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10 mL 0.5 mol/L. KOH 150 mL
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BSTFA-TMCS 60 °C 40 min " .
3.2
(251020 50 100 200 pg/L)
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Table 1 Regression equations and corretation coefficient
Analvtes Regression Correlation Linearity range  Retention time  Qualitive ion Quantitive ion
nalytes equations coefficient (pg/L) ( min) (m/z) (m/z)
3- -PCB101 _
3.0H2 2° 4° 5 5°PeCB y=18.0x -87.2 0.997 2 ~200 17.90 399 401 414
4-  PCBII2 N
4-0H2" 3 3 4° 5 PeCB y=11.8x -6 0.999 2 ~200 19.70 399 401 414
4-  PCBI0G ~
4-0H2" 3 3° 56°PeCB y=18.2x-49.8 0.998 2 ~200 21.91 399 401 414
x ( Concentration) pg/L; y: ( The peak height abundance of hydroxyPCBs derivatives) Hz.
A B
! 1
3 3
2 2
4.0 8.0 12.0 16.0 20.0 24.0 4.0 8.0 12.0 16.0 20.0 24.0
#/min /min
120 pg/kg (A) (B)
Fig.1 Chromatography of mouse muscle blood( A) and Musscle ( B) at spiked level of 20pg/kg
1. 3- PCB101(3-OH2 2° 4”5 5°PeCB); . 4- PCB112(4-0H2" 3 3” 4° 5 PeCB) ; 3. 4- -
PCB106(4-OH2" 3 3 5°6"PeCB) .
2 2 ne/kg
Table 2 Recoveries results of hydroxyPCBs in mouse muscle and blood at spiked level of 2jug/kg
Muscle Blood
Analytes
Recovery (%) RSD (%) Recovery (%) RSD (%)
3- -PCB101
30H2 2 4° 5 5°PeCB 101.0 8.9 113.2 7.0
4- -PCBI112
4-0H2" 3 3" 4 5°PeCB 5.7 1.9 5.7 1.3
4- PCB106
4-0H2" 3 3" 5°6°PeCB 761 18 74.3 3-2
3.3
PCB 101 3-  PCBIOI . 10 mg/kg
3
3
Table 3 Concentrations of 2 2° 4° 5 5°—PeCB and its metabolites in mouse tissues
3- -PCBI101 3- -PCB101
PCB101 >4 . PCB101 P .
- 227 4" 5 5—PeCB 3-hydroxy2 2745 5- i 227 4- 5 5—PeCB 3-hydroxy2 274”5 5-
issues (pele) PeCB Tissues (pele) PeCB
° (ne/s) (pg/e)
Heart 8.3~11.8 0~0.04 Kidney 14.2~35.8 0.004 ~0.08
Liver 9.2~26.1 0.16 ~1.16 Stomach 23.1~34.1 0.1~3.43
Spleen 8.5~13.8 0~0.08 Blood 1.28 ~1.41 0.036 ~0.052
Lung 12.7 ~19.2 0.03 ~0.17 Muscle 5.13~8.23 0.002 ~0.007
H,S0, 0.5 mol/L KOH
PCB101( 10 mg/ke) 3= PCBIOI .
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Determination of Hydroxylated Polychlorinated Biphenyls in Mouse
Tissues and Blood by Gas Chromatography/Mass Spectrometry

SHI YongFu' LIN Hong' HUANG Dong-Mei® Gong Qian' CAI You-Qiong > WANG Yuan® QIAN Bei-Lei’
" ( College of Food Science and Engineering Ocean University of China Qingdao 266003)
* ( Fishery Products Quality Inspection and Test Centre( Shanghai) ~ Ministry of Agriculture of China
East China Sea Fishery Research Institute Chinese Academy of Fishery Sciences Shanghai 200090)

Abstract A method has been established to determine three hydroxylated metabolites of polychlorinated
biphenyls( PCBs) in mouse muscle and blood by GC/MS. Target compouds were extracted by using hexane—
ethyl acetate as extracting solvents( 1:1 V/V). To obtain satisfactory peak shape and separation efficiency
sulfuric acid and alkaline stripping solution were used to remove the impurities. Derivatizing reagent was N O—
bis( trimethylsilyl) -rimethylchlorosilane ( BSTFA-TMCS 99:1 V/V). The target compounds were analyzed
by GC/MS under SIM mode after silylation derivtization. The average recoveries of 3-hydroxy2 2° 4”5 5'—
PeCB  4-hydroxy2~ 3 3° 4° 5°PeCB and 4-hydroxy2" 3 3° 5~ 6"PeCB ranged from 73.2% to 113.2 %
spiked at 3 levels of 2 5 20ug/kg in muscle and blood. The range of relative standard deviations( RSD) in
spiked samples was 1.5% —10.4% . And the detection limit of the method was 2 pg/kg. This established
method has been successfully applied to the determination of hydroxylated metabolite in mouse tissues after
intraperitoneal injection of 2 27 4~ 5 5°—PeCB at the dose of 10 mg/kg.
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