BOCCTAHOBJIEHUE KAMIITOTELIUHA 1,4-JUTUAPOIINPUINHOM

KawueBsie ciioBa: 1,4-1uruponupuant, KaMITOTEIMH, TOMOTEKaH, BOCCTAHOBIICHHE.

Tomorekan (1) — IMPOTHUBOOITYXOJIEBEIN TperapaT, MUTOTOKCUYHOE JICHCTBHC
KOTOporo ocHoBaHo Ha wuHrHOupoBanmum JIHK-tomomszomepassr 1. KiroueBoi
cragueit cuHaTe3a TormoTekana (1) sSBsSeTcsl BOCCTAaHOBJICHHE KaMITTOTeIMHA (2) 10
1,2,6,7-terparuaponponspogaoro 3 [1]. OmnyOaumkoBaHHBIE NPUMEPHI TaKOTO
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BOCCTAHOBJICHUS IPENIOJaraloT THAPUPOBAHNE COEIWHEHHS 2 Ha KaTalau3aTropax
iaTruHOBOM rpynmsl (Pt, Pd) npu arMochepHOM WITh MOBBIIIEHHOM JIaBJIeHHH [2].

UzBectHO, uTO 1,4-TUTHAPONMPUANHEI MOTYT BOCCTAaHABIINBATH ApOMATHIECKIE
a30TCoepIKAIUEe TeTePOLUKIbl B MPUCYTCTBUH CTEXMOMETPHUYCCKHUX KOJIHYECTB
kucnoT bpéucrena [3, 4].

Llenpro HacTOSAIIETO0 UCCIEAOBaHUS ObLIa pa3padoTKa HOBOTO METO/a BOCCTa-
HOBIICHUS COCUHEHHS 2 C UCMOIb30BaHUEM |,4-TUTHAPOIUPHINHOB, THUITHYHBIM
MIPEJICTABUTENIEM KOTOPBIX SBISAETCS HAUOOJee JOCTYITHBIA U ACMEBBIA TUMETHIIO-
BBl 3¢up 2,6-mumMeTi- 1,4-muruaponupuant-3,5-1ukapOoHOBOM KUCIOTHI (4).

Ucxonnprii xkamnrorene (2) u 1,4-guruaponupunnH 4 CyCHEHIUPOBAIH
B xyopodopme B mpucytctBuu 10 mMonb. % TpUPTOPYKCYCHOM KuCIOTHL. Peak-
[IUOHHYIO CMECh KHITATWIN B aTMOcdepe a30Ta 0 OKOHYAHUS BOCCTAHOBIICHUS I10
pesynprataM BOJXKX. Tunmunoe Bpems peakuun 18-20 u. TerparmapoxaMmnTo-
TeruH 3 ObLT BBIJIENEH B (popMe ruapoxiopuaa ¢ BeixonoMm 88% B mepecyére Ha
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N3yuenue mporecca Mokasaao, YTO JUIsI TOTO, YTOOBI CTENEHh KOHBEPCHH
coemMHEeHUS 2 OblJa MaKCHUMalbHOH, HYXHO okoio 3.4 »9kB. 1,4-gurumpo-
nupuanHa, npuaéM 10% oT 3Toro KoiamdecTBa HE0OXOAUMO 100aBUTH Tocie 16 1
kunsiaeHus. M3 peakinoHHO# cMecH BBIJIENICH OIUH THacTepeoMep, KOHQUTYpaIust
KOTOPOT'O N3y4aeTcsl.

Takum ob6pa3zom, Hamu pa3paboTaH HOBBIH MeToxa moxydenus 1,2,6,7-tetpa-
THAPOKAMIITOTEIMHA 0e3 NMPHMEHEHHUS JOPOTOCTOSIINX KaTalIn3aTOpPOB U IIOBBI-
[IEHHOTO J1aBJICHHUS.

UK cnekrtp 3apeructpupoBa Ha pypbe-cnekrpomerpe Nicolet 6700 B Tabnerke ¢ KBr
(5/300 mMr KBr). Crexrpst IMP 'H u "°C 3anucans va npu6ope Bruker AM-360 (360 u
90 MI'm  coorBerctBenHo) B JIMCO-ds. B xauectBe BHYyTpeHHEro cTraHIapTa
WCTIONB30BaHBl CHTHAIBI OCTAaTOYHBIX NMPOTOHOB pacTtBoputens (6 2.50 m & 39.5 m. &.
COOTBETCTBEHHO). Macc-criekTp 3amucad Ha npubope Agilent LC/MS 1200 B pexume
pErHCTpaIMy TOJIOKUTEIBHBIX HOHOB, NOHU3AIINS DIIEKTPOPACIIBUICHHEM. YTOI YJeIbHOTO
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BpameHns m3MepeH Ha aBToMaTmdeckoM moisipumerpe OTAGO AP-300. Temmepartypa
TUTaBJIeHus onpenaenena Ha npubope mapku BUCHI Melting Point M-565. Aranutnueckas
BOXX mnposenena Ha xpomarorpade ¢upmbl Shimadzu; kononka Grom-Sil 12] ODS-
4HE, Sum, 250 x 4.6 mm; omroent QocdarHeii Oydep — aneronutpun (20-70%);
CKOpOCTh amonpoBaHus 1 mu/muH; Temmeparypa 45 °C. KaMmToTenwH MpoM3BOICTBA
¢upmer Shanghai FWD Chemicals Product (98%) ncnosnb3oBancst 6e3 JONOJTHUTEIBHON
ourcTku. [lumerwnoBwlii 3¢up  2,6-aumerni-1,4-IUTUAPONUPHUINH-3,5-TMKapOOHOBON
KHCJOTHI (4) MOTyYeH U3BECTHBIM METOIOM [5].

I'mapoxaopun 1,2,6,7-rerparuapo-(20S)-kamnrorenuna (3). B konly &EMxocTbio
300 M, cHaOXEHHYIO OOpaTHBIM XOJIOAWIBHAKOM U MEIIATKOW, MOMEManT 3.5 T
(0.010 momp) xamnrorenmHa (2), 7.0 T (0.031 Monp) mumernnoBoro 3¢upa 2,6-TUMETHI-
1,4-nuruaporupuans-3,5-aukapOonoBoit kucnotsl (4), 150 M xmopodopma u 0.1 mi
TpUQPTOPYKCYCHOW KHCHOTHL. IIponyBaroT a30TOM M JOBOMAT OO KHIEHUS MHpH Iepe-
memBaHud. [lepBoHauanpHas CyCHEH3Ms TOMOTEHHM3MpPYETCsl MpUMepHO 4epe3 20 MuH.
PeaknmoHHYI0 CMeCh OCTaBJISIOT NpU IIEpeMEIIMBAHUM W KUINEHMH Ha 16 4, 3aTeM
nmobasmsror 0.7 T (0.003 momp) »dpmpa 4 B Buae cycneHsun B 10 M xmopodopma
U TIPOJIOJDKAIOT KHITATUTH B TedeHHe 3 4. PeakmmonHyro cMmeck oxiaxmaor mo 0-5 °C
U IIpU 3TOH Temmeparype mocTteneHHo mpuiauBaroT 50 mu 12% pactBopa XJIOpHUCTOTO
Boziopoaa B quokcane. OcTaBisitoT Ha 1 4 npu 3 °C 10 MONHOr0 OCaKAECHUSI THAPOXIOpHUIa
coenuHeHus 3. BpimaBmmii ocafok OTHENSIOT (QUIBTPOBAHMEM, IPOMBIBAIOT alETOHOM
(2 x50 mi). Ilomyuennslii ruppoxiyopuy coenunenus 3 (3.4 r, 88%) oOpabaTbiBaroT
pacTBOpoM OmMKapOOHAaTa HaTpPHs C MOCIEIYIOMIEH SKCTPAKINEH XJIOPHUCTBIM METHUIICHOM.
Cymat cynspaToM HaTpus, yIapHBalOT IOJ TMOHIDKEHHBIM AaBlieHHEeM. Breixom 3.2 1
(82%). Ilpu mepekpucTa/UIM3alMKd W3 OSTHIACTaTa IOJIY4aloT OCJibie WIrOJbYaThie
kpuctamis. T. mr. 234.6-235.1 °C (AcOEt) (r. . 240 °C (AcOEt) [2]), [o]p>® +225.5° (2
r B 100 mx CHCL3). MK crektp, v, cM : 3336, 3302, 1741, 1652. Cnexrp SIMP 'H, §, m. 1.
(J/, Tm): 0.77 3H, 1, J = 7.6, CH;CHy,); 1.73 (2H, x, J= 7.6, CH3CH>), 2.13-2.20 (1H, M,
6-CH), 2.65-2.80 (2H, m, 5-CH,), 3.90—4.14 (2H, m, 7-CH,); 4.90 (1H, 1, J = 6.0, 2-CH);
5.16-5.29 (2H, m, CH,0); 6.18 (1H, c, 14-CH); 6.48-6.98 (6H, M, H Ar, NH, OH). Crniektp
SIMP °C, 8, M. 1.: 7.7; 28.3; 30.4; 31.7; 51.9; 56.7; 65.1; 72.3; 97.6; 113.3; 116.2; 116.3;
119.6; 126.9; 128.3; 143.5; 150.0; 153.3; 157.3; 172.5. Macc-cuektp, m/z (o, %): 353
[M+H]"(100), 705 [2M+H]" (30).
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