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1.1.

1.2.

1.3.

GC/MS(SCAN SIM)
- - 10png/kg
(a,B,y.d )| NH( ) — GC/MS(SCAN
(cis, trans) SIM)
trans-
, , ¢ p.p*  0,p" ) 5ug/kg
20ug/kg
(astsoz )
1 20g( )
100ml 30
( GFP)
50ml
1 ( 109 )
500ml 25¢g
50ml >3
1
NH, |
a) b) NHZC)
(85:15) 10ml
(85:15) 5mI>=<3( ) 15ml
i 7
GC/MS

dy,  0.5ug/ml)

70

NH,



(2 10mD) 1 5ul

a) SEP Cartridge CARBOGRAPH (500mg/6ml)

b) Sep-Pak Plus (910mg) Waters
c) Sep-Pak Plus NH, (360mg) Waters

1.4.
(cis- trans- )
500ug/ml cis- trans-
1.1
( dyo  0.5ug/ml)
0.025 2ug/ml 5ul  GC/MS
500ug/ml
( dyy 0.5ug/ml) 0.02 0.4pg/ml
1ul  GC/MS
1.5.
GC/MS 1.1
1.1
(a B vy S ) 2ml 5ul 0.25ng 10ug/kg
DDT(p,p’ o0,p" ) 2ml 5ul 0.125ng 5ug/kg
DDD(p,p’ o0,p ) 2ml 5ul 0.125ng 5ug/kg
DDE(p,p’ o0,p° ) 2ml 5ul 0.125ng 5ug/kg
2ml 5ul 0.25ng 10ug/kg
2ml 5ul 0.5ng 20ug/kg
2ml 5ul 0.5ng 20ug/kg
2ml 5ul 0.25ng 10pg/kg
2ml 5ul 0.25ng 10ug/kg
10ml 1ul 0.02ng 20ug/kg
2ml 5ul 0.125ng 5ug/kg
» 2ml 5ul 0.25ng 10pg/kg
(cis trans ) 2ml 5ul 0.25ng 10ug/kg
trans- 2ml 5ul 0.25ng 10ug/kg
2ml 5ul 0.25ng 10ug/kg
(a B SO0, ) 2ml 5ul 0.5ng 20ug/kg
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1.6.

(

(

) GC/MS(SCAN )
@0.53mm><0_5m
5%
( HP-5ms  ¢p0.25mm><30m 0.25um)
70 (2min) -10 /min-280 (2min)
61 (1.5 min)-5 /sec-250 (23 min)
280 175
(He) 14 _6psi
11psi - 0.45psi/min-20.8psi(5min)
Optic 2(ATAS Ltd.) 1.5min
70eV
El
m/Z=60 460
1
) GC/MS(SIM )
5%
( HP-5ms  ¢p0.25mm><30m 0.25um)
100 (Imin) 10 /min-280
250 280 175
(He) Iml/min( )
( imin)
70eV
El
m/Z=139 250 111
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1.2

(a B vy S ) 181 219 183
DDT(p,p’ o0,p" ) 235 237 165
DDD(p,p’ 0,p° ) 235 237 165
DDE(p,p’ o0,p ) 246 318 248
263 265 66
79 263 277
263 81 265
272 274 100
353 355 81
139 250 111

227 228
284 286 249
(cis trans ) 375 373 237
trans- 409 407 411
115 185 387
(a B ) 195 241 339
(S0, ) 272 229 387

188
1.7.
26 p.131 1998
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2.1.

2.2.

2.3.

GC/MS(SIM)
- 10ug/kg
GC/MS(SIM)
20ung/kg

1 20g( )

100ml 30

)
50ml

1 ( 10g ) 17ml

20ml ( CE1020)

Iml 49 5
80ml

1% / Iml

1
( Sep-Pak Plus (910mg))
( 29
5ml
5ml><2
(85:15) 10ml

1% / Iml

l 7
GC/MS
15ml 5ul
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2.4.

2.5.

2.6.

500ug/ml

0.005 0.1ug/ml(
0.01 0.2ug/ml)

5ul  GC/MS
( ) GC/MS(SIM )
@0.53mm><0_5m
5%
( HP-5ms  ¢p0.25mm><30m 0.25um)
70 (2min) 10 /min-280 (2min)
61 (1.5 min)-5 /sec-250 (23 min)
280 175
(He) 14 .6psi
11psi - 0.45psi/min - 20.8psi(5min)
Optic 2(ATAS Ltd.) 1.5min
70eV
El
2.1
2.1
(min)
335 306 264 1417
202 201 186 14.88
216 200 215 14.99
286 285 212 16.52
201 144 115 16.63
270 188 160 16.68
330 173 125 17.28
291 291 109 17.52
284 283 202 19.72
2.2
2.2
0.025ng 10ug/kg
0.05ng 20ug/kg
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2.7

2.7.1.
2ug 17ml 5
2.3 1ml
49 80ml
2.3
Iml NaCl
80ml NaCl 4g
80ml 49
80ml
93% 96% 100%
20% 63% 87%
100% 57% 100%
100% 100% 100%
34% 100% 96%
98% 100% 98%
100% 100% 99%
100% 100% 100%
90% 100% 100%
2.7.2.
2.4
2.4
- (97:3) - (85:15)
5ml
5ml 10ml
0% 0% 90%
0% 50% 100%
0% 0% 100%
0% 0% 99%
0% 0% 100%
0% 0% 100%
0% 0% 100%
0% 0% 100%
0% 0% 99%
2ug Sep-Pak Plus
2.8.
26 p.62 1998
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3.1.
18 (
) GC/ECD
- 1 - - | 10ug/kg
( ) - GC/ECD
3.2.
3.3.
[ ]
1 10g( )
L
100ml 30
(GFP)
50ml ( )
L
Cig ( BOND ELUT Cy5(19))
5ml 5ml
10ml( )
(1:1) 5ml
10ml
L
( Sep-Pak Plus (690mg))
(95:5) 5ml
(95:5) 5ml>=<2( ) 15ml
L
( )
( Sep-Pak Plus (910mg))
5ml
5ml>=<2
(7:3) 15ml
L
15ml 2ul
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3.4.

1:2:1( 1 1 1)
0.025 0.05 0.1 0.2mg/ml ( 0.02 0.05 0.1 0.2
) 2ml (
3.5.
10ug/kg
0.04ng 15ml 2ml 10g
3.6.
( ) GC/ECD(®Ni)
( SPB-1  ¢p0.53mm><5m 1.5um)
220 250 280
(He) 15ml/min( ) (N,) 15ml/min
1.5
2.2
2.9
3.7.
3.7.1.
L ] ( ) GC/ECD
( SPB-1  ¢p0.53mm><5m)
220
L ] ( ) GC/ECD
( SPB-1  ¢p0.53mm><5m)
180 (Imin)-5 /min- 225
L ] ( ) GC/ECD
14%
( DB-1701 ¢p0.53mm><15m)
220
3.8.
26 p.62 1998
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0.4mg/ml

)



GC/ECD  GC/MS(SIM)

2,4,5- - - -
_GC/ECD  GC/MS(SIM)

L]

1 10g( )
Imol/L (1:9) 30ml
10min 10min
(3000rpm  10min)
3
1 10ml 25 )
Imol/L 10ml 5ml
1 70 15
1l 50ml
20% pH 2
(4:1) 50mI>=<3
1
0.5ml Iml
(25 ) 60
1
5% 100ml
50ml ><2
1 5ml 25 )
39
50ml
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5ml>=<3

50ml (95:5) 50ml
(95:5) 120ml
L 5ml 25 )
GC/ECD or GC/NSD |
10ml 2ul
4.4.
2,4- 2,4,5-
1000ug/ml
10 pg/ml 2m1(20uQ)
0.01 0-2ug/ml 2ul GC/ECD
4.5.
4.2
4.1
2,4-
0.02ng 10ug/kg
2,4,5-
0.02ng 10ug/kg
2,4- 2,4,5-
4.6.
L 1 2,4- GC/ECD]
( ) GC/ECD(®Ni)
5%
( DB-5 ¢0.53mm><30m 1.5um)
180 280 280
(He) 29.3ml/min
[ 2 2,4- GC/NS]
( ) GC/MS(SIM )
( Rtx-200 ¢p0.25mm><30m 0.25um)
50 (Imin)-20 /min-280 (7min)
250 280
(He) 80kpa
( 1min)
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GC/MS



El
m/Z=234 236

[ 3 2,4,5-
( ) GC/ECD(®Ni)
5%
( DB-5 ¢@0.53mm><30m
180 280
(N,) 50ml/min

4.7.

26

p.68

81

GC/ECD]

1.5um)

280

>y p-21
1998

1995



5.1.
L- +EDTA /
15t ( ) HPLC/UV
+EDTA - - / 10ug/kg
- gt ( ) -
HPLC/UV
5.2.
5.3.
L 10g( )
15% L- 15%
150ml (10mol/L pH 9.6 10
1 30
1 3000rpm 5
0.4mol/L 5ml
1 (6mol/L 2mol/L) pH 7.5 7.8
| / |
0.1mol/L / (3:1) 100ml><2
( )
L- 0.1g
20ml
1 20ml 10ml
18 ‘
18 ( 18(500Mmg))
( Sep-Pak Plus N(1710mg))
18
10ml
15ml
18
20ml( )
L- 0.1g
1
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(1:1) 4ml 40u
5.4.
100ug/ml
10pg/ml
oml 15 L- 15%
(pH9.6 10) 50ml 30 0.4mol/L
5ml pH7.5 7.8
L- 0.1g
(1:D) lug/ml
(1:1) 0.025 0.5pg/ml
40ul
5.5.
5.1
5.1
1ng 10ug/kg
1ng 10ug/kg
1ng 10upg/kg
1ng 10pg/kg
5.6.
( ) HPLC/UV
0DS
( J"sphere ODS-H80 «¢p4.6mm><15cm)
40
(58:42)
0.8ml/min
272nm
(DMDC ) 7.1 (EBDC ) 8.5
5.7.
“ 77 p.391 1995
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6.1.
GC/NPD
GC/NPD
6.2.
1
CHg—ﬁF::NOCONHCHg
SCH3
CsH1oN20,S
162.2
(IUPAC) S-methyl A~(methylcarbamoyloxy)thioacetimidate
78 79 0.72mPa(25 )
57.9g9/L
1000 730 420
30( g/kg 25 )
2)
CH3—C|I—NOH
SCH3
C3H;NOS
105.1

(IUPAC) methyl A~hydroxylthioacetimidate

84

220



6.3.

]

1 10g( )

]

150ml 30ml 30
50ml><2
10% L- (pH7)” 10ml 30ml
1 70ml

[ ]
5

L 100mI>=<2[ ]

0.5mol/L 2ml
100ml >=<2

2% 0.5ml
1

]

0.1mol/L 30ml
1 90 30

1 80ml

80ml>=<2

2% 0.5ml

2.5ml 2l

* |- 10g 80ml 2mol/1
pH 7 100ml

6.4.

1000ug/ml
0.025 0.5ug/ml 2ul

85
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6.5.

6.6.
(

6.7.

26

10ug/kg
0.05ng( ) 2.5ml 2ul
10g 1.54"
162.2
* 1.54
105.1
) GC/NPD

DB-WAX ¢p0.53mm><15m 1.0um)

70 (Imin) 20 /min-230 (1min)

250 250
) 35kPa 3ml/min 100m1/min

“ ??p.416 1995
p.79 1998

86



7.1.

7.2.

7.3.

7.4.

7.5.

HPLC/UV
- - 5ug/kg
—HPLC/UV
1l 10g( )
50ml 30 ( )
20ml
1 10ml
50ml
1 0.1mol/L 30ml>=<2
1 50ml
2.8% pH 6.5 7
50ml >=<2
1 ( )
HPLC/UV
iml 20ul
0.03 0.6 pg/ml
20 ul  HPLC/UV
3ng/kyg
0.6ng Iml 20ul 10g
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7.6.
( ) HPLC/UV
0DS
( L-column ODS ¢p4.6mm><250mm)
0.01mol/L
40
1.0ml/min
285nm
5.4

7.7.

88
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8.1
GC/ECD
1,2- -3- ( ) - GC/ECD 5ug/kg
8.2.
8 - 3 - Condenser
1 10g( )
[::::::](Dean&Stark )
5% 5ml 10ml
60 ( 20 )
1 ( )
GC/ECD
1ul oy
8.1 Dean&Stark
8.4.
1,2- -3- 95ml 100ml
1000jug/ml
0.005 0.1pg/ml 1ul  GC/ECD
8.5.
Sug/kyg
0.005ng 1ul 10ml 10g
8.6.
( ) GC/ECD(®Ni)
50%
( DB-17 ¢0.25mm><30m 0.25um)
60 (2min)-10 /min-140 -30 /min-280 (6min)
250 280
(He) 1.5ml/min (N,) 60ml/min
( 50mI/min 1.0min
8.7.
26 p.101 1998
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9.1.
HPLC/UV
- 10png/kg
N _HPLC/UV
9.2.
9.3.
1 10g( )
30ml  4mol/L 5ml 150ml 30
50ml >=<2
1% 0.5ml
1 40ml
5ml 80ml
100ml >=<2
1% 0.5ml
1
59
(95:5) 5ml  20ml
(9:1) 100ml
1% 0.5ml
1

( Merck art.1097) 5g

5ml
50ml (98:2) 45ml
(95:5) 80ml
1% 0.5ml
L
(1:1) 4ml 20ul
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9.4.

(6:4)

1000ug/ml
0.025 0.5pug/ml

20l 10g

(1:1)
20ul  HPLC/WV
9.5.
10ug/kg
0.5ng 4ml
9.6.
( ) HPLC/UV
0DS
( TSKgel 0ODS-80Ts ¢p4.6mm><250mm)
0.5%
50
Iml/min
215nm
15.3
9.7.

47
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10.

10.1.
HPLC/MS
- - 10png/kg
= — HPLC/NS
10.2.
10.3.
1 10g( )
2% 100ml
75 3
5ml>=<2
2% 0.5ml
1 5ml
20ml>=<2
2% 0.5ml
30ml
1
20ml ( CE1020)
0.2mol/L (pHE)™ 6ml 10
(9:1) 250ml
2% 3
i}
H 200-400mesh™ 1ml
( 50W>=<8)
5ml 5ml>=<3
20% 16ml
2% 3
40ml
i}
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4ml 4ul
*1 0.2mol/L 0.2mol/L
pH 6
*2 500ml  1mol/L 3L 3L 1mol/L
10.4.
1000ug/ml
0.025 0.5 ug/ml
4ul  HPLC/MS
10.5.
10png/kg
0.1ng 4ml 4ul 10g
10.6.
( ) HPLC/MS
[HPLC 1]
( Nucleosil 100-5 NH, ¢p2.1mm><15cm)
40
0.2% (93:7)
0.2ml/min
s 1

API-ES(Positive)
m/z=85.1(1000m )
70V
10L/min(350 )
35psi
3500 V

93
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