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1.2

1.2.1
DB-35MS 30 mx 0.25 mm x 0.25 pym 250C 300°C 140°C 2
10°C /min
min 200°C 7min —>230°C 5 min 99.999 % 1.5 mL/min 38 cm/s
99.999% 60.0 ml./min 1 pl 0.75 min.
1.2.2
1.00 g 8mL 1:1 80°C
30 min 10 mL 3 min 4 000 r/min 5 min
10 mL 1 . 4mLO0.1mol/L K,CO,
3 min 4 000 r/min 3 min K, CO, 25 mL 4 mL K, CO;,
1 K, CO, K, CO, 0.2 mL 3 min
2.5 mL 2 10 mL 1 mL
Na, SO,
1.2.3
0.0500 ¢ 0.1 mol/L K, CO, 100 mL 500 prg/ml
4C . 125 10 50 100 400 500 pg/L.  PCP 1 mL
1.2.2 “ /PCP "
2
2.1
PCP PCP
PCP-OAc 1.
1.00E + 010 1
7x10°] 11,10 8.00E + 009 1
6x10° ] 6. 00E.+ 009 1
Sx10° ] ‘E SORE
_5 4x10° § 4. 00F + 009
& 3x10°] 2.00E + 009 1
2x10°] 0.00E + 009 1
X1 @ 1 12 3 4 0 100 200 300 400 500
Time./min PCP STD Concentratian/{jeg/L)
1 PCP 2 PCP
2.2 2 50018 j\
1 mg/L GC/MS | 0
2000 a cl
3 PCP- %
j Cl Cl
OAc. g 1500 I 26
2.3 1000
PCP 1
smq
95 13 165 7
2. . L f T
1 PCP n=8 50 100 150 200 250 300
/ pg/L 1 2 5 10 50 100 400 500
3 PCP-OAc

x 107 1.799 3.519 9.02 17.42 91.52 193.1 734.2 904.9

PCP

Y=1.818x 10" X + 1.706 x 10’

r=0.9999

0 ~ 500 pig/L.
X
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2.4
1.0 pg/kg 5 PCP 1.0 pg/kg 6 3.0 pg/ke 6
5.0 pg/kg 7 50.0 pg/kg 12 250.0 pg/kg 10 1.2.2
2.
2 PCP
/ pg/kg / pg/kg /% /% RSD/ %
1.0 0.8+0.1 68 ~92 78 10.2
3.0 2.3+0.2 69 ~ 87 71 8.5
5.0 4.6+0.3 85~97 92 3.5
50.0 48.7+2.9 90 ~ 106 97 5.2
250.0 245.6+£22.8 82~ 111 98 9.2
2.5
2.5.1
2002 12 1 12 8 12 15 12 22 2003 1 12
4 6 3.
1.23 pg/ke RSD  3.4% ~10.7% RSD
18.2%
2.5.2
10.0 pg/kg
4.
3 4
/ pg/kg
X +SD n RSD /% " / pe/ke / pe/ke
2002-12-01 1.02+0.04 4 3.4 10 9.6+0.8 16.7+1.1
2002-12-08 1.52+0.16 4 10.7 6 7.3+0.2 17.4+0.8
2002-12-15 1.40+0.05 4 3.6 6 7.2+0.5 16.1+1.9
2002-12-22 1.15+0.06 4 5.0 8.0+1.4 16.7+0.7
2003-01-12 1.04 £0.06 6 5.8 RSD 16.9% 4.2%
8.0+1.4 pg/kg RSD  16.9% 16.7+0.7
pe/kg RSD  4.2%.
2.6
2 0.5 pg/ke.
2.7
PCP 4 3
10 mL 2 98.58% ~ 98.83%
98.70% 2
3
80C 30 min
100 pL
200 pL
) 8 pH pH 10.5~11.5.
0.1 mol/L.  K,CO; pH
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Determination of Total Amount of Pentachlorophenol and Its Sodium Salt’ s

Residues in Muscle Tissues of Macrobrachium nipponensis and
Ctenopharyngodon idellus by Gas Chromatography

Fei Zhiliang' > Ge Jiachun® Wu Jun’ Huang Cheng’ Wu Guanghong’
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Abstract Residues of pentachlorophenol and its sodium salt in aquatic products were determined by gas chromatography. The
target compounds were first extracted with n-hexane in an acidic medium and then back extracted with potassium carbonate so-
lution. The extract was derivatized with acetic anhydride and the derivative was extracted with n-hexane. The micro-cell elec-
tron capture detector was used for the determination. The linear relation was good in the range of 0 ~ 500 pg/L with a correla-
tion coefficient of 0.999 9. The detection limit was 0.5 pg/kg. The recovery was 77% ~ 98 % when the fortification level was
1.0 3.0 5.0 50.0 and 250.0 pg/kg. The method is suitable for the determination of pentachlorophenol and its sodium salt
in aquatic products.
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