R = TR Y S S R RE RS

373

XEHS: 1006-9941(2011)04-0373-04
EREFE_HHNEREREERAR

BB, A, NHE, KEE

(F M ETRZFKR, Bk B% 710025)

OE . BEST TR IR AR A P S A R AR W, IR SR T R AT FT-IR 20463 3 7 ' H O NMR A% i 3% 3% 4>

Hr \DSC oyt HEANFT W43 Ot o3 A7 45 O i % AT T o M R AL, 4

R AR W], R PSR A A AR, O

143 ~146 °C YR/ Ml BE 2004 180.36 °C, BA B4 A PRG RE 1 /R I VRS RE 1k, AR L WU D — 1Y IOk, S i — TP O 22 &2 R4

Gy VAT, 9 AL B A — R BRI 1R ) K R T 1

KRB A SR KEOR; SRR R E; A et S

RESES: T)55; 062 CERARIRES: A

DOI: 10.3969/j.issn.1006-9941.2011.04.004

1 5

il

i —H F CUDMH) AR —Ff BB AL R A iR AR K
7 2R R0, 7 ] B R R B U AR A I i .
SR, A — R AE A I A7 (R A v, g O R
MEE L H O 4E R SE AL EURE 2SR R, 53
PEREFE b FREEL B ML, W AR K, i FHET
Gk Ty TR i B A, HOE A s AR
P 0 AT B S0 AR A KU 0 N 2 R 8 2 4
FEE R o DR EON T R 0 D U SRS e B Ak
i%TﬂT%éTﬁHﬁ%ﬁ%Aﬁ‘%ﬁﬁMﬁ fitt
PRI — A, h 20 SR B S B I I R IR A

l%fﬁ%ﬁgﬁﬁmﬁﬂmﬁﬁnwﬁ%lﬁ&
BHTEEMR K E M TR Z I AR S 1
g E B, B A o E AR Z R TR ) AS 1R 5
A ol iR R AE e S AL e T ik b AT AL B AR SCHE W 5 M —
R B B T A S5 Atk b R B VAR O R AE TG K 2 B
VEVS RV, 5 B2 nf AR 25 5 1Y 2B B ] 1R 55 1% fm — R
JE o A EL R — F B, AR R O AR M
FERAAFZRAR, BB 5 W AF o 6 T B Ik, 3 AT 4
390 1] A PRI L VB — Wk TR, R e —
%ﬂﬂﬁﬁﬁ%ﬁmmﬁﬂmﬁﬂu%ﬁmﬁﬁwa
Y RLF T IEPEF T ELE AR A ARG AL B Purex ¥
ﬁ*fﬂﬁﬁmmﬁ ;TMW%%:%%%EM%%

Wi BEH: 2010-10-15; €@ B HF: 2011-03-15
TEHE B ZEHENI(1981 =), 55 f 4, 32 2 A S5 R R RL 43 BT K 5
LZ4Bi PR, e-mail; mux2001@ 163. com

CHINESE JOURNAL OF ENERGETIC MATERIALS

oo BRI, A ST B 28 B R e — FF ERY A AR, a5 DSC
FTTGA X Hg s 3R e M R AT T8 , H 48 4h-7T
DL R RO i 3 %o HEAE ARSI R B B e PEIEAT T 40 Hr

2 KIGERSY

2.1 UE5iRA
&%lNJMWCW%%TWﬁ%ﬁ§$‘H$
By HEA A ) FT-IR ZEAR G5 A (36 Je & ml A #) ),
mwﬂ%rﬁﬁgﬁu(%i%%%ﬁﬂ)
INOVA400 #% i 3L ¥ 1% {% ( 28 E Varian 2 # ),
TGA-50H T AT X ( H A 1 HE/N | ) |, Vario ELII %50
FOr M (15 elementar 24 7] ) .
2y 550 e = R (R
(5Tl , K SBE (A3 AT at) .
2.2 XIRFEIE
s — Y ME A BL5S B, R A HL e 5 R, AR A
P2 B S5 IO 1 AR B, — S AR A B B A i A —
o R B AR R R R R A TC K 2 B Y
e P A R O P kAR AR . % RO R
2(CH,),NNH, + HOOC—COOH —
(CH,),NNH, - HOOC—COOH - H,NN (CH,),

2.3 XWHE

(1) B2 SRS &K i 25 BR FR B — 28 i B R
8 TRIMA, £ 110 CHE R T4, & 10 min
sl —, T4 30 min, SRJEHCGE T RS H R 2
FERARE T RBBKTE SR, A4S, W ARZE T 1%

KF 97%) , 5K

A he M AT 20011 % #19% %44 (373-376)



374

SLEN, AN, XIREE, SkER

Bk , BB SE 4

(2) HEER R — B 4

He R B2 L n (i — B E) /n(BERR) =2, FR
W — 5 1) G — P E T — 5 AR B N, BRI — S
F9 5 R ot A (25 R 4 Wk /K B B R ) A I R TRk 2
T R P AR R . TE IR R L B A R R TG K 2
YA VRO A S A R R RE . R S A
BT M e, O K ZREE R A 2 ~3 K,
SRIGH SR IRTE 60 CTF TR 2 ~3 h A HIFRE, 45 R
i = HJE P B R A

(3) B — Y F 2 45

DR SR — P kP i R BT
$ie 1R P A IO SRR AR R RS A A A R U e
F) 50 JR 5 A SO, VT 5 B 4% R 2, AR A v i o
Ml — Y, DT 9 4 5 R BE R AE

B B S e 18 T=60 C&IFT ¥
7 il B R AR A T R AR 2R R 50% TE K 2 Bk
VRV, T SR B AL ARG 2 BT - 15 CCUkAR N
Y1 30 min, SV K TR il E M) E T 60 CHEAH TR
2h AW E,ILET L 78.3% o 775 E T 8%
N, 5% BT

3 HR5Wie

3.1 ERRE_FHEHRIT
3.1.1 TRERSMMAIRES

% F elementar Vario ELIN %155 2 43 B % 7= 4y 1t
FICE AP (%) : C(33.73),N(26.38) ,H(8.28); i
WIFHEAE (%) : C(33.96),N(26.42) ,H(8.49), #
VO AN S A BEA AR AT

] FT-IR BILLAM G384, SR T KBr JE 7 ¥ %o 8 45
i A B TR R — R R S AR R AT 2T A S A T AR LT A
WE T B, XHE T ST 4 M AR 343163 cm T
N—H {4 R hi4 ,2727.96 cm ™' 2l C—H {45 R 5,
1723.30 cm 'y C = O {4 ¥R shié ,1627.07 cm ™' &
N—H 25§ 21 51 & f9,1205. 04 cm ™' Sy C—N fiji 45 i
g ,718.82 cm ' N—H [ 4125 il 35 shig

AT LLUE i, 2080 63k 0 03 25 2R 5 5 2 A — WY JDF
TR 4 45 4 AH — 3,
3.1.2 ZEgEIRIEESH

U EAT (CDCLL) S s 7], b B B ik g (TMS)
N RS, K 4G R R R B EAT T H ONMR
WG IR PG 73 B, 25 R E 2 FoR .

Chinese Journal of Energetic Materials, Vol. 19, No. 4, 2011 (373 —376)

351

251
201
151

transmittance / %

3431.63

2727.96
172330 —
1627.07 —
1469.87 —
1205.04 —
— [1099.96 —
98749 —
94736 —
81322 —
71882 —
498.04 —

3500 3000 2500 2000 1500 000 500
wavenumber / cm”
B R R LA
Fig.1 FT-IR spectra of UDMH oxalate

110 9 8 7 6 5 4 3 2 1 0 ppm
W0 4k
B2 FER A R
Fig.2 'H NMR of UDMH oxalate

XF B2 Jr 7R A A% i e A 0 I AT 43 b T LA
H,8=3.525 kb H—NH, J R Fi%,5 =2.990 kb
J—CH, 1 it 7 I, F R — B A &% —COOH 3t
A, —COOH Iy i T %2 W i 1 % 4 —COO 11
SO T 2 MR IR, HoAL i 6 =9.7 ~14.5,
MAERE 2 11,8 =9.7 ~14.5 JEH N A LB 0%,
XA R 5w W R R AR R R S, —COOH |
) F R B —NH, L
3.2 ERRm_HEHEEN
3.2.1 BEHNE

FH2E 7R F 4 1 AL (DSC) X 2 12 i — Y JF ) 948 A0
HEAT TR, S5 SR 3 FTR , 2R SE B AT R R e
HMFR I s 2900 143 ~146 °C, Rl 1) 5 25 m] LUk
ALY BRI A0 T, 059 B 4 5 i IR I A 78 I 2
WAL FE . MBI a] LG B, 7 A 55 e i Al
3.2.2 ABRTEHEMNZE

FHARE 15 (TGA) X B 2 i — HY ik i) A 8% o ik
TTRAE A5 /) P i Ze an 18] 4 FFoR o

H R i — HY MR B it 2T DU, R e —
R Z R B & 07 T AR E R B, Ho 55—
MNMREHBRERL N 9.08%,116.87 CA K E
X Xk

WWWw. energetic-materials. org. cn



R = TR Y S S R RE RS

R R, R T 2R X BT S T UHE W Z ol R
ROK B B, 32 2 v T 5 IR A — Y SRAR B W, AR I i
T v M A 23 WOSCRR 5 v 1 7K 43, A T R JEORL FRR
(1 2 A5 RORTERTR SE 2 BRA K 5 A REH
BN W04 o filf B B, R H R N 86.11% , DTG i 46
W RAE 199.19 Chb 5% 58 B 5 PR, 40 Ak 19 A1 4 S B
B2y 180.36 Co WUk, M w — F A B 4F 1)

heat flow / mW

-40 T T T T T T T ,
40 60 80 100 120 140 160 180 200
temperature / °C

B3 AR P DSC £k
Fig.3 DSC curve of UDMH oxalate

TGA Dr TGA
mg mg/sec
10.018
24 .
180.36°C
L0012 _
B3 14 weight loss 99
P 86.11% £
2 ’ L0.006 =
s | 217.62°C o
£ 0 0000 2
3
116.87°C
14 L-0.006
199.19°C
100 200 300 400

temperature / °C

4 HERf WP TG/DTG ik
Fig.4 TG/DTG curves of UDMH oxalate

3.2.3 KBEMREH

PRI — 7 kB R i — FYJOF A S, T 2% 188 7K TR 1 i
MR, & TR BV AESN, EERAEMAT,
A B O BRS8N [ I — 28 25 1R K TE R 1Y
pH 2 4R I B Ho {1 400 42 ok V4 TR M 2 A N RE L BB —
B[] W8 25 A 4K €5, O UV-1601PC 4% 4
AL LA EE B TR A =204 nm Ab IS E ORI (25
VR K AR [ A5 500 WO RE . 25 R IR 1,

S ok W R e FF R A AN K I R A S IR
T AR 3 d a7 AT AR GE AE AR, AT B R
i = B K R R AT A AR E T o

CHINESE JOURNAL OF ENERGETIC MATERIALS

375
R R P PR WA AR E T
Table 1  Stability of aqueous UDMH oxalate solution
time/h coIor‘ of 'col(.)r change of absorbance
solution indicator paper
0 colorless no change 0.2536
12 colorless no change -
24 colorless no change -
48 colorless no change -
72 colorless no change 0.2536
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Synthesis and Stability of UDMH Oxalate

MU Xiao-gang, GOU Xiao-li, LIU Xiang-xuan, ZHANG You-zhi
( The Second Artillery Engineering Institute, Xi'an 710025, China)

Abstract;: Unsymmetrical dimethylhydrazine ( UDMH ) oxalate was synthesized using waste UDMH, and its structure was
identified by element, FT-IR, 'H NMR, DSC and UV analysis. The results show the melting point of UDMH oxalate is about
143 -146 °C and its decomposition temperature is about 180.36 °C. lIts synthesis is simple, safe and efficient. Compared to liquid
UDMH, solid UDMH oxalate has better thermal and aqueous solution stability and is easily stored, which is a new way to reuse
the waste of UDMH.
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