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S 5 0 38 B HEAR TR T R 1) SRR AN U 1
e o) 5 0 S R AR T TATB R4 G A HLIR 71 b iy
VS R TATB 78 5 FR 7 RE W 770 7 A9 — 1 3 I AR
(DMSO) i fift £ .1 0.007 g-100 g™, TATB
22 1R Vi e A HCORE ) 2 T I AS /D Bk R

N T U TATB 0 KG i 2 1k 3 B, BF 52 4 e ) 2%
T 2R R AR R . 26 B AR IR BT Schaffer® L
N, N-—H 3% B it i (DMF) 3% %, i A 315 LY
DMF #4145 CALAREXS 15 g (19 TATB #F 17 5 25 f 4l
fb, iR 75 A 80 LN B #F 47T Vi ¥ o 3L T DMF X Fli
L T 1 A ) 2 Ak i R AN 2 S O™ I A TR 9%
BRI RE T B AEEAR = & 2 W . J5 S iF 5T
S PR A R 6 TATB At HL A 8 v i i M k0 3R LA
W BR R A R VA 700 HEAT TATB BOAS il 4l 112, sk, ok
i R HL A e SR bk e difb i R S B B
TATB 40 F & AE B AR A REAT R T 4l i (4l i 24
K 96%) o TAFE R, BN Ak 0 AR 19 B TR S R T
WF 5 N B 6, OF 2% B0l B8 7 W MORS ) 4 Ak
TATB!™ . SRIMT, B F W AR 2 R T X TATB Y ¥ it 14
322 (<0.5%) , 75 BN E 90 CLL A A B T TATB
By i A iF 7T H E R IR B S B TATB 20 i 4l
JEFBE . S0, B TR R A ER PR
T B F AR AE TATB K il 4l 4k 75 i 6 )3z 1 J .
b, R R RN LR R kR Ak vk
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FHTF TATB B 4E 5 & .

AR5 R 4 K N 5 TATB B 397 509 300 T & B 5%
IR % T X TATB B A K G 7 i P B 0 37 8 7% 79
(CS-1) iz 7 % TATB H A ¥ fi P &1 (25 °C I fi
J¥3.43 g-100 g7) \Hi E (K (<0.02 Pa-s) JRAAE &%
IR Ry i P TATB RS il 40 £k e it , A
WF 58 % F) I CS-1 4 R TATB 09 I ff 15 55, JF e 3k
CS-1/7K %5 WA F2 19 I 22 BV 19 TATB K il 2l AL i 5%
H 58T alifbad B A O S X TATB 400 /9 52 0, R AE
T TATB W26 B A8 4 5 2% B = W), JFWES9E 1 TATB (9 46
b 8h 712 5 ali Ak AL

1 SCIGHERS

1.1 XA SEE

R 1,3,5-= & H-2,4,6- =K (TATB) , 4l
J#97.2%, A il s TATB AR 9 0, V8 % 3T AR Ak 24 0F 52
Bt s CS-1 % 7, 2 2% SCik'" | s & BE R, 4 b 4t
(99% ), LB T A b BHEE ey A PR A W) 5 T 3k 51k
B BB 98% , g BTHL T A AL BB B A BR A 5 —
I AR, €033 20, B T RH B2 A2 i A BR 2 ) s B 4k
i [E MERCK A H] Millipore-Q &4t .

ALHS - o K- (XPE26) , M 45 -4 F 2 b [ F
A B2 W) 5 % 77 Im A 2% (IKA RCT) , f8 [E IKA 2
Al 5 B0 HL(Z306) , 78 Hermle 24 & 5 H.25 ¥ Uk
T HL (FREEZONE 4.5LITER) , 3% [® Labconco /A 7l ;
Has g4 (VD23) , 8 [F Binder 23 5] 5 X 5 280y K 7 5
X (D8 Advance) , 7% [E Bruker 2\ 7] ; & HL M- 75 #2414
4% 1% (Nicolet 6700), 2 [# Thermo Fisher Scientific
o8 w] s R A R MR AL (STA 449C) , {8 5] NETZSCH 72
H) 5 4l K L (Millipore-Q &4t ) , 18 5 MERCK A 5
T AT T AL (LC 20A) , H A B 18 w5 0 3h %
(LEAD-2) , {2 % 22 M fE i 2 A PR W) 5 5 40 W] WL 21
SN 6 i (carry 5000) , % HEAE B A7 BR 28 7 5 8
15 A0 AH - 43 B 3 56 A (Ulitimate 3000-Q Exac-
tive Plus) , 2% [E Thermo Fisher Scientific 2 &) ; B+ 4,
1% 1% (Metrohm 883) , #ij - Metrohm A &l ; % & T &
635X (Optima 8000) , 2 [H PerkinElmer Ky A FR
NCI
1.2 CS-1BFIRH &

FRAE 2 2% SCHRY 7 5 CS-1 % . B T IR AL B
20 B Mz ¥ BR BE JR 1L 2.5 1 20 5 i A #] 500 mL BE AR
H, AR 90 CH IR G, 30 min J5 B I BH I
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A S S 8 0E R R CS-1 R, BLA
500 mL 37 5 b % R A, T B BT M Ak R TR
T IR 220 TATB 4lifb 525 .
1.3 TATBEHl 4t ik e

(D) AT 24k 7 2% 55 - FRER 0.33 g /9 TATB T
10 mL Y CS-1 %5580 i, 58 o i b, il FL 58 2 i, R
VR -AE A R X TATB A7 2l 4k, HARG 72 ofF 1R
V2% 1% T N E O LK b REUOE S AT R &ad g
Ve TR IS A R 4 b i TATB. oAk, b 2R S A6 B
AT TATB By gl fb S2 40, HAK o 72 . 7 TATB WA T
CS-T1 e g gk 218 m A Bk, 7 D0 TE
Fo AT R Zat g VRV TR S 15 B 44k 1) TATB.

(2) 4k 55 18 1 AR A F 5T - 76 ff a8 2l Ak J7 3k 1Y 3
fili b i — 2 X alifb S5 R b AT TR AL B A T Al
K T B S KT 0 R VR IR TATB T 7
K ESHOT TATB 4% 1952 0, S S5 1 iR .
ARG 7 A TATB I CS-1 WP imA 1.0, 1.5,
2.0,2.5,3.0 mL Ay HE 2liK , fF & K8 5 0 10%,
15%,20% ,25% ,30% , % %<8 2l 7K /) FH 2 % TATB 46
b 7= W 1 2 3 R T A6 A S i) 5 422 3, 0 Ak B 4l 7k ]
(L 1, 25 5 2l K R R AR (40 1.0,1.25,
1.50,3.0,6.0 mL-min™") X} TATB 4li {k ;= ¥ 11 2l & %
I 5 2 1) 5 ), LA 3R AR SR A 100 R n B % 55 A A P R
VB TATB 4lifb 52 i f TATB U vE i 4E F &
A 10 mLEE 26K (9 8.0 8 h e 8 75 A Bk % L 4
[N e E LN o =S R AN ot R I -
BEE 10 R LIS 2 R R 5 L 5 48 TATB 4l Ak ™
W) T 7 5, R AT UA B Qi BE - 80 °C L Bif
6] :4 h) & TR E . -84 °C WA : 24 h) BT
J FIVREAE I PR 45 A B = FPOR R 4 X TATB 4l
JEE B RT3 1) 52 )

(3)TATB 4l B 43 i ik : 0 7 50 Hf TATB 7= 4 1)

E NI R YNE S

Table 1 The parameters of purification experiments
water dropping .
. washing )
experiments content rate . drying method
ime
/ % / mL-min”'
10 1.0 1 et
eating dryin
15 1.25 2 s aving
experiment 20 1.5 4 )
freeze drying
parameters 25 3.0 6
30 6.0 8 freeze drying and
— — 10 heating drying
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FE T 4% 07 R TATB B 8 4l 4k 0y 1 5 ML 8

afi AR AL, LA TATBARHEY) 5T 2 FL L R H e OBAH €
B (HPLC) B M 1 %) TATB 4l 4k 77 ¥y 4 4l B k17
SN FLUREE R BREUAR [H] 53 5 Y TATB A i 4 I
(4334 (3.6+0.1) mg.(4.10.1) mg.(4.6+0.1) mg)
T 100 mL AR 28 50, FH T & 57 TATB 46 B 43 4 (9 4
WE TR 28 5 BRI TATB B i 4.0~4.5 mg TATB £
a7 100 mL 25 S, T 450 00 R 1 2 B 003k 7 |
WARH A 100 mL DMSO, & A k7 2 52 &%
fiff, 2 AR S8 ROE AL 42 0.45 wm 19 8 BRI 08 IS
#EHPLC 4381 o 3% 3 B 2511 Ry - 835 Ay ZORBAX
SB-phenyl(5 um,4.6X250 mm) ; # i 30 °C; i {4
FR:5.0 wbl; 3 : 1.0 mL-min™ s K 3 K : 354 nm; i
AN O K=60:40(v: v) , A%/ B B E] 8 min, {4
T I 4 B8 IF 1) 9 4.569 min. R JH A bR k% TATB Y
4l JEHEAT TR AT DL TATB A o 9 50 0 00 O 6% A A

HPLC g o £ Ry 90 A6 A, 22 il B o 1l 26, TATB £ 5 19

ali J5 i A (D) A aT A

c=" % 100% (1)
m

A, o TATBFE G I 215 | % 5 m o b A o il 2155
JIT AR S TATB B9 5T &, mg; m S BRI TATB A i 19
JiH, mg.

(4)TATB gl fb 7= ¥ 1 L AF - R T 20 A TATB 19 45
S A B, X TATB J5URLFL ™ 4 BEAT T 48 L i 25 46
21 786 3% (FT-IR) LK K X 8 26 777 81 (P-XRD) F 4F .
FT-IR B9 251 0 - 43 BEF 4.0 ecm™, R 475 [l 4 400~
4000 cm™ . P-XRD HAKZ A : HI Cu Ko 2 46 515
TE H R L 23 51 R 40 kV R 40 mA, 26 5 il 10°~
50°, L 0.02°8 2 K F1 0.1 s 47148 3 B, %HAE S HEAT
o [, N T X TATB 44k Fi e i 0k RE A2 1k, 2R
FH 2% 7% 34 B 4 (DSC) XF TATB B i 28 47 I 22, H 4K
SR AR K 30 mL-minT 1Y N, 50 T, 7E 50~
500 °C ¥ BE VS B N LA 10 Kemin™ Fh i i 8 4 S 2k 47

(5)TATB 2= i 70 AT 52 4« oy 1 %5 48 TATB 2k i
T B R AR A R AR | b 2% A5 T AL B AR A O = R
b, R B F i 2 (1C) % TATB gl Ak = 34743 Hr . Il
A O3 A A Metrosep A Supp 7-250/4.0, i 3 A
4.7 mmol-L™' ) Na,CO, W , it # 4 0.7 mL-min™',
PEFERFR 20 plo

K FH % B T AO6 3 ¥ (ICP) 43 B TATB 4l b i 72
TR B A RS G JE A T e AR U R S
BT EE 15 L-min™ BB &M 0.5 Lemin™,
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EALRE A H 0.8 L-min™, SH TN 2 H 1300 W,

T RAE TATB 4lifb J5 5% B8 3% 77 K oAb/ WL
o, TR RO AE RS- A B T R B R
(UPLC-HRMS) X} TATB Zlifb 7= ¥y 47 7 00 5 o I3k
2 KRR 24 BB W (APCL) |, 4 1E 68 1 ] Bk
frH i, B IR E R 320 °C, SR BGE E R
350 °C, #f SR Bl <3 Ry sl AR, T 4 A R
30L-min”' 18 L-min™',

H ARG TATB 8% B K 43 DL M 45 B LY n &
i, S GIB=772.A 1997 J5%: 102.1, % TATB #47
o MRS B0 g TATB Tilia#b45 vh 76 70 °CF
Mt 4.0 h, BR80T 5 09 3 AR PR AR 5
R G
1.4 A ERXESTEERITE

FRHL0.5350 g TATB, il A 20 mL [ CS-1 %, 7
S EEPE IS LS 2 R . AR R 1.5 mLeminT Y
B N TATB W, N O s FF IR & 10 s W I e
o TATB (99 B2 A2 4, SR JH 58 1 56385 43 B W TATB (1)
58 A O 1k B e R W W AR AR, B 200 s 58 B 4l 1k

£ X TATB 4li fb i #2 B8 115, >R H Gaussian09
AL AE M062X/6-311++G (d, p) /K F F X TATB 5
VR ) 25 5 W 5 A HEAT O AR R SR AR AL S 4
FTC R . B T RAL IS 2455 W A5 He B T PSI4 B 7
SAPT2+/aug-cc-pVDZ K ¥ F it 58 CS-1 % # 5
TATB .H,O Z [H] #1725 A R0

2 HR5WiE

2.1 TATBA{L k%%

TATB 2l b 75 Sy 28 51 15 00 05 ik - P J 45 A b 1 |1
b AR AN [ Y B 2 R AR T I TATB i AR 3R B
HEKRFEW o N, ABFFE LA CS-1 1 i, X %
Z2 7N [A) Y B 45 BT 1 O 3R X TATB 4l Ak 2808 1 5%
WAl o TS, SR FH A% G0 0 U R0 -l 3 R0 9 X TATB i#E 47 46
o, BRI R B 1a s . ek TATB I T CS-1 %
T P 32 T M S 28 Kk ) e 4l K rh WSO AT R Y
ANEYIF AW T IR E . 4 Likaifh
J& . TATB 4l £ )\ 97.2% 3 & 97.6%, 4l FE (L4 T+ T
0.4% , 4lifb BRI RNB B . N alifb B - 17 2 47,
WF ST IS 0] -AE 5 700 1 2 TATB I VR PR 1 55 28 K
K, X5 3 TATB B A 1Y (] B 25 e 45 I )

JIE AL UvE , dEmisZm] T TATB A4 b 3R .
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TATB is soluble
in CS-1 solvent

solvent-non solventv
method |

| )
[ o
[é%e] @0
(1Y) (1Y}
aqueous solution TATB precipitated

a. solvent-non solvent method

B PR Ay vk r R A
Fig.1 The process of two purification methods

2t — W58 A B, CS-1 3 X TATB #4934 5
SR8 Al K 52, A > R 2l K RE AT R A
TATB (1 35 fiff JBE A1 A 52 e A ) 50 9 95 Ak 52, ok iy 2
BLTATB 5 H Al ¥ o 1) A 28000 1 0 kT I — R AR, A
MR $ 7 6 T S A B0 BB B TATB alif J7 3%, B
PRI b R . 75 TATB I T CS-1 35 , K i 4l
K G2 T N W R TATB A I ik J3E K e 5 A1 A7
Hh T HE A 4 B AT B A CS-1 3 50 v 3 3 S T A B 2
Ji AT TATB S 52 B TATB 55 2% J5t A 18 2 43 B, 11
ETATB ULIEWIIF 22 e i T8 J5 1T 15 3] TATB 44k )™
Yy o i i sl R S B e Bl i B AR MO sl A S TATB
M4 97.2% $2 T+ %8 97.9% , 4l AL BUR W b bf 1%
GE R AR R R o AT L B T CS-1 I R Y S AR
X TATB HAT HEAF A9 i AL R , 0 TATB J 22 A il
At A BasE 1 Al
2.2 AEIALEHIMRL
2.2.1 B4k & X 4 R0

BE TR AR IO X TATB 1 Ak, 8 417K i 35 i 4
X TATB i i o B A7 52 22 820, 2 1 32 1) TATB 4l {67

100 100
——yield
981 98.0% purlty
. - 98
s 964 95.3% =
= &
= 944 % I
924
F94
90

1.0 15 2.0 25 3.0
the content of water / mL

a. water content

2 AR K I L 0 A TATB [0 5 38 40 1) 52 1

aqueous solution

back-extraction method

TATB precipitated

TATB is soluble
in CS-1 solvent

b. back-extraction method

YRy e S R . SR i ST T 4l K AE b B AR EL
B 4 TATB glifb i FE pg & . W&l 2a iR, bl
5 HR Al K R S, TATB i [8] Wi 5t i =2 386
H2l B e 3 hn J5 BE AR . 4 &4 1.5 mLAF, CS-1 9%
F b K B3R 15% , It I TATB 4l 4k 7 4 1% 2 B o &
(4 98.0%) , IR H 95.3% , ixX 3= B K A 4li 7k
TN R D R AR G R R TATB UUIEHT AN 43,
T TATB 2l Ak 1] Wi SR AR . > 8 4l K 0 ik A &2
B, 2 63 AT JEE b 2 T 1 0 i R U 55 4% O ) 2 BRUBOR
fili /b f 2% T B TATB — 2 A7 5, AT B AIK TATB #1946
BE L YK I Y 1.5 mLA, TATB 3 B 55 [ i
RE e g I, e 1.5 mLAEN TATB 4fifk i #&
Al e
2.2.2 B 4K N R R T 4 A 2N

KA S TATB glifb o B rpriy — A F 2N E
T 0 R 4 X TATB 9 40 B 3 il — e s . M ik,
25 52T M Al K T N S TATB 40 i 52 g . n
B 2b fif 7, Bifi 35 1 0 o S ER, TATB 19 40 J32 1 ] i 2%
PIBE Z S B 5 BEAR . S e 28 1.5 mL-min™

100 . 100
98.3% —— yield
d ) —=— purity
98 = Lo
o 961 95.2% e =
£ 9 &
= 094 a
92 r94
920 v v y —92
0.0 1.5 3.0 45 6.0

the dropping rate of water / mL-min”

b. dropping rate

Fig.2 The effect of water content and dropping rate on the yield and purity of TATB
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FE T 4% 07 R TATB B 8 4l 4k 0y 1 5 ML 8

5

i, TATB A9 4f FE A0 I8l i 5 &% &, 43 5 4 98.3% Fl
95.2% o 3K 2 R A i i P, 25 B TATB B %
b PR, X S At 2 JoT 1Y) s A AR R e 55 L a2 S B0 CS-1
TR DA S HAth 2 Jo 9 e 2l 7 TATB B i L 0 i L 52
M) TATB (9 gl fb 20 o Db A, 2k DR i 8 o o 38 25 5
R TATB ANHE LI BT s, BEAIR TATB A9 [T
U, BEHE 1.5 mL-min™ fE 8 TATB 4li b o 7 i 4l K
OB EERT D) /IEr
2.2.3  BEFERE G ERNR

CS-1 M BA B Tk R, B e TATB #r
Hh 2ok R AR B CS-1 3 7 AT SR A K e v R DA
IR 25 TATB (9 465 . % T TATB 2lifk i 2 19 Uk %
UH S 2 B TATB (1 465 B2 A DR P 9 1 Uk i
WX TATB 4B AL 1Y 8 0 5% e . 4 1 3 TR,
TATB 1) 21 i B 25 V5 ¥ U8R 385 g 38 i, {5 [ i
REIEALEH . YRS 6 I, TATB Y 4l B ik
99.2%, 1YLk 94.7% 4k L2 34 Nk B Ik KL, TATB
A oK WA A . X R 6 IRBEH S, TATB
BRE CS-1IRFI B4 2Bk . IRIL, SR 8% 6 IR1E
h TATB &fi b o 2 1 fe A4 R A UK

100

99.2% 100
98+

198
961

yield / %
purity / %

94

1 ——yield ko4
92 —=—purity
v v v —07
03 7 5 § 1
the washing time

3 A KPR SR BN TATB [l Wi 25 F 4l i 1 5% e
Fig.3 The effect of the washing times on the yield and purity
of TATB

2.2.4 TATBFEFENAERZ I

TATB £ 2l K Uk i Ja & A R &Ko, & 2 T 1%
AEBRDIBR 2SR K R TATB 4 . HEr, 2 8A
PP T B BR K 5, — SR b4 T8, R R T8
MU, T A TR R R TR R T
T F0RL A T A 5 S (0 = Fh Oy B % TATB 46 )% 19 52
Wi Gn 4 BT R, R VR R TR ATRL AR TR AR 455 1Y
J5 45 B TATB 26 5 fe i/, 8 99.7% , LI 3 24
92.5% . AT & B, HEAE T 2 2l o L R BR K,
HOF] BR 2% TATB 3K T 0% K &8 43 7K 43, (B ) P 5% B2
KA L BRBCRAAE . W0 TR TR E T
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K HE TR Y JE L, TATB UKL A 35 1) 7K 43 L BE A 5K
KBk 8 v R TR MVHE RS TR AN A5 A 9 O Ui AT
R K, TATB UKL A A1 5k B2 K 23 2 ml LA 8% 2 B, it
M ARAT 20 9 TATB =4 o It R Uk TR 5
HERE 1 AR 25 5 10 T R AR O TATB 4l 4k 19 d5 4 BR 7K
Jiike

ﬂ,, yield 99.7%
1004 £ purity
A7 v
Z Z
% 7/ 7
7, 7
=3 - S
o 7 7
h=} 7 17
2 9 Z % W77/
Z 92.5% 27
921 7 7 %
74 7
'
777

90 - -~
heating-drying  freeze-drying freeze-drying

and heating-drying
4 U U0 TATB A1 R4l B 1) 5%
Fig.4 The effect of different drying methods on the yield and
purity of TATB

2.2.5 AEHEULFTEITLE

R ST R AR AU X TATB #E47
4 Ak, 1% 2 1 TATB 46 )% 24 (99.7+0.2) % , [l i 3y
92.5%, i5 ¥ TATB 45 Ui ¥ BT (4 26 3 225K (4 i >
99.5%) , JF¥ % 07 1 5 M € GE 945 SR R Uk
BRERVE (B F MR IR A AT T B, 25 Rk 2 i .

Y 28 2 R, AR 5 1 0 R0 O 5 G v Rk Y
10% , Ye e T HT 2l K AU N IR, B g @ 300 . 55
Ab 2 TR AR IR AR A AL L 4 IRV I RE RE X [
M, BEETE NRIME., B2 AR BINWE T HT
CS-1 3 5 A 2 A B0 T TATB iy lifb , oA 4 1R fif
il SRR R Al s R, T T Al
JE TATB 119 i £ 7 5%
2.3 YIRS

R4 TATB &l 1k 7= ¥ 19 4l 2 nT A1, TATB 5 A
0.3% W44 o AUk, JF— 4 X TATB 4lifk 7= ¥ 1) 4% it
F e S AT T M. TATB 4lifh 7= 4 vh ml BE (19 4%
JT AT TR I A 2% T AT HIL 2% T B R R
KAy A5 . e, SR IC X AT RE VS K B R AR (SO,) |
HIR A (NO,) VR (NO, ) & & F (CIN) & it
77501 W 5a iR, B 7 @0 o fr 45 ] %2R
TATB =¥ v AE 78 /0 & 1 CIP Al SO, Ho & & 73 3l hy
0.015% 1 0.013% , i $& Z% J5i 7] fig i T TATB ) & 1l
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T2 ARFEEEG T TATB i fb () 0CR X L

Table 2 Comparison of our method and traditional methods for the purification of TATB

solvent type solvent dosage / mL-g™'  washing solvent type

purification temperature / °C purity of TATB / %  Ref.

DMSO 147 —

DMF 347 acetone

H,S0, 20 water

[Bmim]Cl 108 acetone and water
[Emim] Ac 162 water

DMSO-EMImOACc 40 water and MeOH

145 99.5 [8]
145 99.98 [9]
25 ~99.6 [10]
145 — [14]
90 — [16]
50 — [15]
25 99.7+0.2 this work

CS-1 30.4 water
8
——TATB
—blank
6_
E S0
& 41 cl :
=%
2 A
S 27
&
U-

2 4 6 8 10 20 2 24 2

retention time / min
a. IC
180+
150+
£
(=%
S 120
g
£ 901
3
2 60
304
0_

Ni  Cu Mg Cr Mn Fe Zn

b. metal elements

5 TATB ¥ 2% it 7 e
Fig.5 The analysis of impurities of TATB product

AR A, SR ICP X TATB 4lifb 7= ¥ sh 4% (Zn) Bk
(Fe) i (Mn) (4% (Cr) JBE (Mg) il (Cu) VB (NI) 55 4
JE& A AT T 4007, 45 SR W& 5b TR o 45 WoR Bk
B A AR (0.018%) , HHKGZHFIC K (0.006%) , 11
oA 43 Jm A BT % 1 W AR AR . KAk, BT UPLC-HRMS
ST TATB 44k =¥ v CS-1 %5577 5% B8 1% i L K H A
AL BT & i AE B, 45 R R K B (Y CS-1 ¥ 5 RN
HAaG YL . )5, R GJB 772A-1997 J7 ik #r
T TATB &b ™= ¥y v ) 5% B2 7K 43, BiF 5%k 0% B K 43
TN 0.23%, Sz i A4 8oy B Al R, TATB 4k
PR A A TN AR BA R K A3, HoAth 2% T Ry 2 e 1 JE
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HLES F 4 8 e 3R A5, oK DLW A 5k B8 o 5 S A A
ML o
2.4 @UFEMIRA

[ 5, X TATB 4l Ak 7™ 9 14 Ak 2% 25 k9 36 A7 T 3R AE
5#ih . B4, % FT-IR #1 P-XRD X} TATB J5 K}
(raw-TATB) Il TATB 4 £ 7 ¥ (purified-TATB) # 17
TR AT S R 6 B o AN TATB JRUkk DL Je
ali Ak 7= Wy 19 21 51 O 3 B X RE & IS T TATB 1Y K¢ 1k
W i i, Hovh 3323 em™ A 3225 ecm ™ g —NH,—fifi
i PR B 1%, 1568 cm™ i —NO, A X} i 45 4k 3 g
1223 em™ R —NO, Xt # 45 ¥k 3, 700 cm™ 2 —
NH,— [l &0 25 il 3% 2 0, 03 19 20 SRR AR 0 — 3. i
XRD [E AT UL, TATB 4l 1k 7 ) F TATB J5ip} i 3 2 405
S B AE 20 0 28.2°40 , BB T 4l fk o B2 TATB
St AT . A T RAR ALY, R
HPLC Xf Fb 43 #F T TATB 4lifk 7= ¥ Rl o 9 I A9 3%
AR AL . G 6c s, TATB 4fifk 7= ¥ e Ho b v 1) i
B €0 3% U6 {4 B B 18] 34 R 4.569 min, Ui BA 4l 4L [T S
TATB &5t K Z 252 . LAk, R DSC oY T 4l
16 HT 5 TATB A M 68 19 28 4k, W & 6d fr 7n , B4R
TATB 47 fift 5 5 A3 W Tl 1) B I, AL JEL 3 43 i 1L 47
ik 373.1 °C, R & dhi b ok 7 TATB A B A R 47
f R e e, o R SRR, R & CS-1 B
ai b, TATB AU (R F¢ T A B A b= 45k 5
PR
2.5 4 HIEHR

F TR TATB (9 gl Ak B 8, SR T 424 Wik
JEIE X TATB 4l Ak ik 72 5 W TATB ik B2 34T 1 55 i
W . B 7a~b AT %0, TATB 4l 4k 59 %) 46 B BE (10~
50 s), TATB A/ HAG 4 i Wk B 5 Bl o i Ak ok A 1) 2 47
(50~150 s), TATB ¥ & Pkl T [, iX 5 52 55 v TATB
K i 2l AT L 0 I — B0 A 2l Ak Y B S B BL (150~
200 s), TATB ¥ FE ¥ 717 , X £ W] TATB 2lifb 3 A58
N Lk
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Fig.6 Characterization of raw-TATB and purified-TATB
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Fig.7 The mechanism of TATB s purification
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W XF TATB [ (y) 5 1R () B A8 4E 6 R kAT T
MG 152 TATB AT A3 S A (WA (2)),
FANA TR A OE R B R=0.9965, #F ifif 14445 F1 X
BF ) Bt 9 TATB A7 if i 78 19 3l ) 2% % %0 (k)
0.02581 s,
y=-3.42 x 107x + 0.00429 (2)
A,y MIE P TATBYKE ,g-mL s x i TATB ¥ J¥ 748
A 7 A BSF ) s

B Akl o O T E Y T TATB 2l b it 72 b 4
F [E] U HIX) TATB 24k 19 52 ma L3R . A 3 PR
WF 28 & B, 3 700 H i P TATB (% 420 3 1 5 0k 1 T
JE % Zundel & W) [ TATB--F ], {2 T TATB 1Y %
fife7 FEARHEGE TAE R FRAT 32— 25 BR 713 T Zun-
del A W[ TATB---F [ AH B[] 45 4 8, F 5 TATB Y
I LA Y 45 A RE N —95.57 kJ-mol™ . fin A
aiK AT s A I L H,O ik SR HIZF U TATB--F ]
KA F RS EAAH,0 5 FZ MBS A
e N =149.65 kJ-mol™, & T [TATB---F |5 ¥
45 RE(-95.57 kJ-mol™) ., I, [TATB---F 1% &)
o P2 il ) TR HL,O 25 A R R R B ORI AR, 3
TATB 43 M Zundel £8 59 ORIl ok o #RE ik 1Y
TATB 73 il 2 AH B8] 1Y SV E TR A T H A i &
4% S BT TR TATB U it P KR B A, TATB UL
VE BT T Al 2 T DN B AR R R TR B R AR LA Y
H, B E 7¢ iR,

3 4

BEXT TATB (8RS i 2l A6 75 5K, LU CS-1 s 57 o 4l
K Ry BB F T3 T R A U Y TATB 44k Jr
W IR T A SRS Al Ab S5 R SR S Rl e BT B R
fIE T TATB 4l k7= 4 19 25 ¥ FN 4% 5, e &S 8 T %
TATB A il 2lifk , BARZ5 8 F .

(1) 38 3 f Y CS-1 % 55 %5 % TATB, /1A 15%
)R 40 7K, R 9 R K Y T 0 S W1 S TATB Wi iE
BT, T 2% o 4 s A6 B2 9 b, 0 T S B TATB 9K
Hlalifl, 468 (99.7+0.2) %, M 3K 92.5%.

(2) 2l Ak 7™ Wy 1) &5 A8 R 2% 53 43 B 45 SR o, 4lifb
J& TATB [ 45 # oK 52 52 w45 £ #5 R 45 /9 34 1 6k
(373.1 °C), HA WL & 4% % .

(3) 38 1 2R AN s A BT R T TATB
afi fb 1 2 B2 5 HL S, 4 ik P08 4l K 2F
[TATB--F 1%&Y e F, S5 TATB A &9 T & it
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W 4 45 DLk 52, TATB T 3E b7 L 32 1 ik 21 21 1k
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The Method and Mechanism of TATB Purification Based on Green Solvent

ZUO Yi-wen', CHEN Jian-bo?*, LIU Xiao-feng’, LIU Yu*, SUO Zhi-rong'
(1. School of Materials and Chemistry ; Southwest University of Science and Technology , Mianyang 621010, China; 2. Institute of Chemical Materials, CAEP,
Mianyang 621999, China)

Abstract: Traditional methods are difficult for the purification of TATB due to its poor solubility. Green deep eutectic solvent
(CS-1) displays good solubility toward TATB, so CS-1 was used as the solvent with water as back extractant to develop a new
purification method for TATB in this study. The difference between this method and other methods were investigated for the puri-
fication of TATB. Purification conditions including the amount of back extractant, washing times and drying methods were com-
prehensively optimized to improve the purity of TATB. Finally, a new method has been established for highly efficient separation
and green purification of TATB. Through this method, high-purity TATB was obtained with the purity of (99.7+£0.2)% and good
recovery of 92.5%. Further, spectroscopic monitoring was combined with theoretical simulation to study the kinetics of the purifi-
cation of TATB, and then a purification mechanism has been proposed, which is based on the dissociation of TATB’s complexes
through the competition of hydrogen bonding between CS-1 and water.

Key words: 1,3,5-triamino-2,4, 6-trinitrobenzene; green purification ; back-extraction; purification mechanism

CLC number: O657 Document code: A DOI: 10.11943/CJEM2024046
Grant support: the National Natural Science Foundation of China (No. 22275176), and the Innovation & Development Fund of
CAEP (No. CX20210028)

CHINESE JOURNAL OF ENERGETIC MATERIALS 2 A

o
Il

o XXXX HF & XX & HXX# (1-10)



10

ZEARSC, B Bl , XU, X1, 3 R

PRI S A L

99.7%
7> W v
///. '%‘Av "\__) ﬂ
il Green
= | purification ;| g
. /f
W__; %
Purity of
Dissolution of TATB Purificationand ~ TATB
in CS-1 solvent Precipitation of TATB

The back-extraction method based on green solvent (CS-1) has been developed to improve the purity of TATB because of the

good solubility of CS-1 toward TATB in this study. The purity of TATB is largely increased by using a small amount of CS-1

solvent at room temperature without heating. Meanwhile, the purification process is green, safe and efficient.
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