| oo httg://www.gvig.coml

A PR R (B RBERR)
F 2004 2 B ,% 34 4% 1 3§, Feb. ,2004,Vol. 34 ,No. 1
p Journal of Northwest University ( Natural Science Edition)
JINWU

3-FEA-FE1,2,4-ZW-5 - MERHHR

N EHEK O, F O RK OB IRA PR
(T kS BIRAEBIICR, BRTE F% 710069)
WE:BM MR- TAARRN1 242k SRERNHF ik, HHE AZAEHAHLN, £

110CR &3 h, At G, 58 ¥ T4, FRTTUE L, GR BATREEFSFT74.3%,10
FE X RIREAE, FH B 30%, AN A RRTToNERR KL, &8 REFHEP, %

B, RHRFHE AN FE

X @ R:1,2,4-=o 58 R WARES; LERLERR; AR A

FESES TQ252.6  THKIRIAME:A

1,2,4-=0-S-BARMEYRAT ZHAE. &
ERZ5 5 H, Z LAY AR LR A FI B 4
MEVER, TR TIRIT IRABIE (235 AR |
MERKGAR, EBEE, wEiCi" ERME
0 46 B S A R RIRIT R . K
7, AT FAE R R AR RIBR B MR N BRE
FC ATk R B ME RS, BT =W
RUaWH ZRAE, RITXHET TERREAKGF

M EHS:1000-274 X (2004 )01-0056-04

3%, FEA ORI B, R A PCL R R4 A, AT
AR 22, BRI 5 8 h, =R T 40% , T 5 A 4
He, BEER, RIOFEEEREEN, HRA
EASSTI ik, BFAT R B ) | I BE o 18] X 2 2 72
FHBWPE, JE T RERN &M, WS RS
Fik74% L&, 3 HYEE T RV AR, R B 7 7
RWTF.

0 i
HZNNHéOCZHs

POCI |
@\ JCJ)\ 3 é"(@ﬁ:c—og—lp—cﬂ cl, ——m—— >
NH “CHy - H A:H:1 -

H,C— g\ /C=O

o H
N\(NQNH J\OCZHs
|

CHy

1 KmEEs
L1 &) A

IEBEBAMERRIE, AW PE o,
DA TR A, B k2o, AL FE R £
PO RERE, L, P S ILBEEHAT) AT
ZHEER b, R MR ENMATT A RR

R B 87 :2002-06-24
BREWHE BRAEHT/TEHESKHMAE (97]ZK12)

N— NH
|

N

O

e, el LR T A2
1.2 {4

P A XT4 B 8308 S 0 E N (RETR
BIE),#E X % 8 4 & VarioEL I T & 4 #1{X, &
E 7 & 7/ 7 EQUINOX-55 %I {8 57 i 41 4 % % X
(KBr & /), VARIANINOVA400mHz #8 5 #% B 1t iR
%o

TEER AT B (1958-) , B, BRAALRA T K F 8 88, NEHAHILE BB,



http://www.cqvip.com

F1H

XBEE 3 - E4 1,24 =5 B A BMER

| oo httg://www.gvig.coml

1.3 AEAE

L3.1 % 4 HEEHEET. HFTERINLSE
B R E MBS YSURD, A 30 mL B
4.0 g(0.03 mol) ZBEZRE BB MR, HBREAZE
110°C A K ,#Min2.3 g(0.015 mol) POCL;, #15 mL B
HKIIRAW,30 min W15, 43R REE R 110C,
R 30 min , AR BEF. R, MABRERRZ
f5 3.2 g(0.03 mol) ,7E 110°C , 8k T i 2 h, %3
J& , BRI M A NaOH (2 mol/L) A& ¥ W pH HZE
e AT HBE 25 mL, B Y AT, I T RS,
BPEYS5.5g,H82.9%,

1.3.2 % 4 ¥PE=Y A 54 mL & NaOH 7k
W (2 mol/L) FAEMIEMATEER, Eh 10
min, EHMIE, B AKEHE , MAWKIERZE pH
REN B A6, A A RGBENTH. Hig, T8,
BI3-FRAFR1,2,4-=mW5-8 3.9 g, =%
90.0% ,F%E BF=3 74.5% . #52:149 ~150°C (3L
BRI 150.5C) , TR A& R w(H) =5.46% ,w
(C) =61.52% ,w(N) =23.88% ., HNMR: 2. 154

(CH,,3H,s), 7.462( X * & ,5H,m), 9.235(N -

H,1H,s), IR/em™':y,, 3 323.79(N-H,m), y,.
309.08( =C-H,w), v..2924.62, 2 855. 64
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2.2 RESHXTEHRM
2.2.1 @HeMfemblFe e 131 XK
Tk EBEA RG], 5 BA R sosHE 247
LK. 1) MAZBEREMBETRZE, RE/HMN
WEN2) WM ERT 2B ke &R — BLAT
AL, EMABRFRIEE. HLRERMEK] .
MR RBEETUESL, A RERIE S,
KTk 1) 8 2) pHiF , & R A ERY, it
VIR, B R BIFERARRA . Bk, 4B
K AR SRS, P AR RARMK . AR SEALBE N
HENBEERRAERY, 2LHEH TS+

(CH,,w) ,y.. 1693.26(C=0,s),y.. 1588.42(C
=N,m),5 1 588.30,1 498.93,1 452.00(C =C,
m),5 1 414.84(C - CH,, m),5 1 297.86(C =0,
m),51064.72(C -H BRI 5HKF — TR
H,e), 6767.50,699.85(C - H A EHIHEH 5%
H—mB4t,s) .
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2.1 REHE

IE R A2, 4-Z ST SRR R4
Wi, Bk, 4T POCL, M2 4 FZBHBKEN,
{2 BB P AR R T IF, Rl R T B
MEAAY. TSP RES FOFE, €8
N=C WBPHRETHETHES, FRBEES
F B AL 8 L IR TR R A P
BIEST, B & H TR M A8, 4 B P ]k N-%
HEN-ZEBRERZ I RS EBRREAT,4AE
BT P ik N-SEBE-N'-Z SR B 2 Bk o o 3R 2L
IETF B IE AT, B B 7 45 0 U T IO I
BT, FR B R 2 BE, ER 3- 4R 1,
2,4-=m5-F , HIAEPLEINT FiR .
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AR B RINME. R, L POCL, 4855,
KA 2) el B BB E N B R .
2.2.2 mAMNMEMHLE HEL31XERITE,
KA 2) B, %8 POCL, 4547, M4 47
ARk, BERECERY, BIFYE, =RT
B, R, YEAFARNO0.5 mol( ZHABE)/1
mol ( ZBE A ) Bt , R Nt B B B H AT, 4
BAERB=WER, Bmr=£5m. MR POC, AE#E
#1%0.33 mol ( ZFEBE) : 1 mol( ZBEHER) I, X
R 7= 2R KK B, B 1 AT HE W /9 B8 /R POCL R
BUEE2 A~ Cl, HERGERWE?2 Fin.
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Tab.1 The effect of condensation agent and feeding sequence on the yield of reaction
HS TEH kY 52 B[]/ h =EB/g ik Y4

1 HE B —%A& 10 x

2 ZREER (1) 3.0 1.7 25.6
3 =HE (1) 3.0 2.7 40.7
4 HEALR (2) 8.0 3.3 49.8
5 ZHTR (2) 3.0 2.1 31.7
6 =HE (2) 3.0 5.4 82.5

F2 =SRERARNRETZRHRME

Tab.2 The effect of the amount of condensation agent on the yield of reaction

% 5 n( ZH8EB): n(IBERK) mR/g =R %
7 1: 1 2.5 40.0
8 1: 2 4.3 82.1
9 1: 3 2.8 54.2
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Fig. 1 The effect of temperature on the yield of condensation re-

action
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Fig.2 The effect of time on the yield of condensation react
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Tab.3 The results of parallel synthesis trials

% B ZBMEREE/md FHSHEE/md RHE/T Btfal/h AR/ % W/ % SR/ %
10 0.03 0.015 110 3 82.6 90.3 74.6
11 0.03 0.015 110 3 82.9 90.1 74.7
12 0.03 0.015 110 3 83.1 91.5 75.9
13 0.03 0.015 110 3 83.0 90.8 75.4

¥¥{E ' 82.9 90.7 75.2
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A study on the synthesis of 3-methyl-4-phenyl-1,2 ,4-triazol-5-one
LIU Yi-feng, ZHANG Juan,LI Hua,ZHANG Xiong,
WANG Cui-ling ,YANG Meng-lin

(Applied Chemical Institute , Northwest University, Xi’an 710069,- China. )
Abstract: Aim  3-methyl-4-phenyl-1,2,4-triazol-5-one was prepared by the reaction of N-phenyl acetamide with
ethyl hydrozino-formate . Methods At 110°C for three hours in the presence of POCI,, following neutralization and
cyclization reaction. Results Giving a 74.3% yield(in total) of title compound which are 30% more than litera-
ture report . The title compound was characterized by HNMR, IR and elementary analysis. Conclusion The meth-
od of preparation of 1,2 ,4-triazolone derivative is more available with mild reaction condition and goed yield.

Key words ;1,2 ,4-triazol-5-one; ethyl hydrozino-formate; N-phenyl acetamide ;synthesis;.heterocycle
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TESRKEANEZERARSE 3 BN TERITSERBMET

TRERAKMNFFRARSE 3 KB IHAFTLT2003 511 A8 B ~12 BABRELEBNTE
Fro ARSI £ B IR LS LR RHIRALS AN B EHAR A RT3 5 A AL BRI 6
BALA R (AR ) BAT B8, 4 A F A 69 41T 2w ALIEAL,

B ABTHT AREDNERENABE RN G EHBRE, AN BT RSN ELEAK
FTERAHEARGFEARERLENLGHRL, AT AR FLERAH NBTAATERAE, HF K
FIR 450 BRI T JFIAE AT IR AR A 69 FAEAR 5 AR XA, AR R AR A BB T H A
A 8) LI ARAAT AR AR AL (F — SRS 12 §)53 Tt Bt At RiAT T 9047, 45
TR BB i 2 T 6 A TR FAA R R E R R AL (%8 o T8 SR Ak
HFOERREAMAART BB, HREIIRT 5LERRGE, APR AT R, LBARA
B F i ) 5T 0 ) AL 8GR

EH £ PR (BER) LS ITREREF G S M P, ERF(HLERERE) KERCES
XE) BB (RFILRE) HEL(PEEFHFR) FAI(LTHLRS) EER(ATRFES
H)FRELEABT ARMITRILAF (RIBAH) 6 B Fo AT P 65 M, AR T T HAH £ M,
Modo “FERS N REAA SR TARGEERA? MAGEHRIKNEETH? RTRLEFhEEPHEF
ERE, HELREEF VKT P EHBBA EARGEP K, 6, WM KEFREBAG LN
BRI A(FI M4 RIEIF) 5PA A0S B LRBAT TR AR, 5 X 24 F P &R ITHRLIART
HLARGAT AE, 3 TEH ARG RAEREEE I RT EogmRey ki, (B 81)
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