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200.0x10” 3S/N  0.077x107~0.69x107° 86.5 %~117.5 %

n=7 1.6 %~8.2 %

SIMULTANEOUS DETERMINATION OF 23 VOLATILE CHLORINATED
HYDROCARBONS AND BENZENE SERIES IN SOIL SAMPLES

LI Li-jun', HE Lian', BIAN Jing-hui*, SUN Ning’
1. Shenyang Institute of Geology and Mineral Resources, CGS, Shenyang 110032, China; 2. Shenyang Chemical Co. Ltd., Shenyang 110026, China

Abstract A method for simultaneous determination for 23 volatile chlorinated hydrocarbons and benzene series in soil
samples by gas chromatography-mass spectrometry GC-MS with purge and trap pretreatment is introduced. The
conditions of purge and trap, the qualification of GC-MS, and the centrifuge are confirmed. Under the best conditions, the
liner range of the standard curve is 0.32 — 200.0 pg/kg. The detection limits range of the method for the 23 volatile
organic compounds are 0.077 — 0.69 pg/kg. The average recoveries are 86.5% to 117.5%, with precision of 1.6% — 8.2%

n =7 . This fast and accurate method can be applied to determinate the 23 volatile organic compounds in batch soil
samples with satisfactory results.
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1.1
GC-MS DSQ Tekmar Stratum
AquateK 70
KQ5200E Anke TDL-5
23 VOCs
2000 pg/mL
4- 12— -D4 2000 pg/mL
2000 pg/mL.
1.2
2.0.5.0.10.0 pL.  10.0 pg/mL
23 VOCs 3.0.5.0.10.0.
20 pL. 100.0 pg/mL 23 VOCs
40 mL VOA
35 mL 1+1 30 min
10 min 3500 /s 5 min.

2x107.5%107°,10x107°.30x107.50x107,100x
107.200.0x107

1.4.1

1.3
1.3.1 -

40 ml/min
170 °C
215%C

150 C
1.3.2

VOCs

11 min 3#
200 C
400 ml/min
150 C.

VOCs

0.4 min

10 min

TR-5 ms
30 m x 0.25 mm x 0.25 wm 200 °C
20:1 1 mL/min
35C 4 min 8°C/min 150°C
260°C 3 min.
El 250°C
250C 3.0kV 45~300 amu/s
1.6 min.
1.4
3 2
1 N
2
1.4.1 1
1 10 mL 4
40 mL VOA
10¢g
25 mL
4°C 14 d
2
3
4 vocC
1.4.2 2
40 mL VOC
1
1.5

1.5.1
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10 min 3500 r/s 5 min
5 mL
5 mL
10.0 pg/L.
1.5.2
10.0g 40mL
35mL 4 1+1
10 min 1.4.1
NIST
7
2.1
34#
1/3
1,1-
0.4 min
10 min 400 mL/min.
2.2 -
2.2.1
30:1
30:1
22.2

Aqua 70

20pL 250 pg/L

10 min

20%

Tenax/ /

215C

10:1.20:1.

10:1
20:1

153
2.3
6 10g
25 mL 10 min
VOA
0.5.10.20.30.60 min
10 min
80%~120%.
10 min
24
2000.2500.3000.3500.5000 r/s
5000 r/s
3000 /s
3000 r/s
3500 1/s 5 min.
2.5

1

Table1 Linear ranges and detection limits of the method

0.45~200.0 0.20

1,1- 0.39~200.0 0.36
0.32~200.0 0.077

-1,2- 0.53~200.0 0.16
-1,2- 0.56~200.0 0.17
0.69~200.0 0.21

1,1,1- 1.25~200.0 0.38
1,2- 0.43~200.0 0.13
1.09~200.0 0.33

1.39~200.0 0.42

1,2- 0.86~200.0 0.26
0.50~200.0 0.15

1,1,2- 0.89~200.0 0.27
0.40~200.0 0.12

2.28~~200.0 0.69

0.69~200.0 0.21

0.92~200.0 0.28

1.02~200.0 0.31

0.63~200.0 0.19

+ - 0.36~200.0 0.11
0.46~200.0 0.14

0.40~200.0 0.12

10° . n=7
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70 %~130 %
1 3.
2.6 3
Table 3 Analysis results of the samples
3S/N 0.25x107~200.0x107 ) N
3S/N <0.20 <0.20 <0.20
0.077x107~0.69x107°. 1. L,1- <0.36 <0.36 <0.36
27 <0.077 0.91 0.92
-1,2- <0.16 0.57 0.62
-1,2- <0.17 <0.17 <0.17
<0.21 0.95 1.22
86.5 %~117.5 % 1,1,1- <0.38 <0.38 <0.38
n=1  1.6%~82% . 2. b o 022 023
<0.33 <<0.33 <0.33
238 <0.42 <0.42 <0.42
1,2- <<0.26 1.50 1.48
4— 1.2 _D4 <0.15 <0.15 <0.15
1,1,2- <0.27 <0.27 <0.27
2 <0.12 <<0.12 <<0.12
Table2 Recovery and precision of the method <0.69 <0.69 <0.69
<0.21 3.67 3.95
10, TSD/% <o0.11 <0.11 <o0.11
<0.20 <0.20 2.0 2.04 102.0 4.0 <028 0.79 0.88
1,1- <0.36 <0.36 2.0 2.02 101.0 4.6 <031 2.22 2.16
<<0.077 1.08 2.0 3.36 114.0 3.0 =019 1.04 0.98
-1,2- <0.16 <0.16 2.0 206  103.0 3.1 T =ot 174 168
-1,2- <0.17 <0.17 2.0 1.98 99.0 2.9 <014 0.41 0.44
<0.21 127 20 343 108.0 4.5 _ =012 0.73 0.7
1,1,1- <038 <038 2.0 201 1005 44 10”
1,2- <0.13 <0.13 2.0 2.08 104.0 2.2
<0.33 <033 2.0 1.93 96.5 3.9 3
<0.42 <0.42 20 205 102.5 4.8 — - 23
1,2- <0.26 <0.26 2.0 2.11 105.5 6.2
<0.15 <0.15 2.0 2.09 104.5 3.0
1,1,2- <0.27 <0.27 2.0 212 106.0 3.0 ’ ®
<0.12 <0.12 2.0 1.89 94.5 32
<0.69 <0.69 2.0 1.73 86.5 8.2
<0.21 3.66 2.0 5.61 97.5 3.8
SO =00 20209 1023 1 1 EPA Method 5035. Closed-system purge and trap and extraction for
<0.28 2.81 2.0 5.03 111.0 3.5
<031 <03l 2.0 235 1175 31 volatile organics in soil and waste samples S .
<0.19 <0.19 2.0 2.12 106.0 2.1 2 ’ B /
T <011 <0.11 40 407  101.8 22 I 2008 27 6 :413—417.
<0.14 <014 2.0 207  103.5 1.6 3
- <0.12 <0.12 2.0 2.08  104.0 2.1 I 2009 28 8 :32—35.
4 . B - GC/MS T

10° .n=T7.
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Fig. 1 TIC for soil standard samples
11 W 7 ( numbers of the peaks ) : 1—5{ 2.4 (vinyl chloride ); 2— 1,1- —${ Z 4% ( 1,1-dichloroethene ); 3— S H! £ ( methylane chloride ); 4—/iil ~1,2-

T 24 (1,2-dichloroethene [E ]); 5—/% -1,2- —$ Z.#(1,2-dichloroethene [ Z]); 6—5 {}j (chloroform ); 7— 1,1,1- =8 Z4E(1,1,1-
trichloroethane ); 8— 1,2— — 4 Z. %% (1,2-dichloroethane ); 9— U 58 1k % ( carbon tetrachloride ); 10—2 ( benzene ); 11— (fluorobenzene ); 12— =4 7.
J# (trichloroethene ); 13— 1,2— (P %E( 1,2-dichlorpropane ): 14—R — 5 H 15¢ (bromodichloromethane ); 15— % (toluene ); 16—1,1,2- =4 Z.5E(1,1,2-
trichloroethane ); 17—9 48 Z. % ( tetrachloroethene ); 18— 7% & 1 45 ( dibromochlormethane ); 19—, ( ethylbenezene ); 20— p/m— —H #( 1 3-xylene 1.4-
xylene); 21— o~ —HI#E (1,2-xylene); 22— 42 4 (styrene); 23—i81/j (bromoform ); 24— 4— JH#H A (bromofluorohenzene ); 25—1,2—- — (4 -D4 (1,2-
dichlorobenzene-D4 )



