14

X ¥ #H F R

Chinese Journal of Explosives & Propellants

HENDEREHEIZHAR

ik, TaRA, T84, BeF, RAR
(PR RALET BT, BEFE FE% 710065)

 E. IR R R O TR I 4R A I & 4, 6- Z R B mE IE (DHP) , R J5 2 5 Ak - 7K A BB il 4%
HAE D (NF) , FIl 2050 6 AR BE L AR 35 20N e DA R R 5 3647 T S5 MR AE . 1% 7 DHP R 4b-7K £ /9 5 RE Bl
HLHE T HEMERETZEEN 2R n(DHP) =51 n (BB :n (FHBR) =3. 5 :1. 0, R iR E 45°C . R i if
B 2h, WA 80. 1% ;B RHMGK T E KM, TRERT LTZNELME; LB R0 R ER, & B2 E N
98. 9% KT B .

KEW AN N BE2EHELTE

hESHES. TJ55; V5117.2 XERFRERL A XEHE.1007-7812(2010)03-0014-04
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Abstract: 4, 6-Dihydroxypyrimidine (DHP) was prepare mcondensatlon and dimethyl malonate and
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formamide as raw materials. Nitroform (NF) was

of NF was characterized by means of UV, !
hydrolysis reaction was discussed. Tlg}é&
were; the molar ratio of nitric acid t P

reaction temperature 45C and reactlon

d%/mtratlonm 18 reaction of DHP. The structure

NMR ﬂ
owed t 80.1% yield, the optimal reaction conditions

h mole ratio of sulfuric acid to nitric acid as 3.5 : 1. 0.

MS The mechanism of the nitration-

A safe method to isolate NF was discussed. Hydrazinium

nitroformate (HNF) with purity w’ g was syntheslzed using NF prepared under the optimized conditions as

raw material.
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'"HNMR (DMSO-dgs, 500MHz), 6: 5. 230 (s,
1H), 8. 017 (s, 1H), 11. 744 (s, 2H); “C NMR
(CDCl,, 500MHz),8: 90. 073,150. 010,166. 209,
FT-IR (KBr), v (em™'); 3 085, 3060, 2560
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—ND, 980(N—N), JLE 437 (C.H;N:Og, %) : I 5
&, C38. 25, H2. 73, N6. 56; 5z il &, C38. 21,
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Table 1 Effect of the molar ratio of nitric

acid to DHP on the yield of NF

W 2HNO, W
HSO

HN\/NH HN\/NH

n(FSER) + n(DHP) 7/ %
3:1 58.0
411 63. 6 /‘/\FS
5:1 65. 1 }%LL‘
o oA )
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TR R BT T, RS DRP

BEAR HG 6+ 1 B 13 AR L e AN LB
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MR R R, H Ik, B R 5 DHP B EE R H LA
5: 188,
2.3 THERBRE b X RE L -7k R R BL Y B2 0

Mo (FYHR) :n(DHP) =5 : 1, R M IRE R 25C,
B R B[R] 10h B, 2k 2% i B VR R T L o L At 4 £ AH
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Table 2 Effect of the molar ratio of sulfuric acid

to nitric acid on the yield

n(BRRR) + n (IR /%
2.5:1.0 65. 1
3.5:1.0 73.0
4.5: 1.0 61.7

TERHAG- 7K R BOBE B ER A PRI AR A . — I
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fLRE T . THBRLIRER MY BC L2 A s ik RE I B B A
REoHR2 AW, EENERIBRE LR n(BLER) :n
(FEBR)=3.5: 1.0
2.4 R BLIEE R R B AT 8 X A K- oK i R R B R i
Y a(FEER) :n(DHP)=5 : 1, n(BREE) : n (FHER)
=3.5: 1.0 Af, 4 BIFE 25.35.45°CF #E47 I 7 . BF
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Table 3 Effect of reaction time on the yield of

NF at different temperatures

T/C t/h 7/ %
25 2 58. 8
25 6 68. 4
25 10 73.0
25 16 76.3
25 24 77.2
35 2 62.8

35 6 75.5

35 10 71.0
% 2 80. 1
G(\ 6 74. 4
:‘QI\Q 10 64.7
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Fig.1 The process for isolation of NF
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