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/
( 200135)
2 4- 23 4 6- 2 4 6- 2 4 5- .
. . . . . 10 /
23 4- GC-MS
. 10 (LOQ)  0.003—0. 15 mg kg™ 86. 86% —
111.36% RSD  3.54%—7.66% (n=17)
GCMS.
2005 "® EN71-9 10 11 2 4- 234 6- .
2 4 6- 2 4 5- . . . . . . 10
1 mgekg™' 2007 3 ¢
0.1% (1000 mgekg™") ° .
2 4- 234 6- 2 4 6- 2 4 5-
( ECD) i 2 4- 23 4 6- 2 4 6-
2 4 5- . . . . . . 10 GC-MS
1
1.1
- ( GCMS) ( Agilent 7890A-5975C) ; ( Elma ); (2—16 Sigma ).
( ) ( ) ( ); ( ) ( ) ( )
650 C 4 h
(0.1 mol*L™"): 13.8 ¢ 1000 mL
(20 geL7'): 20 g 1000 mL
/ (9+1): 9:1
2 4- =98%;2 3 4 6- =98%;2 4 6- =98%;2 4 5- =
98% ; =98%; =98%; : ; =97%;, =
98% ; 23 4- =99% ( ).
( 0.1 mg) 120 mg 100 mg
2 4- 2 4 6- 50mg 2 4 5- 100 mg 2 3 4 6- 10 mg . 20 mg
/ 100 mL N 1200 mg-kg™'; N 1000 mgekg™';
2 4- 2 4 6- 500 mgekg™';2 4 5- 1000 mg*kg™";2 3 4 6-
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100 mgekg ™", N 200 mgekg ™.
/ 10
50 mg( 0.1 mg)2 3 4- 100 mL /
500 pgemL ™'
: / 10
1.2
: DB-5MS 30m x 0.25 mm (i.d.) x 0.25 um; : 80°C 5 %Cemin”'
200 C 10 °C*min ™' 300 C (5 min) ; 1250 C; -
260 °C; 1230 C; ; =99.999%; 1.2 mLemin~"; T
0.75 min : : EI : (25—520) amu; 1 70eV; :4 min;
SCAN/SIM ; SIM 1.
1 GC-MS
/min (m/z) (m/z)
2 4- 2 4-Dichlorophenol 4.0 162 164 166 162
2 4 6- 2 4 6-Trichlorophenol 12.5 196 198 200 196
24 5- 2 4 5-Trichlorophenol 12.5 196 198 200 196
2 3 4- 2 3 4-Trichlorophenol 12.5 196 198 200 196
234 6- 2 3 4 6-Tetrachlorophenol 17.0 232 230 234 232
Lindane 19.0 181 111 219 181
Pentachlorophenol 21.1 266 264 268 266
Permethrin 30.0 183 165 163 183
Cyfluthrin 33.0 163 206 226 163
Cypermethrin 33.3 163 181 209 163
Deltamethrin 34.5 253 209 181 253
1.3
1 cm 3 mm 5g . 1 cm
1 ¢cm 5¢g
2.5 g( 1 mg) 50 mL 25 mL /
60 min . 0.4 mL 50 mL 35 mL 0.1 molsL™'
1.0 mL 0. 5min
1 mL 1 min 5.0 mL 1 min
3
1.4
5 35 mL 0.25.50.100.250.500 wL
25 nL 0.5 min . 1.3.3
1.2
.10 23 4- 1.
1.3 1.2
L 3 o .
o | S
r 3.2,4,5- Z&ER (14.811 min)
300000 |- 4.23,4,6- TIAGER) (17.741 min)
L 5.4 (20.577 min)
500000 || z ; 6. FLACKR (21661 min)
i —_ 7. S 45ME (32.427 min,32.544 min)
8. WM& HHE (33.04 min 33.129 min,33.21 min,33.235 min)
100000 ISTD 6 e o 9. SEHTEE (33.358 min,33.453 min,33.525 min,33.564 min)
- 4 5 —— 10 10 HEEEEE (35.261 min)
0 : | . l I x - x ISTD. W7 ,2,3,4- =& KEE) (15.836 min)
10 15 20 33 34 35

{/min

1 0.5ng ( SIM )
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2.1
2 4- 234 6- 2 4 6- 2 4 5- N N N
N 10 0.1—10 mgekg ™' 2.
2 10
RZ
2 4- y=1.956x —1.396 x 10 2 0. 99840
2 4 6- y=1.297x +3.16 x 10 2 0. 99996
24 5- y=2.595% +5.643 x 10 72 0.99967
234 6- y=1.698x +1.509 x 10 ~3 0. 99992
y=1.619x -3.21 x10 3 0.99976
y=2.736x -5.023 x 10 3 0.99992
y=1.746x —1.95 x 10! 0. 99840
y=0.6028x-1.16 x 10! 0.99888
y=0.4871x —8.791 x 10 > 0.99848
y=0.698x —2.253 x 10 =2 0. 99940
2.2
3 1.3
1.2 7 10 RSD
0.25 pg SIM 2.
3 10 RSD( n =7)
/pg /ng 1% RSD/%
0.25 0.2744 109. 76 2.83
2 4- 1.0 1.0626 106. 26 3.12
5.0 5.1515 103.03 2.99
0.25 0.2690 107. 60 2.66
2 4 6- 1.0 1.0684 106. 84 2.85
5.0 5.2845 105. 69 2.54
0.5 0.4343 86.86 5.54
24 5- 2.0 1.7632 88.16 4.78
10 9.4130 94.13 3.32
0.050 0.0490 98.00 2.98
234 6- 0.20 0.1897 94.85 2.85
1.0 0.9399 93.99 2.77
0.10 0.0935 93.50 4.34
0.40 0.4454 111.35 4.36
2.0 2.0122 100. 61 3.55
0.10 0.1074 107. 40 5.88
0.40 0.4100 102. 50 5.61
2.0 2.0250 101.25 5.24
0.50 0.5378 107.56 7.03
2.0 0.2096 104. 80 5.67
10 10. 1880 101.88 6.45
0.50 47.540 95.08 7.11
2.0 2.1084 105.42 6.96
10 9.6920 96.92 6.89
0.50 0.4501 90.02 6.05
2.0 2.1388 106. 94 5.23
10 9.9350 99.35 5.17
0.50 0.5283 105. 66 7.66
2.0 2.0256 101.28 6.89
10 8. 8240 88.24 6.54
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100000
L 3
ISTD
80000
60000 -
» A
a
40000
L 7
N
20000 -
L 4 5 6 8 9 10
0 L1l S
10 15 20 33 34 35
t/min
2 0.25ng (SIM )
1
2.3
3 2 4- 0.001 mgekg™ 2 4 6-
0.02 mgekg™ 2 4 5- 0.001 mgekg™" 2 3 4 6- 0.02 mgekg™
0.02 mgekg ™' 0.02 mgekg ™' 0.02 mgekg™' 0.025 mgekg ™"
0.03 mgekg ™ 0.05 mgekg™".
10 2 4- 0.003 mg*kg™" 2 4 6-
0.06 mgekg™' 2 4 5- 0.003 mgkg™ 2 3 4 6- 0.06 mgekg™'
0.06 mgekg ™' 0. 06 mg*kg ™' 0. 06 mg*kg™'
0.075 mg-kg ™' 0.1 mgekg™ 0.15 mgekg™".
3
- 10 N N
EN71-9 '
1 Safety of Toys Part 9. Organic chemical compounds-Requirements S . BS EN71-9:2005
2 Safety of Toys Part 10. Organic chemical compounds-Sample preparation and extraction S . BS EN71-10:2005
3 Safety of Toys Part 11. Organic chemical compounds-Methods of analysis S . BS EN71-11:2005
4 E— J. .2006(3) : 3132
5 () 1. 2007(7) : 66-68



