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Scheme 1
2.2.1 ZZH(1)&H
TE 500 mL A P FE g A = DO P A
AL g, ZE K 30 mL, JR3h ik, FElR 2 0 °C,
St AR AR IR I 27.8 g ST E BT
m40% & —BEEw 22.8 mL, i 30 min J5, JHEE
ORI 12 b Bb i, T 30 mL pkoK ke, B T4
BEEBHMAKZ 85 13.8 g, % 78% ,m. p: 174 ~
176 °C.,'"H NMR ( DMSO-d,, 300 MHz),s: 7. 74,
11.59;"”C NMR(DMSO-d, ,300 MHz) , §:146; 0%
GHT (%) C, H N, O, SE il (335 ) . C27. 01
(27.28) ,H4.7(4.58) ,N31.5(31.81).
2.2.2 ZHEZZH(I)ER
500 mlL A Fi Rk A% AR EE TR = O mA 2
— 550 g, /K 100 mL, j& gh$E +F, 2218 A ik 3 iR
25 mL, {5 & G AR g e VAR RFER E-10 °C,
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FNE, SRR, KR, EE, ERIE

et iE AR A 30 min Ff 5 B HUE A KL 4 h, RO
RRBEORE LR, U8, KPE, TS T, 5
AL N530.8 g, 193 34.6% (iR ULH] « 2B SN 15
A R Dy S AR v B RO B AR
HERE A B i, 5078 A5 K ) , m. p: 205 ~ 206 °C,
"H NMR(DMSO-d, ,300 MHz) ,5: 13.12; "C NMR
(DMSO-d, ,300 MHz), &: 131.1; JLEHH (%)
C,H,CILN,O, sz E (8 f): C 15.63(15.30),
H1.24(1.28), N 17.47(17.85),
2.2.3 ZEREZZFB(N)A&K

P A R ST R R 1 250 mL = H Bk TR
vk b I R (DMF) 100 mL, —& 2 —J5
7.84 g FFRBHEME —H L 2. =10k
RHEO0 CLELM,JFHRSMIMAZTAIIS. 4 8,2
30 min MoE & BB . 0 CHRIE 60 min, i J i K
B4 72 100mL fY 25 25 7oK v, B th DLE , i 8 . U8 F
FFH200 mLiY &8 K% — Ik, AR T3 =&
RIZN56.9 g, It%E 81.3% ,m.p; 182 ~184 °C,
"H NMR( DMSO-d, , 300MHz),8:12. 06;"” C NMR
( DMSO-d, ,300 MHz), §:136.7; IR(KBr),»/cm™):
3218,2173,2120,1622,1364,1285,1015,928, 855,749 ,
TCERIHT (%) C, H, N, O, SZE (11548 ) : C 14. 36
(14.12), H1.45(1.19), N 66.04(65.88) ,
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3.1 RETRXE&RMLZME

fE 0 CRPEREN n(CH,CLN,O,)
n(NaN,)=1:2.59, F &AL SN I 2 2 h (FE 1t 4%
T NaN, fi i &, fRIE — 58 2 5 e & & 2
I ), e BN, N-"2F 5 I JHe ( DMF) | N-F B i g
Al (NMP) Sy JRE A J5E, 25 %€ S LA T vk 8 AR MR 19
AR LT,

R A B AR R

Table 1 Effect of reaction medium on the yield of title com-
pound

reaction medium DMF NMP

yield/% 81.3 75.8

purity /% 98.5 98.2

M 1 AT LLE L EA R 9 2R, L DMF 25 )%
WA BT Z R, HAR 7 9015 R A4 B2 T NMP
A B BCORE A AR X R DO AR P AR 5T i R DMF
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Fig.1 Effect of reaction temperature on yield

ME T AT LLIE RN TE O CLL R 8 R 5%, W&
BT EAARN 2 YR & T 5 CRMS 2B WL
33 T A DR A 2 B AR I, 52 T AR, RS 5 42
MR R T 5 CCHE, RN A R A A R R, 8
PR, e B R AL N R S B IR N 0 °C
3.3 MEgEmR

P B AW & 5 W 55 B 2% B2 A AR kS R
VLW R0 B R o, X & AU 2 s R
BEATIN G, i o RO 2 B8 GJB5891.22-2006 " i
M - 40 mg VR, 3525 20 mg, DL 50% & K B
FoR'e . e g R 2 I GJBS5891. 24 -2006"7 Il i,
M 25 . 20 mg #E4l, #4770 °C, 1.23 MPa,

TERIEC TG 5 H W2 B RE X H
W2,

®2 /AT SHERBELMERS T

Table 2 Performance of diazidoglyoxime and some explosives

densi decomposition  impact friction .

) ensity e o velocity

explosives /g Cm,stemperature sensitivity  sensitivity P
8 /°C /em /%

DAG 1.82  170.5 17.5 36 8420

PbN, 4.71 312. 318 20.3180  p4l9! 5300'%!

LTNR 1.5 266.1'8] 37.9L81  7ol10d 52007/

Note: LTNR is lead styphnate. DAG is Diazidoglyoxime.
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Abstract. Diazidoglyoxime was synthesized using solution glyoxal (40% w/w in H,O) and hydroxylammonium as starting materi-

als through substitution, chloration and nitrine reaction. Its structure was characterized by IR, elemental analysis and NMR. Re-

sults show that the impact sensitivity Hy, is 17.5 cm, and the friction sensitivity is 36% . Based on the study of effects of the nitrine

reaction, the optimal reaction conditions were determined as following: reaction medium is dimethyl formamide, reaction temper-

ature 0 °C, and the yied of nitrine reaction 81.3%.
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