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TATB, il % T HMX/TATB & &4, WF 55 T 7= i 9 $443
fife B RN AR B L ARSI AR A R S
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FRERRLZ (NPT T BEITE T HMX 5 TATB I
A8 T B 1A 2 A 5 TR I 1) L 2 R RN 45 A R L (R
HMX/TATB IR 4 ¥E 25 vh TATB Al HMX & & 43 Br (19 41
KNE . ERBESHEL T IRE RIS  HMX A TATB
L R AL R S R AT R, DR 2
HERRIN E HMX F TATB & &, LU AR 7= 5l T
HMX/TATB IR G ¥E 2 51 2, o3 & 4% , w40
4r HMX FI TATB 5 5 Bl i 4 1 Bh 45 700 e 3 o, 4l L
ANy 56 A4y B Ok s R R E LSy TATB A 2 A
BILIA 00 v 8 5 A B AR /I, AS 1 FH 387 3 174 5 51 2 O
Pk B HMX I TATB. S T M de ik A~ ] 8, F6 7] 4
Be] 1R DG SCHR , R A G EAR D TATB Fl HMX
AR M4 R I KE 2, SO A5 (GO X E T T4
T L 5 DR w2 00 3 (TLC) U365 e L 5 o, 2R JH IR
A 35 25 (HPLC) X HE 2 A, A2 5E 1E 22 19 TATB Al
HMX ZEA7 0 B 43 A7 2 oA BAR A 10700 SR e 40 S ]
YRR €20 3% 9 0 B v AT L (A HMXORT TNT 4158 ) T Y
HMX , 77 2 W M 4, HMX I 52 235 S A AR 4% 22 /8 T
0.5% , {HL %5 751 75 T AN 5B A 2803 i HMX/TATB IR & 4
iR TATB. T HI RIS L 2N A% 5, R I HPLC
D7 AR B R AL AR (NC) 5 HMX 77 1 e XU 4 i 541
TOHMX & i, B A L LA (DMSO)
R R HPLC #4717 TATB &l B DL K 4= o i 3t .
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R ST T B A AT HMX TR A 4 25 b HMX & &)
B H TATB B3 K 25 26 5 2% Bl i, R FH HPLC J5
¥ [\ I HE A7 TATB HIHMX & & 430 7 B9 BF 58 1t R I
ik .

M, AR BFTEAR I TATB 8943 7 45 A6 5 o5, 16 Fi 3
e P A 3RS AR 7 R HMX TATB IR & 4 26 h i
HMX I TATB AT ZE L. B4 T AR it iS4 i 3l
R R 3 K A 2 X AR A B ) L #2577 HMIX/TATB
IRGYELGh TATB FI HMX & 83 M i HPLC J7 5 .

2 LIGER S

2.1 KFIEEE

Agilent 1260 =5 S0 AH (35 AL, 255 G1311C 1Y
TR R, G1316AHIRAFIRAE , G1315D Z# 48 FE 51
Kol #% ., G1329B H shilf HE4R , HP B.04.05 M fb 24 T/
uli 5 Mg R - R 2 53 B ROV 43 81 0.02 mg; THER-
MO 7148 K18 4 /K #L ; Elmasonic #8 5 I il 4k FH 2% 5
0.45 wm iF JE A ;100 mL A1 250 mL BAFRLR 25 .

PG (OGELE) BT R T s DMSO (4 #r4li) Bl h7 T 5
HAiK (A s TATB S o fE , 18 485 AR Ak 24 F 53 Jr 2R
77 HMX LR 18 22 3 AR Ak 2 B 5% i A= 7 5 HMX/
TATBIR G XEZY , m YR 8L, Al .
2.2 XIgtiE

FR i 16.00 mg W B5 J5 1 HMX/TATB IR & 4k 24
CK§ 3 2= 0.02 mg) T 250 mL & &M o, in A 43> br 4l
DMSO 2% %5 1 il fie = bR 42 LA 29 2 em 4b 5 [ B ik B
—E R A TATB Al HMX 2 L FET 100 mL 4 =i,
AT BT DMSO 245 ik m A2 LA R 29 2 em &b
K FH B 75 B B i AR 0 T 1.0 h, 7= IR # B
4.0 hJFEZ . FIMFLIERE S U s %/ 5 mLii & .
23 BiEEHG

O EHE : C18 454 (250 mmx4.6 mm, 5 pm),
FEIR 30 °Cs EREARRL S s B % 1.0 mL-min™"; A& 30
B 230 nm, 354 nm ISR oo sh IR R LA
FHR N LB AR K, £ B B[R] 29 6.0 min,

3 #R5WiE

31 BREESHEREWE

V& FH A5 3 B4 7 770K TATB AT HMX M 1 4 o 58 4
A HCHY O 2 VR €0 T o A0 I B HMX/TATB IR & 4E 24
U TATB HLHMX & A9 5CHE . fH T TATB & S 2R
HeFUZER) , AL TATB 4 FIZ2INA w-m BLHIVEH , 0 F

CHINESE JOURNAL OF ENERGETIC MATERIALS

] 3 A7 A2 5 1) SVEEVE R, S AL T R AR ik TATB
5 i A BRI KT 70 5 TATB 43 F 8] (9 A0 B AF
FH & B TATB 76 3% 58 A7 AL i 7 b /Y o i Pk A8 AR
25147 R TATB SR 3, HMX 753538 A AL 70 b i %5
il M A -, 3 A AR G 8 2 R UG AR U TATB
PR PR TR B 5 3 O R, DADR TR IBORE A AR e

HR 4 SCHk[ 18 1438 , = iR AT, TATB 78 DMSO H1 i1
R K, N 7.0 mg/100 g, 29 k£ F Ik B
(DMF) s i B 1 2.5 4% o I 08 Ak B i T, ik
F DMSO i HMX/TATB W & 4E 25 i % 710, v LA
HPLC 17 HMX FI TATB & 1 53 #7 o

2y 1% SCHER[19] 7] %1, TATB 7E DMSO H (14 f K %
fift &£ 7.0mg/100g, J2& 8 i 4 i it TATB 3 it /£ DMSO
w7 B AR Smin 5 FRA R 2 R DL B ARSI B K
VERREE o N T 4 JERE S AR A 3 B I ol e 1 I
i i), [ B AR SE TATB 76 DMSO R fE 58 40 1 i, HREKE
TATB#E i B0 2 (4.8~5.0)mg/100 mLZE 47 . {HEE
il i /D i TC s ORUE OB AR R IRt 1 o R rh
P 7R3 K & 250mL, fif BURE 54 K 2 100 mL ¥ 7
BF 9 2.5 £ , CRUEARE & i 3 501
3.2 HEmEMAXMEENHE

N T PR R A Bl 21 43 52 4 o S Ok SE R
SR FHHR 75 4l B A A TRD SRR 0 A £ 3 A B T AR
S FBERAERT R, AT T 4 h, 16 h(if & i i — k) Al
40 b (e B 10 T 0 ) ' T I ) XF BE , DA 3R AR 5 4R
i AT AR AR B[] A D JC A e A 3 A ), 25 R LI 1

HY 1 AT R R A B A R 0.5 h3E R &
1.0 h, FE & o TATB  HMX 5 2 0 &5 SR a0 i 186 K, HL
A 03 65 SR %) AR X A oA Al 22 3 7 /0N 5 R 7 A B
VI ] AE K 2 1.0 h J5 , TATB .HMX & & ik 45
VR A2 1 4t SR 1 R A o i 25 A R TR E . RS
JERWT 0.5 h (1% /5 75 il B 975 A 1oF ) A 6L, AN R A AR i o
B 20 43 58 A AL o, 23 3 AL Ay B i O 2 2R
IR B BE F  B A BE ) 22 1.0 h DL b AT D R
D2 53 AU 4 . R, 456 26 BUBOR 28 O ) 1
7l BV R T TR E R 1.0 h 22 A R

e [F) 0 68 P Bl B S oA TR T R A A
] 4 h B2 40 h, TATB Fl HMX 7 & 32 45 57 2L
Fo 35 04 FE A2 Pt 5 SRR G A o O 25 AR AR RS K
FEH 4 h i A ) 2 0T DLPRE BRSO U
fife o TE AR ) A S BT A AR K, 2R
TR HMX/TATB IR A HE 24 5 W08 75 il B i % 1.0 h
J R 4 h G AT R T B A I aRORS B K
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PRAEAE ot 0 3 235 SR ol A () I SCRE AT 80 1 24 0
I 18], 42 T2 A L RR o

» e

—&—ultrasonic 0.5 h, cool 4 h

N
D

~&— ultrasonic 0.5 h, cool 16 h

xR 25 ultrasonic 0.5 h, cool 40 h
% 24 ulrasonic 1.0 h, cool 4 h
€23 —e—ulrasonic 1.0 h, cool 16 h
°© 22 ~&—ultrasonic 1.0 h, cool 40 h
21 ./v ~—8— ulfrasonic 1.5 h, cool 4 h
20 ~&— ulfrasonic 1.5 h, cool 16 h
~&~ultrasonic 1.5 h, cool 40 h
19 o 1 2 3 4 5 6 7 8
number
6 TATB =&-ultrasonic 0.5 h, cool 4 h

=&~ ultrasonic 0.5 h, cool 16 h
ultrasonic 0.5 h, cool 40 h

ultrasonic 1.0 h, cool 4 h

content/ %
]

=&-ultrasonic 1.0 h, cool 16 h

~#=uitrasonic 1.0 h, cool 40 h

. N\

59 ~#-ultrasonic 1.5 h, cool 40 h
o 1 2 3 4 5 6 7 8
number

BT SR I )R HMX R TATB 5 ik i i 4 R
Fig.1 Content of HMX and TATB at different dissolution time
33 BESBEEGNHE
3.3.1 Wi KAIERE

UV OGS A5 BOXE 5 i iy gt vr B 2% 2 300 1
A7, UV G5 B P SCHR A A 4%, o ] 38 aok Jor il A
B3 B AR 2 S A AG AL . R AT WROAR € 3% D S N A 0 5
1) B BEARL R 4SS 1 1 R Rk B 1 1 e R R A
SR, R IR R A B A R T 2 X HMX T TATB
TP R W AT T A A R AR B Y 2L A
W % an &1 2 s o fh B2 0T, HMX R TATB 1) B
KW W P K 43 BIAE 230 nm F1 354 nm b, AL R
FH 22 R A T 2, 50 XoF AN [] 8 43 79 o) g 155 50 ) B 352
FE 230 nm H1 354 nm PSP FEAT ARSI
332 BIESBRENHE

A ST B B SRR . AR AR SR i
SR BB B RO BB T C1 8 {0 i A AR SR 4 B )
FrHR A Y25 % TATB HMX, 45 R an & 3 s, & 37
DA U8R I Sl AH L], JEIR 2 7E C18 A il JE:AE AR Jk
FE I TATB FI HMX #FRBAS B A4 (9 3 B PR R, HAEER
FFa. (HTATBHIHMXAE C18H: 4B b, HLIA#I Y
TN N f 25 A /)N [R5 S C1 8 (A kA
BTG, P S5 22 S50 KR HT C 18 a3 AT

~#-uitrasonic 1.5 h, cool 4 h

~#=ultrasonic 1.5 h, cool 16 h
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Fig.2 UV spectrum of HMX and TATB solved in DMSO
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c18 TATB acetonitrile/water
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300 HMX /\
?( TATB acetonitrile/water
£ 200 HMX (45(55,IV)
=
w
o acetonitrile/water
< 1004 TATB HMX (50150, V1V)
0 . : T T T
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a. C18 chromatogram column
400 —
Phenyl acetonitrile/water
(60/40,VIV)
5 300+ TATB acefonitrile/water
z HMX (50150, V/V)
= 200+ TATB+HMX acetonitrile/water
2 48/52,V1v)
3
E

1004 acefonitrile/water
(40/60,VIV) H

0
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b. Phenyl chromatogram column
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Fig.3 Chromatogram of TATB and HMX with different columns
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fEACI8 s MEL T, i T V(S IE)/VK)=
40/60.45/55.50/50, Z5 R W &l 3a fir7x o /1 & 3a Af
U, E S BE A C18 i A, 38 i s AR 2
i, TATB L HMX Y €8 35 G 3 s ] st /0N, BIAE 5t 43
BT G O ] 40 4 e, EL 5 1 G R AR N SR T UE R
H . M 2E//K=45/55 1, HMX # TATB f4 {533 14 %
i 16 4% %1 24 5.07 min, 5.83 min, 5 4 & R4,
R>1.5, [a] i, i A AE % 3% 5508 T IR A T4 TATB Fi
HMX B (5% 1% X R g8 s A T4, B DL 56 % 3 3h
HH EC AR 2 /7K =45/55
34 FEFER
3.4.1 TATB 1 HMX & 1435 Bl

PRUER R B TATB 2 LR R HMX 2 LU AR T i, 34
AIVE R, R R 100 mLyEFI BN Al . 2 2.2 BE R BC
il 25 B, TC AN [F) o B i R A AR U AR, FE 2.3 6
T ST K O R G 1 RS e BE AR UE AR WP AT AR
2o DL 2 RHEREAR B 0 0 T AR (mAu-s) 197 B {E
AR bR, £ b HEAE B BT MR EE (g -mL™) Ay A A i
PR, 2l bR fh 4, WIE 4.t 18 4 mT A, 7

1900
1800 TATB .

1700 g?_311 397C+43.79%4 .
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HIX )
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290 Re=0,9999
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B4 TATBHIHMX 2 HoRE AR I 1 2%
Fig.4 Calibration curve of TATB and HMX standard solution

1 HMXFITATB & & f L ML 45 K (n=8)
Table 1

The reproducibility of HMX and TATB content (n=8)

0.032 ~ 0.056 mg-mL™" {3 [l N, TATB fy I 1 B &
e BT ALk BT U3 )5 B2l S=31397C+43.794, Ml K R 8
R*>A1.0000 ; HMX 7 H X B A9 15 5 3 Bl N, £ [l )5
DN §=19223C+3.3794, M1 & R KL R} 0.9999;
IGRT R, A L A S N v B Y B L i TR B T
) 4R 1 AH G
342 EEMEE

53 A FRHL16.00 mg BF BE I 1) HMX/TATB 1 A 1E
25T 81> 250 mL 28 f i H L 4% 2.2 FF IR C 1 2D SR ] A%
B SRR, SR FH 2.3 HE 7 1) WA 3 A% R R AT o0 AT L 3R
319 TATB A HMX & i SR X Fm o O 25, DL 1.

i 1 A, TATB Al HMX &5 1 8 8 e 45
B AR X B AE i 22 43 51 A 0.55%, 0.99% , & Bl HMX/
TATB IR A K 25 41 53 & 1 20 B WA €63 3 2L AT IR 4f
i A
3.43 REEEE

H T HMX/TATB 1R & KE 25 vh 21 43 19 43 2 4
L 422 52 T 0 35 A e G AL DR OO A A A A D
oEuE SRS P AT AN g 4K [ Ak i, 45 B K] 5 U
o MRS AT, SRR AR AT AN A TATB Al
HMX 5 fiE W2 SO 06 |, 32 45 SR DA T 156 1) 2.2 715 B 4 o
7 ¥ AT LUK HMX/TATB IR A KE 245 v il HMX Al
TATB $2HU5E 4 .
3.4.4 & MERE Rk 38

HEE 9 U A R A FE & AR 5 mL F Horp 1 1E R
AR, H A 8 0 4 Wl A 5 mL A [F] e A TATB .
HMX b 75 1, I e T AR, FH AR v 11 3R S b
R G5 R UL 3R 2, 3R 20T UL, TATB il HMX (%) [1]
W 53 5N 98.87%~100.22%,99.21%~99.83%,
B, 1k A I P A
3.5 FHERHA

SR FHVROAHE €0 335 7 s, XPAILAR S TR e SR AR 2
) H 25 A 3 RO A T 20 S ) TATB & 2 7E 60%~
90% B HMX/TATB IR G 4 25 20 73 & s kA7 ik, 45 21
ULER 3. IR 3AIH, A AR AT I E 25 R 2 28
/NTF0.80%, Tl 2 20 43 4 BT R BV OOR £
AR BT LA F 45 FpOR R T2 B HMX/TATB IR & 4

component content / % average / % RSD / %
TATB 65.20,64.62,64.40,64.38,64.15,64.55,64.44,64.01 64.47 0.55
HMX 25.85,26.02,26.09,26.32,26.44,26.11,26.49,26.59 26.24 0.99
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a. Optical micrographs of filter residues x and y
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b. infrared spectra of filter residues c. infrared spectra of TATB and HMX
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Fig.5 Micrograph and infrared spectrum of filter residue
|2 TATB A HMX A [ I 25 24
Table 2 The recovery of TATB and HMX
TATB HMX
count
addition / mg test value / mg recovery / % addition / mg test value / mg recovery / %
1 4.811 4.768 99.11 0.5964 0.5936 99.53
2 4.802 4.761 99.15 0.5968 0.5940 99.53
3 4.795 4.750 99.06 0.5983 0.5938 99.25
4 4.793 4.739 98.87 0.5982 0.5935 99.21
5 4.983 4.994 100.22 0.6632 0.6620 99.83
6 4.997 4.998 100.02 0.6617 0.6595 99.68
7 4.998 4.997 99.98 0.6621 0.6603 99.74
8 5.001 4.999 99.96 0.6615 0.6600 99.79

2, S B A R R R R R A
4 Z5ig

(D)L T HMX/TATB IR A 1 25 41 43 5 Dl 17
WAH IS A . 75 C18 (3 +E |, L & /7K =45/55
(V/V) J9 3 8 M, HMX/TATB 3R & KE 25 tF HMX I
TATB 73 85 R 4f, 73 A if [8] X 6.5 min.

(2)16.0 mg HMX/TATB I K25 % it /£ 250 mL
DMSO w1 #E H  Bh R 1.0 h, = I H B i 4.0 h ol
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DL RE S F HMXORT TATB ¥ i JF 2 L8 42

(3)FER LR TE R, HMX I MY B 0.011~
0.016 mg-mL™", A ML $=19223C+3.3794 4%
AR H 0.9999; TATB [ £k 1 i [l & 0.032 ~
0.056 mg-mL™", #4514l $=31397C+43.794 4 %
FECR 4 1.0000,

(4)TATB HI HMX 1 A2 1 0 3 45 2 049 A1 X 45
25350 0.55%,0.99%, 1] LLH FHLWM LR . m R Y
K422 R0 E 45 A5 A& RO W] L 2089 HMX/TATB IR &
YE 285 41 4 5 5 DK, S 3077 o 19 JBiE 45 1) R B 2O
AR A AL
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Table 3 The content of TATB and HMX in different HMX/TATB mixture

£ P HMX/TATB IR A MEZ5 o TATB Al HMX & 5 K 25

sample preparation process component content / % average / %  extreme difference/ %

TATB 64.52,64.47,64.47,64.29 64.44 0.23
HMX/TATB-1 blending

HMX 25.89,25.88,26.48,26.40 26.16 0.60

TATB 70.97,70.91,71.27,71.12 71.07 0.36
HMX/TATB-2 recrystallization

HMX 20.45,20.43,20.53,20.45 20.46 0.10

TATB 88.44,88.52,88.41,88.37 88.44 0.15
HMX/TATB-3 polymer bonding

HMX 9.79,9.67,10.20,10.10 9.94 0.53

TATB 92.66,92.67,93.40,92.92 92.91 0.74
HMX/TATB-4 polymer bonding

HMX 6.60,6.13,6.62,6.10 6.36 0.52
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Liquid Chromatographic for Component Content in HMX/TATB Explosive Formulations

CHEN Ling'*, ZHAO Yin-bin'*, PANG Xiao-qing'*, ZHANG Yong'"
(1. Institute of Chemical Materials, CAEP, Mianyang 621999, China; 2. Energetic Materials Measurement and Evaluation Center of CAEP , Mianyang
621999, China)

Abstract: A rapid and accurate high performance liquid chromatographic method was developed for the simultaneous determina-
tion of TATB and HMX in explosive formulations. Dimethyl sulfoxide (DMSO) was used as the solvent and ultrasonic assisted to
dissolve the sample. The influences of sample weight, dissolve time, mobile phase type, chromatographic column type and de-
tection wavelength on results were investigated. The results show that HMX and TATB were confirmed to separate within 6.5 min
by using C18 chromatographic column with mobile phase of acetonitrile and water at 45/55(V/V). And the HMX and TATB
could be extracted completely at the condition of ultrasonic for 1.0 h and standing at room temperature for more than 4.0 h after
they were dissolved in 250 mL DMSO. The relative standard deviation of reproducibility (n=8) was 0.55% and 0.99%, respec-
tively. Linear relationships between values of peak area and mass concentration of TATB and HMX were good in the ranges of
0.032-0.056 mg-mL™'(R*=1.0000) and 0.011-0.016 mg-mL™"(R*=0.9999).

Key words: explosive formulations;liquid chromatography;content of component
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