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7.45(s, 1H, 4-C-H) ; '"H NMR(CDCl,-d,,8) : 8.4 (s,
1H, 5-C-H),7.06(s,1H, 4-C-H) ; “C NMR(DMSO)
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fH): C22.51(22.78), H 1.466(1.27), N 35.42
(35.44), MS 3 3 (m/z): 158 (M*' ), DSC
(10 °C - min~"): 316.8 C(T,).
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Tablel Effect of reaction temperature and time on conversion of thermal rearrangement reaction

T t/h

24 36 48 56 68 77 83 86 95 99 105
140 63.00 74.00 76.50 83.00 89.00 90.00 91.85 95.60 93.00 90.94 89.50
147 70.00 74.20 80.00 85.00 90.00 96.50 94.30 92.23 90.10 - -
157 77.03 75.56 72.43 72.96 68.59 68..35 66.35 65.30 62.20 - -

Note: t, ,reaction time; T, reaction temperature.
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time/min 3 5 7 9 11 13 15 5 gﬂn: l%
pH 3 4 5 6 7 8 9 YLl 2y S I B
yield/% 40.5 49.2 55.7 65 78.2 90 90 (l) @ﬁﬁé{t ij&ﬂ; EP*H ﬁ&/ﬂ:%ﬁ;fiﬁr ﬁET
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Table 3 The selection of disposal methods

No. disposal methods expected results experimental results
1 NaOH neutralization 3,5-dinitropyrazole emulsification
2 NH, OH neutralization 3,5-dinitropyrazole ammonium salt unsuccessful
3 sodium alkoxide neutralization 3,5-dinitropyrazole ammonium salt unsuccessful
4 NH; neutralization 3,5-dinitropyrazole ammonium salt gained white solid
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Synthesis of 3 ,5-Dinitropyrazole

WANG Ying-lei, ZHANG Zhi-zhong, WANG Bo-zhou, ZHENG Xiao-dong, ZHOU Yan-shui
(Xi'an Modern Chemistry Research Institute, Xi'an 710065, China)

Abstract .

3, 5-Dinitropyrazole ammonium salt was synthesized with 3-nitropyrazole asprimary substance by nitration and

rearrangement. Their structures were confirmed by IR, NMR, MS and elemental analysis. Reaction condition was optimized by

HPLC and TLC. The optimization reaction temperature was 147 °C

, reaction time was 77 h and the conversion was 96.5% .

Dinitro-

pyrazole ammonium salt was directly gained by ammonia gas neutralization.

Key words: organic chemistry; 3,5-dinitropyrazole; rearrangement;

synthesis



