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Synthesis and characterization of novel dehydroabietyl-1,3,4-oxadiazoles
HAN Chun-rui'**, SONG Zhan-gian'*, SHANG Shi-bin'"*, GAO Hong'*
(1.Institute of Chemical Industry of Forest Products, CAF, Nanjing 210042, China;
2.Key and Open Laboratory of Forest Chemical Engineering, SFA, Nanjing 210042, China)

Abstract: Five novel 2-dehydroabietyl-5-aryl-1, 3, 4-oxadiazoles were synthesized by cyclization of N, N'-
diacylhydrazines with POCL . N, N’-diacylhydrazines were obtained via reacting dehydroabietyl hydrazine, which is prepared by
dehydroabietic acid with PCl; or SOCL, and then 85% (mass ratio) NH,NH, - H,0, with aryl chloride. The synthesis conditions
were studied, and the yield of every step is more than 75% .
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EZEMBER (D) MBS EBRRG)WER:LED
1M 3MERITESHECE[15]. ZEWBEF SR
90.1% , 414, em™':2 960,2 930,2 868, 1 788,
1 613,1 495,1 469,1 381,

EEMBE (2) & B 72 = BRI H A 12
mmol 85% (i & 43 %%) /K & Bk 100 mL P4 & Bk
(THF) , % 7l 10 mmol & & M\ BE S Al 10 mmol Bk B
BLERRNL 2 h, KEE, B R, BEAHKR, R
86.2% , ¥ 55 181.7 ~ 183.7°C, £L 4 6 i, em ™.
3 400 ~ 3 300,1 618,1 500,1 088,950,

N, N -—_Bt/Hf(4a ~4f) & B 7E = DB,
HIA 10 mmol ZEMEEHE, 150 mL THF, E iR T &8
% 71 10 mmol ¥ F ¥ 3 H A9 75 BE S A 10 mmol 5% BR
B9, B SNE 4 ~ 7 h, i Z 3% (TLC) BR BRI B, [ L
GRBEAETHEN, KE, EERBIMLEY 4. e
Y1 4 B ELYEFR A IR ' H-NMRA 1 45 32 40 Bl tn & 1
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4a N—H, 3434; CH;, 2955,  8.83(s,2H,NH),7.52 ~ 7.98
2930,2873;C=0,1618 (m, 5H, ArH), 6.89 ~ 7.22 (m,
3H, ArH)

'H-NMR, &

4b N—H, 3279; CH;, 2971,  8.82(s,2H, NH), 8.24 ~ 8.37
2930,2873;C—0,1618 (m, 4H, ArH), 6.88 ~ 7.18 (m,

3H, ArH)
4c N—H, 3413; CH;, 2950, 8.80(s,2H,NH),6.89 ~ 7.87

2930,2868;C —0, 1613 (m, 7H, ArH), 3.73 (m, 3H,
OCH;,)

4d N—H, 3413; CH;, 2952, 8.92(s,2H, NH),7.47 ~ 7.87
2930,2867;C—0,1618 (m, 4H, ArH), 6.92 ~ 7.18 (m,
3H,ArH)

de N—H, 3439; CH;, 2951, 8.86(s,2H, NH),6.89 ~ 7.97
2930,2868;C—0,1618 (m,7H, ArH)

1,3,4- 1 Z 1% (5a ~ 50) 194 B % 5 mmol 164
Y 4 M ABEA 12.5 mL POCL, BB, 181 3 K BE
5~8 h, TLC BRER, ¥ 1 B =&, 8 A WKk o, i 8,
Kyk, B &, BB ERLEY 5. EW S MY

MR 2 s PEFF IR H-NMR . JE 3 5M 7 5 B L3 3 P 4.
F1 KEWIHYEER *3 LAWSHYWELE
wah BR/T FE% Y ShL i 4/°C /%
4a 224.3~225.5 78.8 5a W SR 196.8 ~ 197.4 90.4
4b 166.5 ~ 168.7 79.5 5b PR GNTEN 202.6 ~203.8 84.7
4c 161.0 ~ 163.6 75.4 5c PR GNTEN 206.7 ~ 207.2 88.1
4d 157.6 ~ 158.7 86.3 5d WA R 192.1~193.3 86.4
e 171.7 ~ 173.8 8.1 Se WAL ik 200.5 ~ 201.4 89.3
x4 UEWSHRIE
LRI CGHEE) /%
ey IR, v/cm ™! '"H-NMR, &
C H N
5a  CH;,2955,2930,2868;C—N,1633;C—0—C, 1104 6.88 ~7.48(m,8H, ArH) 80.91(80.96)  8.12(8.05) 6.92(6.99)
5b  CH;,2953,2930,2867;C—N,1633;C—0—C, 1176 7.77 ~ 8.24 (m, 4H, ArH), 72.21(72.28)  7.12(7.01) 9.35(9.43)
6.95 ~ 7.31(m,3H, ArH)
5¢  CH;,2950,2935,869;C—N,1618;C—0—C,1176 6.89 ~ 7.29 (m, 7H, AfH),  77.99(78.10)  7.92(7.96) 6.68(6.51)
3.89(m,3H,0CH,)
5d  CH;,2951,2930,2868;C —N,1639;C—0—C,1098 6.98 ~7.28(m,7H, ArH) 74.61(74.55)  7.23(7.18) 6.42(6.44)
5¢  CH;,2950,2930,2867;C—N, 1613;C—0—C, 1098 6.85~7.31(m,7H, ArH) 77.39(77.48)  7.53(7.47) 6.72(6.69)
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