CHHTE3
2-(2,2- TAMETHJI-1-OKCOIPOITIII) MHI0JI-3-KAPBOHOBOI
KHMCJIOTBI METOJIOM HWHIOJINOH-UHIOJIbHOM
IEPErPYIIIIMPOBKY B CPEIE BONHBIN JIMCO—NaOH

1-(2-Okcoanxmm mupongmonn-2,3 (Ja—e) B 0,4...19, BOmHOM pacTBOpE
NaOH nperepreparoT MBIOIIMOH-AHOJBHYIO NEPErPYIIIPOBKY, IPEBPAIIAICh
B Na-coma coorsercreyrommx 2-(1-oxcoamxmn) mEnona-3-kapGoHOBEHX KHCIOT
(ITIa—e) {1—41]. B tex xe ycaoBuax B ciayuae 1-(3,3-amMerni-2-okco0y Tur) un-
poxonoHa-2,3 (IX) DpOMCXONMT TONBKO DACKPHITHE €r0 TIETEepoluKad |
obpasosamne Na-comu 2-(3,3-numeri-2-okco0y TIaMuHe) (QeHHIOKCOYKCY CHOM
xucaorer (I11).
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I,HaR=Me, 6R=Et, 8R=C3H7-p, rR=CHMeCHoMe3, 1R=CH2CHMez, e R=CHEf, x R=CMe3

Msr mokasan#m, uTO B CBEpPXOCHOBHOM cpeme — J5...10% NaOH B cmecm:
IMCO—soma, 9 : 1, [5, 6] — coequnerme [x TakXe mperepreBacT yKA3AHHYIO
BEOJIC TIEPErpynmupoBKYy B Na-comp 2-(2,2-mumMerni-1-0KCOmporvr) HHA0I-3-
kapbomosod kuciaoter (IIx), w3 Koropoi meiicrsmem crmprosoro pacrsopa HCI
noxyyaror camy Kucmory (IV).

COOH
5..10% NaOH HCI/EtOH [
Dx —o P AL Iy e
DMSO-H,0, 9: 1 N~ COCMe,
H

v

Wanommmon Dx monyuwen rumponusom S-srmwnenanerans 1-(3,3-gaMermi-2-

okcobyTwr) mEToAMMoHA-2,3 (V).
Coexunaenne V CUMHTE3UPOBAHO II0 U3BECTHOM MeTonuke [7] Ipy MOIEPHOM COOTHOLIEHUY GpOM—

HMHaKom/IH——ﬂ -STUAEHALETAJb MHAOMMoHa-2,3, pasaoM 1,8 : 5,3 : 1. OHo moxo pacreoprmMo B adupe,
M 3TO NIO3BOJIMJIO BRIAEIUTH €10 KPUCTAILIM3ALIMEN BMECTO XpOMATOrpadbuy, paHee UCIOIb30BaHHOM IIPHU
CuHTe3e HOROOHBIX coepuuenuit. JxcTpakuus 3(PUPOM PEAKMOHHOM CMECH, [PEABAPUTEILHO
pasbasnennoii 10 ofpeMami BOIBI, IPUBOIUT K YAATEHHMIO U3 Hee u30bITKA NUHAKOIMHA U IPOXYKTOB
ero GpoMuposarug. 3 BOZHOTO CIOS TOTYAC KE BBHIKPUCTAIUIMIOBBIBAETCS NPORYKT V €O Clemamu
MICXOIHOrO ﬁ-srme}xauerajm uanoaauona-2,3. Berxog 40%. Trx 113...115 °C (u3 cMecu GeH30a1—TreK-
cas, 1 :1). Coexrp IIMP (CDCI3): 1,26 (9H, ¢, CMe3); 4,28...4,36 (4H, M, -OCH2CH20-); 4,54 (2H,
¢, CH2—N); 6,43...7,40 M. n. (4H, M, Hapom) -

Coenmpenne DR momywaroT U3 STHIISHANETaN? V KUIsueHueM B copurosoM pacteope HCI [7].
Brixox 60%. Tun 84 °C. Cuexrp IIMP (CDCla): 1,31 (9H, ¢, CMe3); 4,71 (2, ¢, CHy); 6,51...7,58 m.
B (4H, M, HapoM).

Coegunenne IV. B 15 mx cvecu IMCO—sona, 9 : 1, cogepxameii 1,3 r (32,5 mvons) NaOH,
srOCHT 2,01 (8,13 MMOMB) mukeToHa Dx. MOMEHTaIbHO BOSHUKAOMIASI CHHSIS OKPACKa PaCTBOpa BCKOpE
MEPEXOMMT B CEPYIO, 3ATEM B JXEJATO-OPAHKEBYI0, XapaKTePHYH i conu III. PeaxuuonHyo cmech
nepeMenmeaior 3,5 1 npu 20 °C, 3aTeM BeummBaior B 150 Ma Bogsi, nogkucnennoi 10 v xoni. HCIL.
Cripo#t ocaox KucaoTsI IV OTASISOT, MPOMBIBAIOT BoR0# (2 X 30 Mu1) ¥ 3aTeM OUMIHAKOT uepes Na-cob
[1, 2]. ITocne cyumxu B reacaue 72 1 npu 20 °C nax P205 nonywazor 1,2 r (55%) uponykra IV coctasa
C14H15NO3 + H20. T 185...187 °C. Coxpamnienye IpoROBKUTENBHOCTU PEAKIMY 10 2 I IPUBOTHUT K
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crrprenmio Beixoaa (20%). Crextp TIMP (IMCO-De): 1,21 (9H, ¢, CMe3); 3,35 (H, ¢, NH + H20);
8,05...7,25 (4H, M, Hapow); 12,17 m. 1. (1H, ¢, COOH). Criexrp SIMP °C (IMCO-Ds, 20 MT'wo) [3]:
135,33 (C2)); 105,45 (C(3y); 121,63 (Cra)); 120,99 (Ces)); 120,69 (Cre)); 112,24 (C(7y); 125,22 C(s));
141,49 (C)); 165,30 (COOH); 207,52 (CO); 44,32 (CMes3); 28,58 m. A. (CMe3).

JlanHbie SJEMEHTHBIX aHAJM30B coeguuermit Dk, IV, V COOTBETCIBYIOT BbIUMCICHHBIM 3HAUCHUSM.
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IIOJIYYEHUE YUCTOM HATPHUEBOU COJIU
1H-1,2,4-TPHA30JIA

Harpuesas coms 1H-1,2,4-tprazona (I) coryXxuT ACXONHEBM COCTAHEHUEM IPH
MOJyUEHHA MHOTOUYMCICHHABIX ero N-3aMeMeHHHX IPOU3BONHEIX, UCTIO/Ib3YEMBIX
B KAYECTBE CPEACTB 3aIOUTH PACTCHHUM ¥ B MEHAUITMHCKON IPAKTHKE.

Hecvorps Ha CKazaHHOE BHINE, NOMYYCHWE UKMCION coma | He H3BecTHO
(ACTIONB3YIOT CHPYK au00 MOAYYEHHBYID B PACTBOpPE HATPHEBYIOT coimb [ Ges
BEIICcEUs). K TOMy Xe ¥ CHHTE3HpYIOT €€, IPEMEHSS OTHOCHTENBHO CIICXKHBIC
METONVKH ¥ JOPOTHE PEAKTHBEI (HAPHMED, METIIAT HATPHS B MeTaroie [1—4 ], amuxn
HATpES B XKUAKOM aMMHEAKe [J |, TMapu HATpHS B CyXuX pacTeoputenax [0, 7D.

Ham yaasoce DoayunTh aHATHTHYECKY UACTE 00pasen, comu | mpw nedcrsmu
na 1,2,4-tpuason (II) naberrkom NaOH B Boze.

B 5 mu some! mocieaosaTessHO pactsopsior 1,2 r (0,03 mMoms) NaOH u 1,03 r (0,015 mons)
tpuasona II. PacTsop BeINEPKMBAIOT TIPM KOMHATHOM Temmeparype 4 d, fajnee PeakmMOHHYH CMECh
oxnaxnazoT 10 4 °C, KPUCTAJUTMIECKYIO MacCy OT(IIIBTPOBBIBAIOT M IIPOMBIBAIOT CHAYANA OXJIAKICH-
HBIM METAHGJIOM, 3areM Sdupom. IToayueHHSII OPOAYKT PACTBOPSIOT B CyXOM METaHOJNE, PAcTBOP
GuasTpyIOT, QIHUIBTPAT YHAPUEAIOT JOCYXA, OCTATOK BhICYIuuBaror npu 120...150 °C. Hoxywaror 0,91
(67%) narpueroit comu 1H-1,2,4-tpuasona (1), Tux 325...327 °C. Cnexrp AMP 1Y (ormocurensHO
TMC 8 IMCO-Ds, 200 MI'm): 7,84 (2H, H-3, H-5); IMP B¢ (orrocurensro T™MC, 8 IMCO-Ds,
50,3 MI'm): 149,30 (2-C, C-3, C-5). Haizeno, %: C 26,59; H 2,08; N 46,19; Na 25,54. CoHaN3Na.
Bermucneno , %: C 26,38; H2,21; N 46,15; Na 25,25.

Ilpamesenue umctoit comm 1 mag moaydeHws N-aJKMIBHBIX IPOM3BOTHBIX
1,2,4-Tpuazona 3HAYUTEABHO VBEIWUMBAET BHIXOK IENEBHX COCHMHCHWIH.
Hanpumep, wussectasii dymraman  1- [Metunduc(4-bropdhermn) ChImmMeTs |-
1,2,4-tpumason (III) ymanoce moxyumth ¢ BeixogoMm 499% wma ocmose 90%
Harpuepon comm 1,2,4-tpmazona [8]. IlpmMenenwe Xe AHATUTHUSCKH UHCTOR
HaTpueBod comx | mossosmno momyuwte mpopykr III B wwmcrom BEme C
Tux 52..53 °C m 759, BEIXOHOM, mpHUeM (PAKIAOHMPOBARMSE B BAKyyME
(0,05 MM pr. cr.), xax B meTonuke [8 ], He TpeboBaIOCh.
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