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1. @
1.1.
NH,
GC/MS(SIM)
- - 5ug/kg
(o,B,y.d )| NH,(G3 ) ~ GC/MS(SIM
(cis, trans)
(a B )
(p.p* )
@
, ¢ p.,p*  0,p" ) 10ug/kg
(0,p" )
trans-
(S0, )
20u9/Kkg
1.2.
1) @
C20H12
252.3
benzo(a)pyrene 1,2-benzopyrene
179 495 312 (10mmHg)

0.667Pa(20 )
0.003mg/L

116



2)

1.3.

CCly
379.2

Cl Cl

Cl

pentachloro(trichloroethnyl)benzene

Cl

117

Cl

Cl

[ ]
20g( )
L " (Lpg/ml - 200uld)
[ ]
50ml 30
( )
1 50ml
[ ]
5% 500ml
50ml >3
L
NH, |
*2 *3 NHZM
(85:15) 10ml
(85:15) 5ml>=<3( ) 20ml
(1:1) 30ml
L ,
iml “2(10pug/ml - 25ul) 1ul
*1 -13C6 (a)
*2 SEP Cartridge CARBOGRAPH (500mg/éml
*3 Sep-Pak Plus (910mg Waters)
*4 Sep-Pak Plus NH, (360mg Waters)
*5 -d10 -d10 p-

-d12

-d10



1.4.

1.5.

100ug/ml
1.1 0.1 8ug/ml
100pg/ml
lul  GC/MS
1.1
1.1
(xa B vy S ) 0.1ng 5ug/kg
DDT(p,p’ 0,p" ) 0.2ng 10pg/kg
DDD(p,p’ o0,p" ) 0-2ng 10ug/kg
DDE(p.p" ) 0.1ng 5ug/kg
DDE(0,p’ ) 0.2ng 10ug/kg
0.1ng 5ug/kg
0.2ng 10ug/Kkg
0.1ng 5ug/kg
0.1ng 5ug/kg
0.2ng 10upg/kg
0.4ng 20ug/kg
0.2ng 10pg/Kkg
0.1ng 5ug/kg
(cis trans ) 0.1ng 5ug/kg
trans- 0.2ng 10pg/kg
0.2ng 10pg/kg
(ax B ) 0.1ng 5ug/kg
(S0, ) 0.2ng 10ug/kg
0.2ng 10ug/Kkg
@ 0.1ng 5ug/kg
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1.6.

( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.32mm><30m 0.5um)
50 (Imin)-»10 /min-240 (4min)-10 /min->300 (4min)
250 280
(He) 2.3ml/min
( imin)
70eV
El
1.2
1.2

m/Z m/Z )
- 181 219 93
B- 181 219 41
Y- 181 219 86
S- 181 219 90
p,p"-DDT 235 165 38
0,p"-DDT 235 165 55
p,p"-DDD 235 165 41
0,p"-DDD 235 165 57
p,p"-DDE 246 318 64
0,p"-DDE 246 318 24
263 265 63
79 207 24
262 81 100
100 271 75
183 219 79
284 292 80
139 207 56
227 208 20
trans- 373 377 48
cis- 373 375 64
trans- 409 411 62
149 185 100
- 195 241 99
B3- 195 241 79
(S0, ) 272 235 37

380

(a) 252 132 26
-13C6 290 255 27
p,p"- -d4 243 173 37
(@) -d12 264 251 71
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2.1.
GC/NS(SIM)
- - 1ng/kg
~ GC/MS(SIM)
2ng/kg
2.2.
2.3.
209( )
L " (Lpg/ml - 250uld)
25ml 10 10
(2500 3000rpm 10min)
1 25ml 2
10% 400ml
50ml 100ml
1 0.5ml
( Sep-Pak VAC (10g9))
100ml 45min 100ml
100ml
(8:2) 70ml
l 7
GC/MS
2 0.05ug/ml 0.5ml 1ud
*1 -d10 -d5 -dé
*2 -d10 -d10 -d12
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2.4.

100ug/ml
0.04 0.8ug/mi(
0.08 1.6ug/ml)
100ug/mi 0.05ug/ml
1ul  GC/MS
2.5.
2.1
2.1
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.04ng 1ug/kg
0.08ng 21g/kg
0.08ng 2ug/kg
0.08ng 2ug/kg
2.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.32mm><30m 0.5um)

50 (Imin)-20 /min-200 -5 /min-280 (6min)
-20 /min-320 (10.5min)
250 280
(He) 2.3ml/min
( imin)
70eV
El
2.2

121



2.2

m/Z m/Z )

306 264 85

201 186 61

200 215 54

198 144 17

198 285 73

188 160 134

144 115 55

173 125 121

291 109 293

283 202 91

€H) 183 163 18

2 183 163 124

€D 181 163 110

(@) 181 163 128

3 181 163 115

4 181 163 144

D) 167 125 142

(@) 167 125 163
-d10 211
-d5 205
-d5 164
-d12 212
-d12 240
-d12 264
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3.1.

3.2.

3.3.

GC/MS(SIM)

2,4-
2,4,5-

- - | 10ug/kg

-

- . GC/MS(SIM)

]

20g(
1 (2,4-
| |
1mol/L
10 10
1mol/L
2
1
]
1mol/L
1 70 20
| |
L 30ml
| |
20% pH 0.1 1
1
|
0.4ml
10%
90
1
Iml

-d3 15ug/ml) 50ul

(1:9) 20ml
(3000rpm 10 )
(1:9) 20ml

10ml 5ml

(1:4) 50mI>=<3

2.8ml 0.8ml
40ul
* 1ug/ml 0.1ml  1pul

* -d10
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3.4.

4% 1000ug/ml
1:1 0.08 1.6 pg/ml
100ug/ml
0.1 pg/ml Iml 3.3.
1ul  GC/MS
3.5.
3.1
3.1
2,4- 0.075ng 5ug/kg
2,4,5- 0.075ng 5ug/kg
2,4- 2,4,5-
3.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
50 (5min)-15 /min-280 (1min)
280 300
(He) 1.2ml/min
( imin)
68.7eV
El
3.2
3.2
m/Z m/Z
2,4- 9.60 276 278
2,4,5- 10.93 310 312
-d10 11.16 188
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4.1.
L- +EDTA
/ HPLC/UV
L- +EDTA - 10ug/kg
- / N
—HPLC/WV
4.2.
4.3.
1 20g( )
30ml
15% L- 15%
(10mol/1 pH 9.6 10
10 60
1 (3000rpm 5 )
0.4mol/L
1 2mol/L pH 7.5 7.8
| / |
0.05mol/L (3:1) 70mI>=<2

(3000rpm 5 )

L- 0.1g

1
( Sep-Pak Plus
5ml
30ml

L- 0.1g

1
(6:4) 2ml 20ul

125

N(1710mg))

70ml



4.4.

15% L- 15%
200ug/ml
15% L- 15%
10pg/ml 5ml 4.3.
(6:4) 0.1 2ug/ml
20ul  HPLC/UV
4.5.
4.1
4.1
2ng 10ug/kg
2ng 10ung/kg
4.6.
( ) 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/NMS
- - 2ug/kg
—HPLC/MS/MS
5.2.
5.3.
1 10g( )
50ml 10 10
L
10% 500ml
L 50mI><3
50mI><3
L
HPLC/MS/MS |
Iml 2ul
5.4.
1000ug/ml
3:1D) 0.02 0.4ug/ml
HPLC/MS/MS
5.5.
2ng/kyg
0.04ng 1ml 2ul 10g
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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

20psi
60psi

5um)

(n/2)

(n/2)

4.4

185.0

128.0
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6.1.

6.2.

6.3.

6.4.

6.5.

HPLC/MS/MS
- . 21g/kg
- —HPLC/MS/MS
L 10g( )
50ml 15 15
i
0.25mol/L 10ml
L 50ml><2
(5mol/L 0.1mol/L) pH 6.4
50ml><3
L
HPLC/MS/NS |
1ml 2ul
100 ug/ml
0.02 0.4 ug/ml 2l HPLC/MS/MS
2ng/kg
0.04ng Iml 2ul 109
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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

20psi
60psi

5um)

(n/2)

(n/2)

6.6

192.0

160.0
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joint
50,50

7. 1,2- -3- n-
7.1.
GC/MS(SIM)
1,2- -3- ( ) - GC/MS(SIM) 1pg/kg
n -
7.2.
1) 1,2- -3-
2) n-
(CHg)3CH3
C10H14
134.2
n-butyl benzene
-88 183 1mmHg(22.7 )
7.3.
I:l Condenser
L 509( )
[::::::](Dean&Stark )
250ml 5¢
5ml
3
( )
1 ( -d10 0.5ug)
GC/MS
1ul
7.1 Dean&Stark
7.4.
1,2- -3- n-
200ug/ml 0.01 0.2ug/ml
100ug/ml
0.05 pg/ml 1ul
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7.5.

1ug/kg(l,2- -3-
0.01ng 1ul 5mi 50g
7.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
50 (Imin)-15 /min-280 (8min)
250 280 230
(He) 1.2ml/min
(
70eV
El
2.0kv
7.1
7.1
(n/2) (n/2) )
1,2- -3-
134 91 509
n- 157 155 74
-d10 188
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8.1.
(
) GC/MS(SIM)
- 5ug/kg
2 5 4— - g — (
4-t- ) - GC/MS(SIM)
4-n-
4-n-
p_
4-n-
4-t-
50ug/kg
8.2.
1)
2) 2,4-
C
OH Cl
2,4-dichlorophenol
CeH,CL,0
163.0
45 210 ImmHg(53 )
3) 4-t-

4-t-butylphenol
Ci0H140
150.2
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98 237

4) 4-n-
OH@C5H11
4-n-pentylphenol
C11|-|16O
164.2
94 95 262.5
5) 4-n-
OH@CBH13
4-n-hexylphenol
ClZHIBO
178.3
31 140 7mmHg
6) p-
OH‘@*C7H15
p-heptylphenol
C13HZOO
192.3
33 145 7mmHg
7) 4-n-

4-n-octylphenol
C14H220
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206.3

83.3 84 276

8) 4-t-
CHg ?H3
OH<i:>$——CHZC———CH3
CHs CH3

4-t-octylphenol

C14H220

206.3

83.5 84 276
9
OH4@7C9H19

nony lphenol

C15H24O

220.4

2 298 303
( )
10) (bisphenol A)
CHs
OO
CHs

4,4’ -(methylethylindene)bisphenol

C15H1602

228.3

156 220  (4mmHg) 0.2mmHg(170 )
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8.3.

25ml><3

59
i 1
| |
15mi(
5 10
1
| |
1 (1000rpm,5
| |
5%
1
Imol/L
1
Imol/L
0.5ug/ml 3
1 Iml
C
1 Iml
lul
*1 2,4- -d4
-d16
*2
*3 -d10

0.2ml

1ml)™
(1000rpm,5 )
2
moml 5
100ml Iml
0.5ml 0.2ml
4.2ml 3ml
Iml
)
Sep-Pak Plus (910mg))
(96:4) 5ml
(96:4) 1ml 8ml
_13C6
-d10 -d10
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8.4.

1000ug/ml
Tpg/ml( 10ug/ml)
0.025 0.5pg/mi(
5ug/ml) 100ug/ml
0.5ug/ml Iml
8.3.
lul  GC/MS
8.5.
5Sug/kg
0.025ng iml 1ul 5¢
50ug/kg
0.25ng Iml 1ul 5¢
8.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢@0.25mm><30m 0.25um)
60 (Imin)->15 /min-280 (15min)
280 280
(He) 1.2ml/min
( 1min)
70eV
El
8.1
8.1.1
) n/2) (n/2)
4-t- 8.35 163 178
2,4- 8.62 162 190
4-n- 9.97 192 135
4-n- 10.88 206 135
4-t- 11.15 163 135 234
4-n- 11.75 135 220
11.9-12.4 177 163
4-n- 12.58 243 135
12.66 266 268
15.52 269 284
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8.1.2

) (m/Z) (m/Z)
2,4- -d4 8.62 165
-13C6 12.65 274
-d4 13.34 139 252
-d16 15.47 280
-d10 10.07 164
-d10 12.61 188
-d10 15.10 212
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9.1.

9.2.

9.3.

9.4.

9.5.

HPLC/MS/MS

- — HPLC/MS/MS

5ug/kg

1 10g(

2%
i) 2%

2%

1 5ml

[ ]

1«
HPLC/MS/MS |
10ul

0.01 0.2 ug/ml

Spg/kg
0.1ng

5ml

50ml

139

1
25ml

Iml

@25mm

1000ug/ml

10ul

0.22pm)

10ul  HPLC/MS/NMS

10g



9.6.

(
[HPLC ]

[MS/vS ]

) HPLC/MS/MS

0DS

( Inertsil ODS-2 (¢p2.1mm>15cm

5mmol/L
0.2ml/
40

ESI(positive)

4000V
N,

MRM
20psi
400

9.1

9.1

38.2eV

25psi
60psi

5um)

(3:1D)

(n/2)

(n/2)

8.1

85.0

85.0
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10.

10.1.
GC/MS(SIM)
- 1ug/kg
N - GC/NS(SIM)
10.2.
3 2' 2 3
4' 4
¥ 5 6 5
poly-chlorinated biphenyl
( 206 )
C12H10—nC|n
(
1.440(30 ) 233 253 340 648
(0.1 10pg/ml)
10.3.
20g( )
L * 25ng
1mol/L 50ml
L 80 1
50ml 20g
50ml><2
1
( Sep-Pak Plus (910mg))
10ml
20ml
100ul
l 7
GC/MS
200ul 1ul
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10.4.

10.5.

10.6.

10.7.

(KC-300 KC-500 KC-600) 100ug/ml
0.1 2pug/ml
1ml (PCB 13C12 ) 25ng(100ug/ml
0.25ml) Iml GC/NMS
PCB window defining mixture(200ng/ml )
1ng/Kg
0.1ng 200ml 1ul 20g
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
80 (2min)-»20 /min-300 (10min)
250 230
(He) 1.5ml/min
( imin)
70eV
El
10.1
10.1
(n/2) (n/2)
1 188 190 152 200 202
2 222 224 152 234 236
3 258 258 168 268 270
4 290 292 194 302 304
5 324 326 328 336 338
6 358 360 362 372 374
7 394 396 398 406 408
8 428 430 432 440 442
9 462 464 466 474 476
10 496 498 500 510 512
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11.

11.1.
GC/ECD GC/MS(SIM)
- - 1 6Br 1ug/kg
~GC/ECD GC/MS(SIM) 10Br 5ug/kg
11.2.
3 2' 2 3
4' 4
¥ 5 6 5
poly-brominated biphenyl
( 209 )
C12H10—nBrn
380 383 (10 )
11.3.
1 20g( )
25ml
L 10
50ml 20g
50ml><2
1
( Sep-Pak Plus (910mg))
10ml
20ml
100ul
1 ;
GC/ECD  GC/MS |
200ul 1ul
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11.4.
(1Br 2Br 3Br 4Br 5Br 6Br 10Br)

100pg/ml 0.01 0.2 ug/ml(10Br
0.05 1 pg/ml) 1ul  GC/ECD GC/MS
11.5.
1 6Br 1ug/kg
0.1ng 200pl 1pl 209
10Br 5ug/kg
0.5ng 200ul 1ul 20g
11.6.
1) GC/ECD
( ) GC/ECD(®Ni)
( DB-1 ¢0.25mm><15m 0.1um)
50 (Imin)-10 /min-300 (10min)
250 300
(He) 1ml/min
( 2min)
2) GC/MS
( ) GC/MS(SIM )
( DB-1 ¢0.25mm><15m 0.1um)
50 (Imin)-10 /min-300 (10min)
250 230
(He) 1.5ml/min
( 2min)
70eV
El
11.1
11.1
(n/2)
1 234
2 312
3 390
4 470
5 548
6 628
10 624
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12.

12.1.

GC/MS(SCAN)

) GC/MS(SCAN) |  10ug/kg

12.2.

D

2)

-2-
—2-
:: :COOCHZCHg
COOCH,CHjg
dietylphthalate
C12H1404
222.24
3 295 (760mmHg) 5mmHg(140.7 )
89.6mg/100ml
:: :COO«}thHg
COO(CH,),CHs
dipropylphthalate
C14H1804
250.29
25 304 305

95%
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3)
: :COO(CH2)5CH3
COO(CH,)5CH3
dihexylphthalate

Ca0H3004
334.46

4) -n-
:: :COO«}hkCHg
COO(CHy)3CH3
di-n-butylphthalate

Ci6H220,
278.35

35 340 (760mmHg)
0.001%(25 )

: :COO(CH2)4CH3
COO(CH,)4CH3
di-n-pentylphthalate

CigH2604
306.44

55 342 (760mmHg)
<0.1g/100m1(20 )
DMSO

6)
COO(CHj,)3CH3
benzylbutylphthalate
C19H2004

312.37

146
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35 370 (760mmHg) 8.6><10"°mmHg(20 )
3ppm (30 )

7)
dicyclohexylphthalate
C20|-|2604
330.42
61 340 (760mmHg) 13.3Pa(150 )
0.001%
8) -2-
c‘:HZCH3
:: :COOCHZCHK}QhCH3
COOCH,CH(CH3)3CH3
di-2-ethylhexylphthalate CHACHa
C24H3804
390.56
55 384 (760mmHg) 0.001kPa(20 )
0.0001g/100mI(25 )
9) -2- CH,CHs

COOCH,CH(CH,)3CHs

(CH2)4

COOCH,CH(CH,)3CH3

CH,CHj
di-2-ethylhexyladipate
C22H4204
370.57
65 417 0.01mmHg(20 )
<0.01%
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12.3.

]
509( )

1 1 bBug

[::::::](Dean&Stark

250ml
5ml

)
59

)

L 20.5ug

lul

*1

*2

12.4.
500ug/ml
500ug/ml
2ug/ml
1ul

12.5.
10pg/kg
0.1ng lul

12.6.
( ) GC/MS(SCAN
50

(

)

DB-5ms  ¢@0.25mm><30m

Condenser

joint
50,50

12.1 Dean&Stark

-d4
-d4 -d4
-d4

-d10 -d10

0.1

GC/NMS

5ml

50g

0.25um)

100 (Imin)-8 /min-280 (8min)

300
(He) 1ml/min
(
El
12.1

280

imin)

148



12.1

n/2) (/2) )
149 177 21
-n- 149 191
-n- 149 205
-n- 149 237
149
149 206 21
149 167 28
-2- 149 167 30
-2- 129 147 18
~d4 153
-n- ~d4 153
-n- ~d4 153
~d4 153
-2~ ~d4 153
-2- ~d4 137
-d10 188
~d10 212
~d4 240
12.7.
12.7.1.
1)
16 GC/MS
)
2)
250 (
)
16
)
3) GC
250 GC 16
4) GC
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13. 4-
13.1.
GC/MS(SIM)
( ) - GC/MS(SIM) 1ug/kg
4-
13.2.
1
@ i @
C

CaHi00

182.22

diphenylmethanone

o 49 B 26 vy 47 305.4 (760mmHg)
<0.1g/100mI(25 )
2) 4-
N024@7CH3

C,H;NO,

137.14

4-nitro toluene

53 54 238 0.173Pa(65 )

160ppm(20 )

150




13.3.
[::::] Condenser
10g( ) o
1 "10.02 0.2ug
[ l(peanestark ) o
250m1 5 e
5ml
90
( )
2 0.2ug 50,50
L Iml
1ul
13.1 Deané&Stark
*1 -d5 -d10
*2 -d10 ( -d8 )
13.4.
4- -d10
-d5 1000ug/ml
0.01 0.2ug/ml
-d10 1000ug/ml
0.01ug/ml
1ml 0.01pg/ml 20ul
lul  GC/MS
13.5.
1ng/kg( 4- )
0.01ng 1ul Iml 10g
13.6.
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
50 (Imin)-~20 /min-300
250 280
(He) 1.2ml/min
( 1min)
El
13.1
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13.1

n/2)

(n/2)

182

105

137

107 91

-d10

192

82

-d10
-d8

164

136
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14. 2 3

14.1.
GC/MS(SIM)
2 ( ) - GC/MS(SIM) 5ug/kg
1,3-
2,4- -1-
trans-1,2-
3
2,4,6- -1-
1- -4-(1"- )
(OIC)
14.2.
1) 1,3- 2 )
OO
1,3-diphenyl propane
C15H16
196.3
2) 2,4- -1- 2 )
I
CCHZCH2%<1:>
2,4-diphenyl-1-butene
CigHis
208.3
3) trans-1,2- (2 )

trans-1,2-diphenylcyclobutane

16 16

208.3
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4) 2,4,6- -1- G )

CH_ _CH
2,4,6-triphenyl-1-hexene [::::]// CH, \T:::::
24 24

312.5

5 1- -4-(1"- ) G ) O

1-phenyl-4-(1'-phenylethyl)tetralin e O
24 24
312.5
14.3.
[ ]
1 509( )
[::::::](Dean&Stark )
250ml 5¢
5ml
3
( ) -
L 11 2ug 50,50
lul
14_.1 Deané&Stark
*1 -d10 -d10 -d12
14.4.
2 2 3 " 5
6 100 10ml
20 40pg/ml 50ml
1ul  GC/MS
*2 3 10pg/ml (1,3- 0.66ug/ml
2,4- -1- 8.38ug/ml  trans-1,2- 0.96ug/ml)
*3 3 10pg/ml (2,4,6- -1- 4.83ug/ml
1- -4-(1"- ) (1) 1.32 pg/ml (2) 2.28 pg/ml

(3) 0.63pg/ml  (4) 0.69ug/ml
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14.5.

Sug/kg( )
0.05ng 1ul 5ml 50g
14.6.
GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
100 (3min)-10 /min-280 (10min)
250 280
(He) 1ml/min
( 1min)
El
14.1
14.1
(n/2) (n/2) %)
1,3- 92 196 29
2,4- -1- 91 208 10
1,2- 104 208
2,4,6- 1- 91 207
1- -4-(1- ) €D 129 207 71
- (- ) 129 207 72
@
- - ) 129 207 85
(©))
- - ) 129 207 131
*
-d10 188
-d10 212
-d12 240
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