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K BOIIPOCY ®OPMUJIMPOBAHUA 1-(B-OKCUDTUJ)-3,5- ITUMETUJIIINPA3OJIA 11O METOIY
BUJILCMAMEPA-XAAKA

Hamu ycranosieno, uro 1-(B-oxcuatwn)-3,5-gumerninnupasos I He moaBepraercs GOpMUTIPOBAHUIO
B ycnoBuAX Buimbscmaiiepa-Xaaka [1]. IlorydyeHHbIe maHHBIE, IIO-BUAMMOMY, OOYCIOBIEHbI YMEHbIIEHUEM
HYKJIeO(QHMIBHOCTHY KOJIBLIA BCJIEZCTBHE KBaTepPHU3AIIUK MUPUAUHOBOrO a3oTa. O6pasyeTcs JIHIIb IIPOLYKT
3aMellleHHUsA TUJPOKCIUIBHOM TIPYIIIBI aTOMOM XJIOpa B [-OKCHATHMIBHOH rpynnupoBke. Kak Hamu panee
65110 TTOKa3aHo, 1-(B-xmopatun)-3,5-gumernanupason Il nrerko nozsepraercs popmunuposanwio [2,3].
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Crpoenue coemunenus II nokasaHO BCTpeYHBIM CHHTE30M [4] IyTeM aJIKWIMpOBaHHUA 3,5-
pumerunnupasona Il 1,2-guxmopatanom B ycmoBuax MexdasHoro karanusa, gaaasivu IMP 'H u macc-
CIIEKTPOMETPHH, 3JIeMEeHTHOro aHauu3a 1 MetogoM [DKX.

MaxkcumanpHBIM IO MaccoBoMy umcry coemuHeHus II B macc-cmextpe aBmgerca npy6mer 158/160
(m/z), B KOTOPOM COOTHOIIEHNEe HHTEHCUBHOCTEH CBUIETEIBCTBYeT O mpucyTcTBruu atoma Cl B Moyekyie.
MakcuMaybHBIM 110 UHTEHCUBHOCTH SBJIAETCA ITUK MOHA, COOTBETCTBYIOUIMI IIPOLIeCCy SIUMHHHPOBAHMUA
-CH>=CH-Cl pasuxania u3 MOJIEKyJAPHOTO MOHA ¢ Murpaiueii H-atoma. YkasaHHbIe IIpOLeCChI OY€Hb
XapaKTepHBI [JI1 COeMHEeHUH, NMEIOIINX TPeTUYHYIO AMUHOTPYIIITy. Y YHTHIBAsA BHIIIECKA3aHHOE, a TAKXKe
CTPYKTypy, HOzaTBepxzeHHyI0 MerozoM AMP 'H wucxomHoro coemuHeHHs, M YCIOBUA peaKIUU,
IIOJTyYeHHOMY BellleCTBY MOXHO mpumucaTh cTpykTypy II. Cxemy macc-crieKTpoMeTpHdecKoro pacraza
MOXXHO IIpe/ICTaBUTh CJIeLyIOmUM 06pa3oM:
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Cnextpsr IMP 'H 3zapeructpupoBansl Ha mpubope Varian “Mercury-300” B (CD3):SO. Ananus
metogoMm KX mposezen Ha mputGope “JIXM-8M/”, xomonka gnunoit 1 u;, 3anonHenHas Inerton AW-
HMDS, nponuranusmim 10% Carbovax-20M, ckopocts rasa-nocutens (renuit) 40 amz/ mum, TeMueparypa
nerexktopa 220°C. Macc-criekTp cHaAT Ha npubope “MX-1321A” (mpsmoii BBOZ, sHeprus noHusaunuu 60
aB).

1-(B-Xnoparmn)-3,5-gumernanupason II. K marperoit o 90°C cmecu 0,1 mozg coepunenus I u 0,6
Mmo/Ig puMeTundopMaMua NPU IepeMelINBaHUM B TedeHue 1 ¥ ocropoxkuo mpubasmsau 0,2 mozg
xyopokucu (Gocdopa Tak, UTOOBI TeMIlepaTypa SK30TepMHYeCKOH peakiuu He npesbrmana 120°C.
OxaxeHHyl0 JIeAdHOH BOAOM CMeCh HEWTpaJM30BaIM BOZHBIM PAacTBOPOM aleTaTa KaJIud.
PeakiuonHyo cMech SKCTparmpoBaid >¢UpoOM, CymmIm cyiabdarom MarHuda. Ilocie orrorkm
pacTBOpUTeNT OCTAaTOK PasTOHATH B BakyyMe. Brixon 82,2%, t.xum. 80°C/1 mm pr cr, no® 1,4980, d+*°
1,1057. Haiizeno, %: C 52,87; H 7,03; N 17,74. Beraucneno, %: C 53,00; H 6,94; N 17,67. K cnexrp, v,
e’ 1540 (xomsuo), 770 (C-Cl). AMP 'H crextp (IMCO-Ds, 300 MIx) o, m. x., / (/7): 2,11 ¢ (3H, 3-CHs),
2,23 ¢ (3H, 5-CHzs), 3,93 T (2H, /6,0; NCH>), 4,10 T (2H, /~6,0; CH:Cl), 5,67 c (1H, 4-H). Macc-cmextp
(m/z, 1 oTH., %): 160(27), 158(51), 123(8), 122(14), 109(100), 96(95), 81(3).

9hLUUGSE -2UUYP UGENYNY 1-(B-OLUPEMPL)-3,5-YUTGRPLIPULNTLE SNCUPLUTL
2Ursh cnerree

2.U. UEEUN3UL, U. 4. UueuuNuUsuy, k. 6. ¢rhaNrsuvy,
U. U. UUrSprnusuvuy w U. 4. UU8N3UL

8nuyg £ wpdty, np 1-(B-opuhkphy)-3,5-nhdbphiwhpugnip 9hjudbjbp-Zuwhh gupiwbbbpmd sh
tupuplynud dnpdhpdwt, hust pun Eplnygpht wupdwbwynpws L wyhphphttughtt wqnunp
JJuwntpuhquguwt wpyniupnid whpwgnpuyhtt onuljh tnitlyindhinipju tjuqludp:

ABOUT FORMILATION OF 1-(OXIETHYL)-3,5-DIMETHYLPYRAZOLE BY METHOD OF
VILSMAYER-HAAK
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H.S. ATTARYAN, S. K. ANTANOSYAN, R. T. GRIGORYAN,
S.S. MARTIROSYAN and S. G. MATSOYAN

It is estimated that 1-(oxuetyl)-3,5-dimethylpyrazole does not go with conditions of Vilsmayer-Haak
formilation that is obviously conditioned by the decrease of pyrazol ring’s nukleophility as a result of

quaternization of pyridine azot.
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