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4.1 RF

4.1.1 IECke: fika.
4.1.1 Lfi: fpka,
4.1.2 To/KIRBRE:
4.1.3 FMHN.

4.1.4 Atk
4.1.5 PSA.

42 FRAEWHW: 8 FEHNLA: p=1000 pg/mL. BXE%ifEp=1000 png/mL. F& %G
p=1000 pg/mL. S F 2K lEp=1000 pg/mL .

4.3 FRAEMHW: B E 8 M A HLE . IR A ElE . SmE S 1.0 mL
BT 10mL A&+, FHIECHER RS, EHRAKREZ SN 100 pg/mL ) FRHEEH
W, -20°CHRAF

4.3.1 IREPRAEP AR (10 pg/mL) = 43 AIFEH 8 A HLE . BOR%ER . R
ARBEHEE 1.0mL BT 10mL AR+, HIECkERHFRY, IHIKE R 10
ng/mL VR AR R .

4.4

AL CEVLAED : 0.22 pm.
5 UEHFFRE

5.1 ASAHEGIE, FA BRI EE (ECD) .

52 iR AEBAEH, 30 mx0.32 mm, W S%AHE PR, KE
0.25 pm, BHARSEREME .

53 MR-

54 E.OHL: F#E >10000 r/min.

55 HTRF: K5 0.01 mg A1 0.01 go
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6.2.1 $EH

ERFRE 10.0 g CRE#IZE0.01 @) AFFEE T SO0mL B.OEH,  GHEEIMASmL
K, HAPEARED , A 10mL LW (4.1.1) , #F%30min, HIA 4g K
EREE (4.1.2) F1 1g &M (4.1.3) , B, Ll 5000 r/min B0 5 minfd Z 51
KA JE -
622 Ak

M5 mLYT4 FEIRBURE T3 4200 mg TT/KMEREE (4.1.2) #1100 mgPSA
(4.1.5 FEOEH, BELS mLli % 2RI E T346200 mg To/KBERE: (4.1.2)
M 30 mg AEELIE (4.1.4) FEOEY, WIEEAE30s, Bl 5000 r/min 25 OALES
L 5min, BHEImL FiEHIE0.22 umA HUAHIENRE (4.4) , 500,
6.3 THRIRFFFIE

FRANIRESL, 9% BB REEAT .

7 PSR

7.1 SHE\ESEEH

a)( il by A BYIE, 30mx0.32mm, WiE 5% FRERREA K, KE
0.25um, BIHAR BN E

b)THEFEF: WIERTEEE 150°C, LA 20°C/min JF % 230°C, LA 5°C/min F} % 280°C .

¢)ECD ifE: 300 C.

d)BEFE R EE 260°C o

A MAIEA: AiE=99.999%.

)i 1.0L/min
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FP5 FEMARR | EMAF | kR (mg/kg) ME TR (mg/kg)
1 0-75 75 7% 0.0014 0.0056
2 AYAYAY 0.0009 0.0036
3 B-7575 7% 0.0015 0.0060
4 Y AVAWAY 0.0017 0.0068
5 p,p-DDE 0.0016 0.0064
6 (E= 0,p'-DDT 0.0017 0.0068
7 p.p-DDD 0.0023 0.0092
8 p.p-DDT 0.0021 0.0084
9 T2 46 T 0.0046 0.0180
10 U5 T 0.0009 0.0036
11 BN R 0.0019 0.0076
12 0-75 75 7% 0.0002 0.0008
13 AYAVAY 0.0003 0.0012
14 B-75 7578 0.0003 0.0012
15 S AVAWAY 0.0010 0.0040
16 p,p-DDE 0.0005 0.0020
17 i 0,p-DDT 0.0003 0.0012
18 p.p-DDD 0.0002 0.0008
19 p,p-DDT 0.0005 0.0020
20 IR 2 T 0.0005 0.0020
21 U5 T 0.0003 0.0012
22 BN AR 0.0005 0.0020




MRB.2  AEEEE
e | paman TR B “FHIME M PrEmZEIS | EEMHERr
VAN
a (pg/mL) (pg/mL) (%) (ng/mL)
1 0.05 0.04 3.44%~3.82% 0.004
2 0-7N7NTN 0.5 0.47 3.11%~3.38% 0.04
3 1.0 0.94 3.51%~3.84% 0.1
4 0.05 0.0551 2.23%~2.37% 0.004
5 TAVAVAY 0.5 0.5011 1.31%~1.36% 0.02
6 1.0 0.9663 1.82%~1.92% 0.1
7 0.05 0.0415 3.98%~4.51% 0.005
8 (S AVAVAY 0.5 0.4759 3.93%~4.34% 0.06
9 1.0 0.9457 4.23%~4.70% 0.1
10 0.05 0.0362 9.10%~12.0% 0.01
11 S AVAVAY 0.5 0.4972 11.0%~14.7% 0.2
12 1.0 0.9988 6.83%~7.98% 0.2
13 0.05 0.0444 3.84%~4.26% 0.005
14 p.p-DDE 0.5 0.4818 3.56%~3.96% 0.05
15 1.0 0.9582 2.64%~2.84% 0.1
16 0.05 0.0430 4.79%~5.55% 0.006
17 0,p-DDT 0.5 0.4841 3.98%~4.42% 0.06
18 1.0 0.9421 4.49%~5.01% 0.1
19 0.05 0.0453 2.56%~2.73% 0.003
20 p.p-DDD 0.5 0.4661 2.81%~3.04% 0.04
21 1.0 0.9366 2.59%~2.77% 0.1
22 0.05 0.0387 5.03%~5.90% 0.006
23 p,p-DDT 0.5 0.4415 7.21%~8.64% 0.1
24 1.0 0.9317 3.99%~4.41% 0.1
25 0.05 0.0616 1.93%~2.04% 0.003
26 IR 2R 5 i 0.5 0.5436 1.14%~1.17% 0.02
27 1.0 1.0191 1.66%~1.75% 0.05
28 0.05 0.0626 2.11%~2.25% 0.004
29 FHE 2 T 0.5 0.5325 1.61%~1.69% 0.02
30 1.0 1.0501 2.26%~2.41% 0.1
31 0.05 0.0420 6.08%~7.29% 0.008
32 SFUR B 0.5 0.4874 5.93%~6.82% 0.09
33 1.0 0.9817 6.00%~7.06% 0.2
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F? AN % — — 257 S 0 B

o EMZFR | IbRIKE (mg/kg) IR RIS 5E Bl (%) P

1 0.05 84.1~110.5 104
2 0-75 7 7N 0.5 99.0~105.8 104
3 1.0 94.3~97.6 96.4
4 0.05 78.2~93.0 88.4
5 ETAVAVA 0.5 107.6~115.2 111
6 1.0 73.7~76.0 75.3
7 0.05 81.0~108.0 102
8 B-75 75N 0.5 104.3~111.2 108
9 1.0 93.7~97.9 96.0
10 0.05 87.3~116.9 102
11 S AVAWAY 0.5 102.2~118.9 113
12 1.0 85.6~95.7 88.8
13 0.05 64.4~86.0 74.8
14 p,p-DDE 0.5 89.4~104.4 99.4
15 1.0 99.5~103.1 101
16 0.05 63.4~100.4 85.0
17 0,p-DDT 0.5 99.7~110.4 108
18 1.0 92.5~96.5 94.9
19 0.05 66.0~108.3 93.2
20 | p,p-DDD 0.5 98.7~105.7 103
21 1.0 96.7~101.7 99.9
22 0.05 61.0~99.3 85.4
23 p,p-DDT 0.5 98.0~105.5 101
24 1.0 93.6~98.4 96.2
25 0.05 66.0~134.7 104
26 IR 2 T 0.5 68.6~116.2 86.9
27 1.0 105.2~108.8 107
28 0.05 93.1~106.7 99.7
29 F & % e 0.5 109.1~117.6 115
30 1.0 104.7~108.8 106
31 0.05 71.4~104.5 91.2
32 | SUREA R 0.5 73.5~111.1 86.4
33 1.0 99.4~104.4 102
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r? I % — — sz S 0 D

2 e EMATR | IFRIKIE (mg/kg) | IAR BRI %) P

1 0.05 89.5~94.0 91.6
2 S AVAVAY 0.5 92.0~105.9 100
3 1.0 90.8~96.7 93.9
4 0.05 113.5~119.6 117
5 TAVAVA 0.5 97.4~108.0 104
6 1.0 71.3~74.5 72.6
7 0.05 89.9~95.6 92.1
8 (S AVAVAY 0.5 105.2~114.3 109
9 1.0 95.6~99.6 97.2
10 0.05 71.0~87.4 74.2
11 8-7N 7NN 0.5 97.5~105.9 102
12 1.0 81.5~93.8 88.7
13 0.05 87.6~95.7 93.8
14 p,p-DDE 0.5 66.5~103.1 88.5
15 1.0 89.7~96.0 92.7
16 0.05 98.7~103.6 102
17 0,p-DDT 0.5 93.4~104.4 98.8
18 1.0 90.6~94.4 92.4
19 0.05 72.0~75.6 74.0
20 | p,p-DDD 0.5 71.9~101.4 88.8
21 1.0 91.2~95.3 93.0
22 0.05 73.0~82.0 75.4
23 p,p-DDT 0.5 74.6~100.8 90.5
24 1.0 92.9~99.1 96.3
25 0.05 113.7~119.0 116
26 IR 2 T 0.5 81.1~107.2 93.2
27 1.0 102.2~110.3 104
28 0.05 90.7~95.2 93.9
29 F & 5 e 0.5 101.8~114.7 107
30 1.0 91.6~99.9 96.3
31 0.05 80.0~90.4 84.9
32 | SUREA R 0.5 71.8~104.3 87.2
33 1.0 91.9~102.4 97.2
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	4  试剂和材料
	4.1  试剂
	4.1.1 正己烷：色谱纯。
	4.1.1 乙腈：色谱纯。
	4.1.2 无水硫酸镁。
	4.1.3 氯化钠。
	4.1.4 石墨化碳黑。
	4.1.5 PSA。

	4.2  标准贮备液：8种有机氯：ρ=1000 μg/mL、联苯菊酯ρ=1000 μg/mL、甲氰菊
	4.3  标准使用液：分别移取8种有机氯、联苯菊酯、甲氰菊酯、氯氟氰菊酯1.0 mL置于10 mL容
	4.3.1混合标准中间液（10 μg/mL）：分别移取8种有机氯、联苯菊酯、甲氰菊酯、氯氟氰菊酯1.
	4.4  材料
	微孔滤膜（有机相）：0.22 μm。


	5  仪器和设备
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	5.2  色谱柱：石英毛细管柱，30 m×0.32 mm，内涂5%苯基甲基聚硅氧烷，膜厚0.25 μ
	5.3  振荡器。
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	7   分析步骤
	7.1  气相色谱参考条件
	a)色谱柱：石英毛细管柱，30m×0.32mm，内涂5%苯基甲基聚硅氧烷，膜厚0.25μm，或其他等
	7.2  校准曲线的绘制
	8  结果计算与表述
	8.1   定性分析
	8.2  定量分析
	8.3  结果计算


	9  精密度和正确度
	9.2  正确度

	B附录B
	C附录B
	D附录B
	E附录B

