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1.1 NEHEH

RY-1 #EE EAL; Varian Mercury-Vx300 & 45 2k
&3 4L (TMS 24 A 47, 300 MHz); FINNIGAN
TRACE CC-MS # ) # 4 ; Vario ELTI # /% 4-#7
AL

KApEk, 5#se, B 2 & BT K A A R3]
AFARBRER TR, 54, BEEARTRA
AN EF; AR EEAFARBTTE
Bde XL AR [ 11 oA EEM A, LE 45 ~ 75
pm, F B AL T B P AT R RA A
H oM MR RS, A Bk — P abw
1.2 A (444 5a A#])
1.2.1 4k ladg8%  F 100 mL EHLF A
6.9 g (50 mmol) sK#B2A= 40 mL F &, HLH1% B
WA RE. & m 2 mL RFBR G, R 28k, TLC sk
BFRBE(REFTFANA Vogrss Vaey =171). REE
KRG, REBLE. A 30 mL K, B L& LB ER
(20 mL x3) , ¥ 4& 3 &, A 4eAe NaHCO, ik sk
E i, A K%, A LKk MaSO, TI%,
Wik, ATEAN. SR LEHKRY4.99 g(1a),
FE60%.
1.2.2 Pk 2a 48" FSomL ok
FLFHAN0.56 g (10 mmol ) KOH #= 20 mL Z. &
BR R AR BRI EEMR AL, AL 64 g
(10 mmol) 7K # 8 F &8, it K 2. 3% 2. 53 ¢
(20 mmol) FHEAN 10 mLL ZHEF, ERANE
oA B, B 2 Wk, TLC SRIZ R B (T F
A Vones Vesse = 1:8). AR L R G, BEBLE.
AN 20 mlAK, B B8R BT FER (20 ml.x3) k£
B, e fa g K%, A Ak MaSO, T2, 3
W, R TN REWRES B (PR AV, g on'
Vs =1:10), AL EFHKZRIKR0.847 ¢
(2a), =% 33%.
1.2.3 PiE4k3as9bm  F50ml Z o
FHA1.28 g (5 mmol)2a F= 25 mL ZLE R,
B E 60 C, 4 1.25 (25 mmol) K4 BFEN
10 ml., ZEZEZ P, ZRANZ 2 RM. BE, IR
Eei, TLC BIZEE B (ETFAA Vonre' Vang =
1:1). R RG , BIERLE. B 3k, mA
10 mlLsK 3238, B e sk b B4k, BT, 8 6
B4k 0.653 g (3a), M & 54%.
1.2. 4 & i 4k 4a 65 4 % % 0.65 g
(2.7 mmol) a4k 3a 5 0.4 g(3 mmol) 5+ HL 5 5%
FEGHA S0 mLIEFL P, A LEE 25 mL, @i ]

h A2 Z2ER, HEIRE, A G EHRE KN
B, RS LEM,E, AT EAK0.892 g
(4a), =% 88%.
1.2.5 B474td Sa 944" $#0.377 g
(1 mmol) ¥ ]tk 4a 5 0.32 g(1 mmol) Hg(OAc),
FAE] 50 mL BEFLF. AmA 30 mL ZE, =43 h,
BRERAMHALERLZE ARILIE A ZE
Btk edEt, RRAHELER, FBHKNFE, A
LEEE 45,115 B4R 4A Y 155 mg (5a), = £
45% .

VAR ) 89 %822 F) 45 Sb-51

2-FBKAS-2-FARAFXL) -1,3,4-3 =k
(5a) : & & Stk Kk H45.3%. 5 :160 ~162 C.
'"H NMR ( DMSO-d,,300 MHz) ;§ = 5.36 (s, 2H,
CH,), 7.03 (t, 1H, NHph-H,), 7.19 (d, 2H,
ph-H, H,), 7.31 (t, 2H, NHph-H,, H.), 7.38
(t, 2H, NHph-H, ,H,), 7.52 (t, 1H, ph-H,), 7.
62 (m, 4H, CH,ph-H,, H,, H, , H,), 7.85 (d,
1H, ph-H,), 10.59 (s, 1H, NH). MS m/z (%) :
343(M +, 16), 225(24), 120(98), 92(63), 91
(100), 77(66). Anal. caled for C, H;;N;0,:C
73.45, H4.99, N 12.24. found C73.18, H4.39,
N 12.07.

-3 WHEARAES-(2-FREXE) -1,3,4-
#| ek (5b) ;@ &SR ICFE 57.1%. #5159 ~
161 C. 'H NMR ( Acetone-d, ,300MHz ) : & = 2. 29
(s, 3H, CH;), 5.63 (s, 2H, CH,), 7.12 (1,
1H, CH,ph-H,), 7.18 (d, 2H, ph-H,,H;), 7.31
(t, 2H, NHph-H, ,H.), 7.38 (t, 2H, NHph-H,,
H,),7.52 (t,1H, ph-H,), 7.61 (m, 4H, CH,ph-
H,,H,,H;,H,), 7.85 (d, 1H, ph-H,), 10. 54
(s, 1H, NH). MSm/z (% ) : 357 (M*, 16), 251
(44), 225 (13), 106 (63), 91 (100), 77 (48).
Anal. caled for C, H,,N,0,: € 73.97, H5.36, N
11.76. found C 73.79, H5.12, N 11,73,

2-FAKES-[2-(4-8 3w B) FARAIRA
~1,3,4-3] vk (5¢): @ &L KB K, K&
67.0%. #.%.:199 ~200 °C. 'H NMR ( DMSO-d,,
300MHz) :3 = 5.36 (s, 2H, CH,), 7.03 (t, 1H,
NHph-H,), 7.19 ~ 7.34 (t, 3H, Ph-H,, NHph-
H,,H;), 7.54 ~ 7.61 (m,4H, NHph-H,, H,,
pyrimidine-H,, ph-H, ), 7. 79 (dd, 1H,
pyrimidine-H, ), 8.05 (dd,1H, ph-H,), 8.65 (d,
1H, pyrimidine-H,), 10.59 (s, 1H, NH). MS m/
z(%):378(M*, 16), 286 (34), 260(53), 126
(17), 92 (100), 77 (72). Anal. caled for C, H,,



CIN,0,:C 63.41, H3.99, N 14.79. found C 63.
88, H3.79, N 14.73.

2-FRAS-[2-(2-b &) FRE] -1,3,4-
H e (5d) G EA4FRBA, LR 37.9%. 5
174 ~ 175 “C. 1H NMR(CDCI;,300MHz) :3 =5. 37
(s, 2H, CH,), 7.06 ~ 7.11 (q,3H, NHph-H,,
ph-H, ,H,), 7.21 (¢, 1H, ph-H,), 7.36 (i, 2H,
NHph-H, ,H,), 7.45 (1, 1H, pyrimidinc-Hy), 7.
55 (d, 2H, NHph-H,, H,), 7. 67 (t, 1H,
pyrimidine-H;), 7. 84 (1, 2H, ph-H,, pyrimidinc-
H,), 7.91 (i, 1H, py-H,), 8.58 (d, 1H, NH);
MS m/z (% ):344 (M*, 57), 252 (23), 226
(40), 134 (76), 92 (100), 77 (58); Anal. caled
for C,H, N,0,:C 69.76, H4.68, N 16.27. found
C69.24, H4.79, N 16.59.

-FEES-(2-FEREAXE) -1,3,4-H =
(5e) -G & FAk, K E27.4%. 15225 ~227 C.
'"H NMR ( DMSO-d,,300MHz) ;5 = 4.56 (d, 2H,
CH,), 5.75 (s, 1H, NH), 6.74 (t, 1H, ph-H;),
6.83 (d, 1H, ph-H;), 7.02 (i, 1H, NHph-H,),
7.27 ~ 7.38 (m, 7TH, NHph-H,,H,, NHCH2ph-
H), 7.62 (d, 3H, NHph-H,,H,, ph-H,), 7.84
(bs, 1H, ph-H), 10.69 (s, 1H, NH). MS m/z
(% ):342 (M*, 34), 249 (12), 207 (17), 193
(100), 91 (90), 77 (33). Anal. caled for C, H 4
N,0.C 73.67, H5.30,N 16.36. found C 72.98, H
5.10, N 16.30.

2-5F P REERES-(2-FREFE) -1,3,4-
#) 2 (50): & & FCREAR HE29.2% . 5 &
233 ~ 235 €. 'H NMR ( DMSO-d,, 300MHz )
8= 2.31 (s, 3H, CH,), 4.61 (d, 2H, CH,),
5.80 (s, 1H, NH), 6.78 (t, 1H, ph-H.), 6.88
(d, 1H, ph-H,), 7.23 (d, 2H, CH,ph-H,,H,),
7.34 (d, 2H, CH,ph-H,,H;), 7.41 (m, 3H,
CH,ph-H,, H,, H;), 7. 56 (d, 2H, CH,ph-H,,
H.), 7.67 (d, 1H, ph-H,), 7.89 (bs, 1H, ph-
H,), 10.62 (s, 1H, NH). MS m/z (% ):356
(M*,27), 249 (16), 207 (35), 193 (81), 107
(75), 92 (98)77 (58). Anal. caled for C,, Hy,
N,0:C74.14, H5.66, N 15.72. found C 73.94,
HS5.41, N 15.75.
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Synthesis and characterization of 2 ,5-disubstituted-1,3,4-
oxadiazoles heterocyclic compounds

WANG Liu ,JU Xiu-lian
(TTubei Key Taboratory of Novel Chemical Reactor and Green Chemical Technology, School of Chemical
Engineering and Pharmaey, Wihan lnstilule of Technology, Withan 430074, China)

Abstract: Six novel 2 ,5-disubstituted-1,3 ,4-oxadiazoles were designed and synthesized by starting materials of

salicylic acid and ortho-aminobenzoic acid. Target structures were characterized by 'H NMR, EI-MS and

clemental analysis.

Key words; 2,5-disubstituted-1,3 ,4-oxadiazole ; synthesis ; characterization
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Synthesis of phenylpyrazole derivatives

CHEN Da, LI Yang ,YU Yong, JU Xiu-lian
( Hubci Key Laboratory of Novel Chemical Reactor and Green Chemical Technology,
School of Chemical Engineering & Pharmacy, Wuhan lnslilule of Technology, Withan 430074 , China )

Abstract; 9 Phenylpyrazole derivatives(7 new compounds) were synthesized by Scheme 1, starting with 2,6-
dichloro4-triflucromethyl aniline as material, via cyclization, synthesis of the intermediate 1-(2,6-dichloro4-
trifluoromethyl-phenyl ) -3-Cyano-5-amino-pyrazole , then introducing alkyl or acyl to 4-NH, of pyrazole ring.
And all the targel compounds were confirmed by melting point, 'H NMR and MS,

Key words; phenylpyrazole derivatives; alkylation; amidation; lewis acid
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