKATHJIPOAKPHINH-1,8-
JTAOHOB C AJIIOMOTHMIPUIOM JINTHS

Bzanmopeiicteuem 3,3,6,6-terpamerni-1,2,3,4,5,6,7,8,9,10-nekarunpoaxpu-
nuH-1,8-mmoHa, ero 9-Ph- n 9-p-MeOCgH,-3aMeIieHHBIX MTPOU3BOIHBIX C AIFOMO-
THAPUIIOM JIMTWSL TOJy4eHbl COOTBeTCTByroume 3,3,6,6-rerpamerun-1,2,3,4,5,6,7,8-
OKTaruIpOaKpUAMHbL. Peakiius mpoTekaeT B KHUIIALIEM IHUIIIMME, a TakXkKe MpH
KOMHAaTHOW TeMIlepaType NpH IIHTEIHLHOM IIePEMENINBAHUN PEAarupyIOIINX KOM-
MIOHEHTOB B AdHpe.

KimoueBbie ciioBa: JACKaruipoakpuiid, BOCCTAHOBJICHUC AJIIOMOI'MAPHUIOM
JIUTHA.

BzaumopeiictBue 3,5-n1MaliMIMUPUANHOB ¢ KOMIUIEKCHBIMU TUAPHUIAMUA Me-
taioB (NaBH,, LiAlH,) npotekaeT ¢ BoCCTaHOBJICHUEM MO0 KapOOHMIBHBIX
(YHKIUE 10 CIHPTOBBIX, JIHOO MUPHIUHOBOTO IMKIA N0 1,4-AMTHIPOTHPHIU-
HoBoro [1]. B wactHocTH, peakuus okraruapoakpuauaauona 1 (R = H) c
NaBH,4 mpoTtekaeT ¢ BOCCTaHOBJIEHHEM MUPHUAMHOBOTO LMKJIA M MPHUBOIUT K
JIeKaruApoaKpuIMHINOHY 2a [2], a ero B3aumoaeicteue ¢ LiAlH, npuBoauT k
okTaruapoakpunuuaanony 3 [3].

B psagy »THX coenMHEHMI MPEJCTaBIISsJIOCh WHTEPECHBIM OCYIIECTBUTH
BOCCTAHOBJICHUE KapOOHWIBHBIX (YHKIMH JeKaruIpoOakpUJAUHIMOHOB 2a—C
amroMoruapuaoM nuTHs. OKaszanock, YTO pPEakmHs IMPOTEKAET B KHUIISIEM
JUTTIIME W TIPUBOJIUT K OKTaruapoakpuauHam 4a—c. Kpome Toro, peakiuio
MOKHO OCYIIECTBHUTH U MPH KOMHATHOW TEMIepaType, YTo MOKa3aHO HAMHU Ha
IIPUMeEpE TpeBpalleHns JeKarugpoaKkpuInHAnoHa 2b B okTaruapoakpuavH 4b.
BoccranoBienne npoTeKaeT mpy JAJUTEIFHOM [TepeMEIIMBaHuN KOMIIOHEHTOB B
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Cl'[eKTpaJILH]:Ie XapaKTePUCTHKH CHHTE3UPOBAHHBIX coelMHeHmii 4a—c

Coenu- UK crexTp, Y crexrp,

1 Amax, HM
HEHHE Vv, cM
(g9

Cnekrpsl IMP
'Hu *C, 8, M. 1. (J, Tm)*

4a 1435, 1460, 210 (3.63), | 0.98 (12H, ¢, CH3); 1.54 (4H, 1, J = 7.0, 2- u
1578, 1610, 281 (3.64) 7-CH,); 2.62 (4H, ¢, 4- u 5-CH,); 2.73 (4H, T,
2930, 2875 J=17.0, 1- 1 8-CHy); 7.10 (1H, c, 9-H)

[25.78 (C, Crn); 28.72 (CHs); 30.63 (Ciay, Cee));
36.01 (C(]), C(x)); 46.58 (C(4), C(s)); 128.20 (C(Xa),
Coow); 137.48 (C(9)); 154.32 (Caay, Crr0w)]

4b 1440, 1470, 282 (3.71) 0.99 (12H, ¢, CHs); 144 (4H, 7, J = 7.0, 2- u
1555, 1572, 7-CHy); 2.38 (4H, 1, J = 7.0, 1-, 8-H,); 2.74 (4H, c,
2872, 2920 4- 1 5-CHy); 7.08 (2H, 1, J = 7.0, 8- u 5'-H); 7.41
(3H, M, 2'-, 4'- 1 6'-H)

[24.40 (C), C()); 28.07 (CH3); 29.87 (Cg3), Ces));
35.56 (Cqy, Cs)); 46.68 (Cs), Cay); 125.70 (Csa,
C(9a))§ 127.15 (C(z'), C(s')); 127.85 (C(4')); 128.71
(C(3'), C(S')); 138.71 (C(l')); 149.16 (C(g)); 153.76
(Caaa), C10a)]

4c 1445, 1520, 222 (4.08), 0.98 (12H, ¢, CH3); 1.46 (4H, 1, J = 7.0, 2- u
1580, 1620, 282 (3.77) 7-CHy); 2.35 (4H, 1, J = 7.0, 1- u 8-CHp); 2.72
2875, 2950 (4H, ¢, 4- 1 5-CHa); 3.88 (3H, ¢, OCH;); 6.78 (2H,
A,

J=8.0,2-u 6-H); 6.90 (2H, 1, J = 8.0, 3'- u 5'-H)

[24.46 (Cey, C7); 28.02 (CHs); 29.62 (Cisy, Cee);
35.56 (Cay, Ceg)); 46.08 (Ca), Cs5)); 55.20 (OCHs);
114.16 (C(y), C(5')); 126.58 (C(ga), C(ga)); 128.95
(C(z'), C(s')); 130.62 (C(l')); 149.47 (C(g)); 153.56
(Ciaa), Car0a); 158.71 (Cay)]

* Criextpsl SIMP "*C npuBesieHsI B KBaipaTHEIX CKOOKaX.

CrpykTypa coeanHeHU 4a—c MOATBEPXKJEHA CIEKTPATbHBIMUA JTaHHBIMU H
pe3ysIbTaTaMH 3NEeMEeHTHOro aHammsa (taGmuma). Tak, B cmekrpax SMP 'H
HMMEIOTCS] CUHIJIETHBIN CUTHAN MPOTOHOB YEThIPeX METHWIbHBIX Tpym mpu 0.98,
0.99 1 0.98 M. 1., TPUTUIETHBINA CUTHAJI METHJICHOBBIX TPOTOHOB B MOJIOKEHUSIX
2u7(1.54, 1.44 u 1.46 M. 1.) 1 B3aUMOJEHCTBYIOIINX C HUMH METHIIEHOBBIX
MpoTOHOB B monokeHusix 1 u 8 (2.73, 2.38 u 2.36 M. 1.), a TaK)Ke CUHTIIETHBII
CUTHAJI METHIICHOBBIX MIPOTOHOB B MOJIOKEHUsIX 4 u 5 (2.62, 2.74 u 2.72 m. 1.).
B cnekrpax AMP BC BosmoxkHO O0JIHO3HAYHOE OTHECEHHE BCEX CHUTHAJIOB
(Tabmuma).

Cienyer OTMETUTB, YTO OMUCAHHOE MpPEBpaleHUE SBISETCS 3P PEKTHBHBIM
Croco0OM Iepexoaa OT MPOIYKTOB CHMHTe3a ['aH4a K MMPUINHOBBIM ITPOU3BOI-
HBIM, HE CO/ICPKAIIUM KHUCIOPOAHBIX (YHKIHA.
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SKCHHEPUMEHTAJIBHAA YACTb

KOHTpOIb 32 CHHTE30M W MHANBHAYAIBHOCTHIO TOJYYaE€MbIX COCIMHEHHH OCYIIECTBISUIN C
nomonipto TCX Ha mnactuakax Silufol UV-254, samoent adup—rekcan, 1:2, nposisnenne B YO
CBETe WIM TapamMd Hoja. Temreparypsl IUIaBJeHHS OmpeneieHbl Ha crojuke Boetius. MK
crekTpsl 3anucanbl Ha npubope UR-20 B Tabnerkax KBr. Y® cnekTpbl CHATHI Ha CIEKTPOMETpE
Specord M-400 st pacrBopoB B oranone. Crnextpsl SIMP 'H u '*C sanmcanst B CDCl; Ha
npuGope Bruker AC-200 (200 u 50 MI'u coorsercrserno). Crextper IMP *C nonyuensr ¢
Pa3BA3KOH OT IPOTOHOB.

JlekarnapoaKkpuaAMHINOHBI 2a—C MOJYYalH 10 METOIMKaM pabor [2, 4, 5].

3,3,6,6-TerpameTni-9-pennn-1,2,3,4,5,6,7,8-okrarugpoaxpunus (4b). A. Kumsarsar 698 mr
(2 mMmorb) aekaruapoakpuanHauoHa 2b B 10 mu 6e3Bognoro aurnuma ¢ 300 mr (7.9 mmorb)
amoMoruapuaa autus B Tedenue 1.5 4. [locne oxmakaeHus: B peakMOHHYIO CMECh OCTOPOKHO
nobasistror 2 Mt Bogel u 50 mit staHona. OcaJok OTQMIBTPOBEIBAIOT, (GHIBTPAT yHApUBAIOT,
ocratok obpabareiBatoT 20 Mt Boibl, 200 mit adupa u cymar MgSO,. [ocne ynapusanust 3¢upa
U KPHCTAUIM3ALMU OCTaTka M3 cMecu sdup-rekcad, 1:1, momywator 510 mr (80%) ruapo-
akpuguaa 4b. T. mr 178-180 °C (adup-rexcan). Haiineno, %: C 86.61; H9.18; N 4.50.
Cy3HyoN. Beruucneno, %: C 86.52; H 9.09; N 4.39.

3,3,6,6-Terpamernii-1,2,3,4,5,6,7,8-okraruapoakpuaun (4a) mNoay4aroT AaHAJOTMYHO C
BeIXOZOM 330 Mr (68%) u3 546 mr (2 mMMmonb) nekaruapoakpuanumuona 2a. T. mwr 96-98 °C
(3¢pup—rexcan). Haiineno, %: C 83.76; H 10.17; N 5.88. C;7H,sN. Beruaucneno, %: C 83.95;
H 10.29; N 5.76.

3,3,6,6-TerpameTnia-9-(4-meroxcndennn)-1,2,3,4,5,6,7,8-okrarmgpoakpuaun  (4c) 1o-
Jy4yaroT ¢ BbIXoAOM 565 mr (81%) u3 758 mr (2 MMmonb) nekaruapoakpuaunanona 2c¢. T. pasi.
230-235 °C (srunanerar—rekcan). Haiineno, %: C 82.36; H 8.94; N 4.12. C,4H;N. Borunuc-
neHo, %: C 82.52; H 8.88; N 4.01.

b. IMepemenmBator 698 mr (2 Mmouns) aekaruapoakpumuaarona 2b B 200 mi cyxoro adupa ¢
300 mr (7.9 MMoITh) almIOMOTHIPHU/IA JIUTHS P KOMHATHOM TeMIeparype B Teuenue 15 4. 3atem
0ocTOpOoXHO N006aBisitoT 0.5 M BOABI M mepeMennBaoT eme 5 4. OCTOpoKHO 100aBIIoT 5 Mt
BOJIBI M PEAKIMOHHYIO cMeCh (HUIBTPYIOT depe3 2 cM cioi cyxoro Na,SO,. IMocne ymapusa-
HMS M KPUCTAJUIM3alMU OCTaTKa U3 cMecH 3¢up-rekcad, 1:1, nomyudator 490 mr (77%) rugpo-
akpuauHa 4b.
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