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DIANP. ( DMSO) .NaN, . HPLC YWG C18 (150 mm x4.6 mm 10 pm)
1 mL/min 230 nm. FeCl; pH2 ~3
460 nmo DIANP 97.8% ~100.9% RSD=1.2% (n=5) 1.5 mg/L
r=0.997 17 17 ~ 859 mg/L; DMSO 98.2% ~101.9% RSD =1.5% (n=5);
NaN, 98.9% ~100.5% RSD =0.6% (n=5) 1.5 mg/L r=0.999 1

5.7 ~57.0 mg/L 901 L/( mol * c¢m) o

10 657 CA 11671 =3206( 2011) 07 - 1282 - 04

Determination of the components in energetic azid wastewater

JIA Lin WANG Jing+ong GAO Fu-ei LAN Ying LIU Weixiao
( Xi” an Modern Chemistry Research Institute Xi’ an 710065 China)

Abstract: The method for determining the components in a energetic azid wastewater was established.
DIANP was determinated by HPLC with UV detection. The HPLC separation was performed on a YWG
C18 column( 150 mm x4.6 mm 10 pm) with methanol and water as the mobile phase at a flow rate of
1.0 mL/min. The detection wavelength were 230 nm. The spectrophotometer conditions were as follows:
FeCl, solution pH 2 ~3 the detection wavelength were 460 nm. The recovery of DIANP was 97. 8% ~
100.9% with a RSD of 1.2% (n =5) the limits of detection was 1.5 mg/L the linear range was 17 ~
859 mg/L. The recovery of DMSO was 98.2% ~101.9% with a RSD of 1.5% (n =5) . The recovery of
NaN; was 98.9% ~100.5% with a RSD of 0.6% ( n =5)
ear range was 5.7 ~57.0 mg/L the apparent absorptivity was 901 L/( mol®cm) at 460 nm. The method

the limits of detection was 1.5 mg/L the lin—

was applied to actual samples.

Key words: azid; wastewater; HPLC; spectrophotometer
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DIANP
DIANP.  DMSO.  NaN,
. DIANP —N, —NO,
HPLC 1, DMSO
DMSO HPLC
DMSO. N, ~ 0
1445 1648
NaN, o
N N HPLC N
NaN,.DMSO
1
1.1
DIANP DI-
ANP ; DIANP
5
HPLC 240 nm I (V/
V) =60/40 99.80%
. 0.05%; ;
0.22 pm ; N
\DMSO. ; NaN, =98% .
VARIAN ProStar 330
( DAD) ;722s °
1.2 HPLC
1.2.1 HPLC 230 nm YWG C18
(150 mm x4.6 mm 10 pm) 1 mL/min
5 uL 1.
1
Table 1 HPLC gradient program
/min Y
0.0 5:95
2.5 5:95
5.0 70 :30
10.0 70 30
1.2.2 1 cm

460 nm.
1.3 DIANP.DMSO

NaOH  10% HNO,

. DI-
ANP 0.07033 ¢ 100 mL
( DI-
ANP) DIANP . DMSO
1.6587 ¢ 100 mL
DMSO .
DIANP. DMSO

Jiwx_l

W BE
—=

i} [E)/min
1

Fig.1  Chromatograms of wastewater

1. 230 nm; 2. DMSO 230 nm;
3. DIANP 240 nm; 4. 240 nm;
A. DMSO; B. DIANP
1.4 NaN,

1.4.1 NaN; 30. 00 mg
100 mL NaN,
o FeCl; 0.2 ¢ 150 mL

25% HNO,
FeCl,
pH 1~2 FeCl, o 5
25 mL 2 mL FeCl,
0.5 12 3 5 mL NaN,
25 mL 5 min 23 mL
2 mL FeCl,
460 nm o Y (AU)
NaN, (mg/L) X  NaN,
1.4.2 NaOH
10% HNO, NaN,
o 25 mL 2 mL FeCl,
NaN, ( NaN,
NaN,
; NaN,
23 ml) 25 mL pH
2~3 5 min o
1.4.3 1 25 mL
2 mL pH 2~3 HNO, FeCl,
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1.4.2 5 min 460 nm. DMSO
1.4.4 NaN, 460 nm
NaN, NaN, 2.4 NaN;, .
NaN, . 2.4.1 NaN,
2 Y( AU) 25 mlL
NaN, (mg/L) X
Y=0.013 3X +0.009 5(r=0.999 1 n =5)
1 6
DIANP. NaN,.DMSO. DIANP. NaN, 901 L/(tmol « cm) 5.7~57.0 mg/Le
2.4.2 NaN,
DMSO NaN, 5
NaN, 98. 9%
o DiANp.  99-8% 100.5% 99.4% 100.2% .
DMSO 240 nm 2.4.3 15.03 mg NaN, NaN,
230 ’ 23 ml 25 ml, o mgz/L L FeCl
2.1 DIANP . m m N“‘N etls
2.1.1 DIANP A
1.4 mg/L,
DIANP HPLC
0.019 NaN, 1.5 mg/L
Y ( AU x msec)  DIANP
X (mg/L) Y =9.29 x °
10° x X +2. 12 x10°(n =5 r=0.997 7) 3
17 ~859 mg/L . HPLC DIANP
2.1.2 5  DIANP DIANP.DMSO. NaN, .
DIANP \ \ \
5 DIANP DIANP. NaN,
100. 0% 97.8% 98.7% 100.9% HPLC DMSO
99.0% . .
2.1.3 °
3 DIANP 1.5 mg/L
2.2 DMSO ! : I
2 1) :1049.
DMSO DMSO . 008 6(1) 1049
> DMSO J . 2005 28(4):45-51.
101. 2% 101. 9% 100. 7% 98. 2% 3 . N
99.2% . 2003( 1) : 5-8.
2.3 NaN, 4 .
N,” Fe'” J . 2008 28(4):
7275931.
H2~3 H
P P 5 .1 5- 3-
<2 pH >3
J. 2008 31(3):44-
o 2mLpH 1-~2 46
FeCl, ( HNO, ) 6 (13- 2- )
pH 2-~3, NaN, 19.6 mg/L J. 2008 31(2):86-
440 ~510 nm 10 nm 88.
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