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Determination for Picric Acid in Water by GC
Deriving with Sodium Hypochlorite

LU Mei DING Chang-e¢hun
( Huaian Environmental Monitor Center Huaian Jiangsu 223001 China)

Abstract: A method was established for determining Picric Acid in water by GCECD. Picric acid in the
water was derivatized with sodium hypochlorite in 40 min and then extracted with n-Hexane in 5 min. Good line—
arity was obtained in range from 5. 00 pg/L to 100 pg/L detection limits 0.2 wg/L relative standard derivation
of blank duplicates 2.2%  spiked recoveries between 89.6% and 95.0% .

Key words: Picric acid; Deriving; Gas chromatography; Water quality

246- (
NO,CCl) -
N N o 2
NN / ( GC/MS) ',
° 4
) (GC) ( ECD)
1
2 221 e 11
( Agilent 6890N — |LECD
Y GB 3838 —2002) ]
o (M —8330 — ADD -3 100 mg/L):
A A A 22011 —02 —25; 2011 =10 - 19
. « D (19754)

Y GB/T 5750. 8 —2006)



24 1 . - 2012 2
/ ( 1:1): 2
10.0 mg/L 200 pL 30 min 3 4
100 mg/L 2 mL 60 min o & 100 pg/L
; ( ); ( ); 10 mL 25 mL
( ); o 2 mL
1.2 5 min, 10 min. 20 min. 40 min. 50 min. 60 min.
HP -5 (30.0 m x320 wm x1.00 pm) ; 80 min. 100 min, 2 mL
53.3 kPa; 200 C; 5 min o
10:1; wECD 300 C;
50 C 4 min 10 °C /min 150 C o .
2 min 30 °C /min 220 C; 1.
I L. 1 40 min
1.3 7 40 min ~ 100 min
1.3.1
10 mL 25 mL
2 mL o
40 min. 2 mL 5 min 40 min.
. 25
1.3.2 0 S
0 pL.5 pL. 10 plL.20 pL.50 pL. _Et g )
100 L 10. 0 mg/L 6 I
25 ml, 10 ml. N
0 pg/Ls5. 00 pg/Le 10. 0 pg/Ls 20. 0 pg/L. T W @ s e
50.0 pg/L.100 pg/L . .
1
. Fig.1 Deriving time and respond scatter plot curve
- 2.2
0 pg/L.5. 00 pg/L. 10. 0 pg/L.
2 20.0 pg/L. 50. 0 pg/L. 100 pg/L. 200 pg/Ls
21 500 pg/L.1 000 pg/L
) 3 10 mL o
) 5.00 pg/L~100 pg/L
. 4 0.999 ; 500 wg/L
. 0.995
’ ;
. 1 000 pg/L o
2 3 min. 3 300 pg/L
4 min ~5 min ~ 100 pg/L >
. 1 o
5 min.



24 1 2012 2
1 5
Table 1 ~ Working curve in 5 days 2, 50.0 pg/L 3,
R
y =220x - 560 0.999 3 2
y=215x-511 0.998 9 b2 T o
y=215x —463 0.999 0 able est results of precision and spiked recovery
y=221x - 550 0.999 1 RSD
y =218x - 505 0.999 4 p/(ug=L7") p/(ug=L7") 1% 1%
50.0 45.4 90.8 2.2
2.3 50.0 46.2 92.4
50.0 44.8 89.6
50.0 47.5 95.0
° 10 mL 50.0 46.3 92.6
1 wL 10.0 mg/L
7 5 4.007
3 4 b R
0.2 pg/Lo 2 1 pg/L £ 3
3 4 0.4 pg/Le & & l
1 |
ng/L J -
0 E 1 1 I i
° 0 2 4 6 8 10
2 4 t/ min
3 50.0 pg/L
2.20 pg/L 2.50 pg/Le Fig.3  Chromatogram of 50.0 pg/L spiked sample
2,
900
700 1 I
5 L 2000 12(1):14 - 17.
2 o500 b 4.007
= S0 r Ok 2 -GB/T
300 - n 5750. 8 -2006
100 4.~M- ‘ : —" S . 2006: 84 - 85.
0 | 2 4 5 6 7 3 _
t/ min
J.
2 2010 24(2) ;65 —68.
Fig.2 Chromatogram of samples 4
J. 2009 25(5) 147 —49.
2.5 5

20 km

2004 16( 1) : 17 -20.

11 3

www. jshb. gov. en

2012 -02 -01



