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MUCBMA B PEJAKIHIO

HOBBII1 METOJ] CUHTE3A 1,3-IUMETHJI-4-®OPMUJIITUPA3OJIA

KiroueBble ciioBa: METHUIITUAPA30H all€TOHA, (l)OpMI/IJ'II/II)OBaHI/Ie, OUKJIU3aus.

Peakuusa BunbcMmaiiepa—Xaaka apuiaruapa3oHOB apUIMETHIKETOHOB SIBIIS-
eTcsl yIOOHBIM METOIOM cuHTe3a 1,3-anapuin-4-¢popmunmnupaszoios [1-5].

N-AJKUITHAPA30HBI THATKAIKETOHOB B TOJOOHOM NPEBpAIICHIH HE UCCIIe-
JIOBAJIMCh, XOTSI MOTYT OKa3aThCsl yJOOHBIMH peareHTamu jajs cuHtesa 1,3-am-
aNKWIT-4-(hOPMHUIIITUPA30JI0B.

Hamu HalifieHO, 4TO pe3yibTaT peakUUU METWITHAPA30HA alleTOHA C KOM-
miekcoM BunbcMaiiepa—Xaaka cyIIeCTBEHHBIM 00pa3oM 3aBHCHUT OT TeMIlepa-
TypHOTO pekuMa. Tak, mpu cmemieHun peareHToB mpu —20 °C OCHOBHBIM
MPOAYKTOM B3aUMOACHCTBUs siBisieTcst  1,3-mumernn-4-popmuianupaszon 1,
anpu 20 °C — dbopmunruapazon 2. Takoil pe3yabTar peakiliu, MO-BHAUMOMY,
00yCJIOBIIEH BO3MOXKHOCTBIO 0OpazoBaHusi N-popMuiIrHapazoHa ameToHa 3,
Meperuipa30HUPOBAHNE KOTOPOTO albAeTHAOM 1 IPUBOAUT K IPOAYKTY 2.

Crenyer oTMETUTh, YTO paHee Gopmuinupaszon 1 momydeH GopMHUIHPOBa-
HUEM TPYJIHOJIOCTYNHOrO 1,3-muMeTnianupasosa B )KECTKUX YCIOBUSX [6].
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Cnekrpsl IMP 'H u °C 3anmcansr va npubope Varian VRX-300 (300 u 75 MI'y
cootBeTcTBeHHO) B pacTBope JIMCO-dg, BHyTpennuii crangaptr TMC. Xpomaro-macc-
CIIEKTPaAJIbHBIA aHAJIU3 MPOBOJAWIIM HA CUCTEME, BKIIFOYAIOLIEH KUJIKOCTHBIM XpOMATO-
rpad Agilent 1100 u macc-ciekrpomerp LC/MS (XU npu atMocdepHOM IaBiIeHUH).
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@opmusipoBanue MeTwiaruapasona anerona. A. K 100 ma JIM®A npu 0 °C
npubasisor npu nepemerinBanuu 23 1 (0.15 mMounb) xiopokcuna docdopa, cryers 1 4
TeMIepaTypy PeaknuoOHHOHN cMmecH moHmKaT 10 —20 °C u B TedeHue | 94 mpuOaBISIOT
pactBop 6 T (0.07 monp) MetmiruapazoHa amnetona B 10 mum JIM®PA. Yepe3 3 u
TEMIIEpaTypy peakiuMOHHON cMecH moBbimalT 10 80 °C U BBLIEPKHUBAIOT 2 U 3aTEM
OXJIAXKJAIOT ¥ BBUIMBAIOT INpu repememnBanuu B 300 r Jpaa, HEHTPaIU3YIOT NpH
oxnaxaennu 30% NaOH no pH 9-10. [IpoxyKT peakiun 3KCTparupyroT XJaopodopMom
(3x500 wmu), cymar nHag NaySO,, pacTBOPUTENIh OTIOHSIOT, OCTATOK IEPETOHSIOT
B BaKyyMe.

b. K 100 mut IM®A mipu 0 °C npubasnsitot npu nepememBannd 23 1 (0.15 mMoup)
xyopokcuna ¢docdopa, cryctst 1 4 TemrepaTypy peaklMOHHOW CMECH IMOBBILIAIOT 10
20 °C u mpubamsroT B TedeHune 1 1 pactBop 6 T (0.07 MOIIB) METHITHAPA30HA alleTOHA
B 10 mn IM®A. TemnepaTypy peakiiMoHHON cMecu MoBbIAT a0 80 °C u BhIIEPKHU-
BaloT 2 4. PeaknnoHHyI0 cMech 00pabaThIBAIOT aHAJTOTUYHO METOIY A.

1,3-Tumeruni-1H-nupa3on-4-kap6anbaerna (1). Berxon 73% mo merony A, 21%
no merony b; 1. kumr. 140-142 °C (20 mm pr. cr.) (T. Kum. 98-102 °C (2 MM pr. cr.) [6]),
1. . 72-73 °C (1. mr. 49-50 °C [6]). Cnextp SIMP 'H, §, m. x.: 2.44 (3H, ¢, CHj);
3.87 (3H, ¢, CH3); 7.76 (1H, c, H-5); 9.83 (1H, ¢, CH=0). Macc-cniektp, m/z (I, %):
125 [M+H]'. Haiineno, %: C 58.12; H 6.38; N 22.32. C¢HgN,O. Brruucieno, %:
C 58.05; H 6.50; N 22.57.

N'-[(1,3-AumeTuii-1 H-nupa3on-4-mn)meruiauaeH]-N-meruindopmuiaruapasua (2).
Bexon 10% mno metony A, 41% mo merony b; 1. xum. 202-203 °C (20 mm  prT. cT.),
1. 111-112 °C. Cnekrp AMP ', 6, M. 1.: 2.32 (3H, ¢, CH3); 3.20 (3H, ¢, CH3);
3.79 (3H, ¢, CHj); 7.92 (1H, c, H-5); 7.94 (1H, ¢, CH=N); 8.64 (1H, c, CH=0).
Cnextp SIMP “C, 8, m. 1.: 13.4 (CH;); 27.0 (CH;); 38.8 (CHs); 115.2 (H-4); 132.0
(H-5); 136.7 (CH=N); 146.8 (H-3); 164.4 (CH=0). Macc-cuiektp, m/z (Iym, %):
181 [M+H]". Haitneno, %: C 53.26; H 6.58; N 31.02. CgH;,N,O. Brranciueno, %:
C53.32; H6.71; N 31.09.
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