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1.1.
GC/MS(SIM)
2ug/kg
(cis,trans) -
trans- -
~ GC/MS(SIM) 5ug/kg
(a.B.y.d )
C p,p*  o0,p" )
10ung/kg
(S0, ) |
20ug/kg
30ung/kg
(D)
(o ) 40pg/kg
1.2.
1.3.
59
1 0.1nug
(1:2) 60ml 2
(3000rpm 10 )
1 (1:2) 60ml
100ml>=<2
1 20ml
40ml><2
L 5ml
5% 500ml

50ml =<2
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( Sep-Pak VAC (109))
(1:1) 20ml
(1:1) 100ml
L 2 ,
2 0.1pg/ml iml 1ul
*1 -13C6 p,p"-DDT-d4
*2 -d10 -d10 p- -d14
100ug/ml 1.1
0.01 3ug/ml
100pg/ml
0.1ug/ml lul  GC/MS
1.1
1.1
(a B vy S ) 0.025ng 5ug/kg
DDT(p,p’ 0,p" ) | 0.025ng 5ug/kg
DDD(p,p’ o0,p" ) | 0.025ng 5ug/kg
DDE(p,p’ o0,p" ) | 0.025ng 5ug/kg
0.05ng 10ug/kg
0.15ng 30ug/kg
0.15ng 30ug/kg
0.05ng 10pg/Kkg
0.05ng 10ug/kg
0.1ng 20ug/kg
0.1ng 20ug/kg
| 0.01ng 2ug/kg
(cis trans ) | 0.01ng 2ug/kg
trans- | 0.01ng 2ug/kg
| 0.15ng 30ug/kg
(a ) | 0.2ng 40ug/kg
B ) | 0.15ng 30ug/kg
(S0, ) 0.05ng 10ug/kg
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1.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
50 (Imin)-»10 /min-300 (10min)

250 280 230
(He) 40cm/sec
( imin)
70eV
El
2.0kV
1.2
1.2
(n/z) (n/z)
- 16.88 181.00 219.00
B- 17.44 181.00 219.00
Y- 17.65 181.00 219.00
o- 18.27 181.00 219.00
p,p"- 23.69 235.10 237.10
0,p"- 23.00 235.10 237.10
p,p"- 22.93 235.10 237.10
0,p"- 22.21 235.10 237.10
p,p"- 22.06 246.10 248.05
0,p"- 21.40 246.10 318.10
20.09 262.95 264.95
22.26 262.95 277.00
22.71 262.95 281.05
19.30 271.90 236.90
20.89 353.00 355.00
16.96 283.90 285.90
20.29 139.05 250.05
24.81 227.20 228.20
trans- 21.40 372.85 374.85
cis- 21.68 372.85 374.85
trans- 21.73 408.95 406.85
20.90 185.00 387.00
o- 21.73 339.05 240.95
B- 22.89 339.05 240.95
(S0, ) 23.70 271.90 387.00
p,p"- -d4 23.68 243.10 173.15
-13C6 16.96 289.90 291.90
-d10 17.97 188.20
-d10 21.07 212.20
p- -d14 22.19 244 .25
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2.1.

2.2.

2.3.

GC/MS(SIM)
- 2ug/kg
~ GC/MS(SIM
Sug/kg
8ng/kg
10ug/kg
L 5g
30ml 10 10
(3000rpm 5 )
1 30ml 2
moml 5
5ml
L
5% 300ml
30ml>=<2
1
( Sep-Pak VAC (10g9))
(1:1) 20ml
(1:1) 100ml
1 2 ,
GC/MS
0.1ug/ml Iml 1ul
-d10 -d10 -d12 -d12
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2.4.

1000ug/ml
0.01 1pg/ml
100pg/ml
0.1pg/ml 1ul  GC/MS
2.5.
2.1
2.1
0.01ng 2ug/kg
0.01ng 2ug/kg
0.01ng 2ug/kg
0.025ng 5ug/kg
0.01ng 2ug/kg
0.01ng 2ug/kg
0.01ng 2ug/kg
0.01ng 21g/kg
0.05ng 10ug/kg
0.025ng 5ug/kg
0.04ng 8ug/kg
0.04ng 8ug/kg
0.05ng 10ug/kg
2.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
50 (Imin)-~20 /min-200 -5 /min-280 (10min)
250 280 230
(He) 40cm/sec
( 1min)
70eV
El
2.0kv
2.2
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2.2

(n/z) (n/z)
13.15 14410 115.10
11.30 201.20 186.20
11.38 200.20 215.20
10.49 306.20 264.10
12.83 14410 198.20
12.99 188.20 160.15
12.89 212.15 285.15
13.71 173.15 158.00
14.14 186.05 291.05
17.57 283.10 202.15
24.35 183.20 163.10
2460
26.28 181.20 163.10
26.46
26.59
26.70
28.61 167.15 225.25
29.24
-d10 12.02 188.20
-d10 15.43 212.15
-d12 21.14 240.30
-d12 27.64 264.25
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3.1.

3.2.

3.3.

GC/MS(SIM)

2,4-
2,4,5-

. GC/MS(SIM)

10pg/kg

]

1 59
2,4-D-d3 0.2ug
Imol/L
10

1mol/L
2

1l
Imol/L

1 70 15

1l 30ml
20% pH 2

1l

Iml
10%
60
1
1

(1:9) 30ml 10
(3000rpm 5 )
(1:9) 30ml
10ml 5ml

(1:4) 30mI>=<3

0.5ml 0.5ml
0.1ml
Sep-Pak Plus (690mg))
(95:5) 10ml
(95:5) 10ml
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*0.1ug/ml iml 1ul
* -d10
3.4.
4% 1000pg/ml
0.05 1 pg/ml
100ug/ml 0.1 ug/ml
0.5ml 0.5ml
10% 0.1ml 1
0.1 ug/ml Iml
1ul  GC/MS
3.5.
3.1
3.1
2,4- 0.05ng 10upg/kg
2,4,5- 0.05ng 10pg/Kkg
2,4- 2,4,5-
3.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
50 (Imin)-10 /min-300 (10min)
250 280 230
(He) 40cm/sec
1min)
70eV
El
2.0kV
3.2
3.2
m/Z m/Z
2,4- 9.59 234.00 236.05
2,4,5- 10.89 268.10 270.05
2,4- -d3 9.61 237.00 239.05
-d10 11.16 188.20
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4.1.
L- +EDTA
/ HPLC/UV
L- +EDTA - R 10pg/kg
- / o
—HPLC/WV
4.2.
4.3
1 209
30ml
15% L- 15% 70ml
(10mol/1 pH 9.6 10 )
10 60
1 (3000rpm 5 )
0.4mol/L 5ml
1 2mol/L pH 7.5 7.8
| / |
0.05mol/L / (3:1) 70mI>=<2
(3000rpm 5 )
L- 0.1g
L
( Sep-Pak Plus N(1710mg))
5ml
30ml
L- 0.1g
L
HPLC/UV
(6:4) 2ml 20u
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4.4.

4.5.

4.6.

20ul

(

15% L- 15%
200ug/ml
15% L- 15%
10pg/ml 5ml 4.3.
(6:4) 0.1 1pg/ml
HPLC
4.1
4.1
2ng 10ug/kg
2ng 10ung/kg
) HPLC/UV
0DS
( Wakosil 5C18HG @4 .6mm><25cm 5um)
40
(6:4)
0.75ml/min
272nm
(bMDC ) 115 (EBDC ) 145
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5.1.
HPLC/MS/MS
- - 2ug/kg
—HPLC/MS/MS
5.2.
5.3.
1 59
3oml 10 10
(3000rpm 5 )
1 30ml
10% 300ml
1 30ml =<2
30mI><3
1
HPLC/MS/NS |
20ml 10ul
5.4.
1000ug/ml
@G3:1D) 0.0005 0.01ug/ml
10ul  HPLC/MS/MS
5.5.
2ug/kg
0.005ng 20ml 10ul 5g
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5.6.

( ) HPLC/MS/MS

[HPLC ]
0DS

( Inertsil ODS-2 (¢p2.1mm>15cm

0.2m1/
40
[MS/vS ]

ESI(positive)

5200V
N,

MRM
20psi
400

5.1

5.1

(3:1)

12.2eV

25psi
60psi

5um)

(n/2)

(n/2)

4.4

185.0

128.0
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6.1.
HPLC/MS/NMS
- - 2ug/kg
- - HPLC/MS/MS
6.2.
6.3.
1 5g
50ml 5 (3000rpm 5
L 50ml
3ml
L 20mI><3
5% 300ml Iml
L 30ml><2
(Imol/L 0.1mol/L) pH 6.5
50ml 30ml
L
HPLC/MS/NS |
20ml 10ul
6.4.
100 ug/ml
(3:D) 0.0005 0.01ug/ml
HPLC/MS/MS
6.5.
2ng/kg
0.005ng 20ml 10ul 59
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6.6.

( ) HPLC/MS/MS

[HPLC ]
0DS

( Inertsil ODS-2 (¢p2.1mm>15cm

0.2m1/
40
[MS/vS ]

ESI(positive)

5200V
N,

MRM
20psi
400

6.1

6.1

(3:1)

28.2eV

25psi
60psi

5um)

(n/2)

(n/2)

6.6

192.0

160.0
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7.4.

7.5.

1,2- -3-
7.1
GC/MS(SIM)
1,2- -3- R ( Y- | 10ug/kg
GC/MS(SIM)
7.2.
7.3.
1 10g
‘ ‘ Condenser
oml 10
1 5 '!E‘_i l— joint 29 .42
[:::::::](Dean&Stark ) T Condenser
250ml 10g 0 mp
10ml
90
( )
1 ( -d10 0-5H9) jstéir,usn
GC/MS
1ul
7.1 Deané&Stark
1,2- -3- 1000ug/ml
0.01 0.2ug/ml
100ug/ml 0.05 pg/ml
1ul  GC/MS
10ug/kg
0.01ng 1ul 10ml 10g
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