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TOC 20

(U. S. EPA)

1.
1976 s
clobon) N

(U. S. EPA)
)

(EPA Consent Decree)”,

: GC/MS

—EDCs”
20 60 N s
70 s -
, 1]
(
(priority pollutants) ,
GC/MS
( 92-500,
EPA
) 92-500 307
21 ¢ 1-D 65
1976 11
’ }ig/L

10},Lg/L
(CLP)

“

COD,

(Au-

(a)

65



1-1 21
12/1979 7/1980
12/1979 7/1980
8/1979
5/1980 10/1980
10/1979 10/1980
4/1980 3/1980
12/1979 11/1980
8/1980 5/1980
3/1980 5/1981
1/1980 5/1980
10/1980
4/1980 10/1980
8/1980 8/1980
1/1980 8/1980
7/1980 1/1980
10/1980
8/1980 7/1980
3/1980 6/1980
10/1980
2.
1977 6 65 129
C 1-2), 15 ( ), 31
, 46 11
26 o
1-2
1 acenaphthene
2 acrolein
3 acrylonitrile
4 benzene
5 benzidine
6 carbon tetrachloride
7 chlorobenzene
8 1.2,4- 1.2,4-trichlorobenzene
9 hexachlorobenzene
10 1.2- 1,2-dichloroethane
11 1,1- 1,1-dichloroethane
12 1.1,1- 1.1,1-trichloroethane
13 1.1,2- 1.1, 2-trichloroethane
14 hexachloroethane




15
16
17

1.1.,2,2-tetrachloroethane
chloroethane
bis(chloromethyl) ether
bis(chloroethyl) ether
2-chloroethyl vinyl ether
2-chloronaphthalene

2,4 ,6-trichlorophenol
p-chloro-m-cresol
chloroform

2-chlorophenol
1,2-dichlorobenzene
1,3-dichlorobenzene
1.4-dichlorobenzene
3,3’-dichlorobenzidine
1,1-dichloroethylene
trans-1,2-dichloroethylene
2, 4-dichlorophenol
1,2-dichloropropane
trans-1,3-dichloropropene
2,4-diniethylphenol
2.4-dinitrotoluene

2, 6-dinitrotoluene
1,2-diphenylhydrazine
ethylbenzene

fluoranthene
4-chlorophenyl phenyl ether
4-bromophenyl phenyl ether
bis(2-chloroisopropyD) ether
bis(2-chloroethoxy) methane
methylenechloride
methylchloride
methylbromide

bromoform
dichlorodibromomethane
trichlorofluoromethane
dichlorodifluoromethane
chlorobromomethane
hexachlorobutadiene
hexachlorocyclopentadiene
isophorone

naphthalene

nitrobenzene

2-nitrophenol
4-nitrophenol

2, 4-dinitrophenol




60
61
62
63
64
65
66
67
68
69
70
71
72
73
74
75
76
77
78
79
80
81
82
83
84

86
87
88
89
90
91
92
93
94
95
96
97
98
99
100
101
102
103
104

(2-

Lghildk

La,b]
[1.2,3-cd]

/

4,4'-
4,4'-

i

4,4 -

4, 6-dinitro-o-cresol
N-nitrosodimethylamine
N-nitrosodiphenylamine
N-nitrosodi-n-propylamine
pentachlorophenol
phenol

di(2-ethylhexyD) phthalate
butylbenzyl phthalate
di-n-butyl phthalate
di-n-octyl phthalate
diethyl phthalate
dimethyl phthalate
benzo[ a Janthracene
benzo[ a ]pyrene
3,4-benzofluoranthene
benzo[ & Jfluoranthene
chrysene
acenaphthylene
anthacene

benzo[ ghi ]perylene
fluorene

phenanthrene

dibenzo[ a,b6 Janthacene
indeno[ 1,2,3-cd ]pyrene
pyrene
tetrachloroethylene
toluene
trichloroethylene
vinylchloride

aldrin

dieldrin

chlordane

4,4'-DDD

4,4'-DDE

4,4'-DDT
alpha-endosulfan
beta-endosulfan
endosulfan sulfate
endrin

endrin aldehyde
heptachlor

heptachloro epoxide
alpha-BHC

beta-BHC

gamma-BHC




105 o~ delta-BHC

106 -1242 PCB-1242

107 -1254 PCB-1254

108 -1221 PCB-1221

109 -1232 PCB-1232

110 -1248 PCB-1248

111 -1260 PCB-1260

112 -1016 PCB-1016

113 toxaphene

114 antimony

115 arsenic

116 asbestos

117 beryllium

118 cadmium

119 chromium

120 copper

121 cyanide

122 lead

123 mercury

124 nickel

125 selemium

126 silver

127 thallium

128 zine

129 2,3,7,8- I 2,3,7,8-tetrachlorodibenzo- p-dioxin
1979 ’

“ 4 (¢) 7, 56 s 1982 C 1-3,

1-3 “ ” 4 (c)

1 benzanthrone
2 2,3- 2,3-benzofluorene
3 thianaphthene
4 2- 2-bromochlorobenzene
5 3- 3-bromochlorobenzene
6 4- 4-bromodiphenyl ether
7 carbazol
8 chloroacetonitrile
9 4- -2- 4-chloro-2-nitroaniline
10 1- -3- 1-chloro-3-nitrobenzene
11 cholesterol
12 dibenzofuran
13 La.b] dibenzo[ a.b]thiophene
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1,2-
2,3~
2,6- -4-
2,3~
N, N-
2,7-
3,6-

1,3-
L

1,2,4,5-
1,1,1,2-

2,34,4,6-
-9-
1,2,3-
2,4,5-
2,3,6-
3,4,5-
1,2,3-
[9,10]

1,3,5-

1,2-dibromoethane
2,3-dichloroaniline

2, 6-dichloro-4-nitroaniline
2,3-dichloronitrobenzene
N, N-dimethylformamide
2,7-dimethylphenathrene
3,6-dimethylphenathrene
dimethyl sulfone

dimethyl sulfoxide

1, 3-dinitrobenzene
p-dioxane

diphenyl sulfide
2,6-di-tert-butyl- p-benzoquinone
2-isopropylnaphthalene
longifolene
2-methylbenzothioazole
4,5-methylenephenanthrene
1-methylfluorene
4-methylfluorene
1-methylphenanthrene
9-methylphenanthrene
2-nitrosomethylphenylamine
2-(methylthio) benzothazole
p-nitroaniline
pentamethylbenzene
perylene

phenothiazine
1-phenylnaphthalene
2-phenylnaphthalene
1,2,4,5-tetrachlorobenzene
1.1,1,2-tetrachloroethane
tetramethyllead
2,3,4,6-tetrachlorophenol
thioxanthe-9-ene
1,2,3-trichlorobenzene

2,4, 5-trichlorophenol
2,3,6-trichlorophenol
3,4,5-trimethoxybenzaldehyde
1,2,3-trimethoxybenzene
triphenylene
tripropyleneglycolmethylether
1,3,5-trithiane

aqualene




3. EPA600
L2~4], , EPA600
C 1-D. 624 ( ), 625 ( )
2,3,7,8-TCDD 613 GC/MS R
’ . EPA
, GC/MS s R
1-4 EPA600
EPA
601 - GC-ELCD
602 - GC-PID
603 - GC-FID
604 - ( ) GC-ECD
605 - HPLC
606 - GC-FID
607 - GC-NPD
608 - GC-ECD
609 - GC-ECD.FID
610 - HPLC
611 - GC-ELCD
612 - GC-ECD
613 I - GC/HRMS
624 - GC/MS
625 - GC/MS
EPA
4.
EPA600 , °
@y —EPA500
(EPA600 ) s
? ’ EPABOO
C 1-5.
(2) EPAS8000 ( )
, , EPA
SW-846 ( ). 8240, 8250, 8260, 8270, 8280,
8290 GC/MS 1-6),
(3) EPA TO ( )

b



, 1990

189 51,
GC/MS TO-1. TO-2. TO-14/15 TO-17 « 1-7,
1-5 EPAS00
EPA
501 - GC-ELCD
- GC-ECD
502 - GC-ELCD
503 - GC-PID
504 1,2 GC-ECD
1,22 -3
505 GC-ECD
506 - GC-FID
507 . - GC-NPD
513 e - GC/HRMS
515 - GC-ECD
524 - GC/MS
525 - GC/MS
531 n- HPLC
n-
547 Glgphosate HPLC
548 Endothall - GC-ECD
549 . - HPLC
550 - HPLC
551 - GC-ECD
552 - ( ) GC-ECD
EPA
1-6 EPAS8000 (GC/MS )
EPA
8240 - GC/MS
8260 - GC/MS
8250 - GC/MS
8270 - , GC/MS
8280 0 - , GC/LRMS
8290 i - , GC/HRMS
1-7 EPA TO (GC/MS )
EPA
TO-1 (80~200°C) / GC/MS
TO-2 (—15~120°C) / GC/MS
TO-14/15 Canister/ GC/MS
TO-17 / GC/MS




1. GC/MS
1974 “ 9 ,
o ’
s 1974 ~1985 s 600
s 189 s 100 R s
GC/MS , 6,73,
b N N b
2 [8.9]
1993 3 8 s s
« 1-8),
1-8 ( )
/(mg/1)
0.03 PT GC(ECD) GC/MS
HS GC(ECD) GC/MS
LLE GC(ECD)
0.01 PT GC(ECD) GC/MS
HS GC(ECD) GC/MS
LLE GC(ECD)
0.002 PT GC(ECD) GC/MS
HS GC(ECD) GC/MS
LLE GC(ECD)
0.02 PT GC(FID) GC/MS
HS GC/MS
1,2- 0. 004 PT GC(ECD,FID) GC/MS
HS GC/MS
1,1,1- 1.0 PT GC(ECD) GC/MS
HS GC(ECD) GC/MS
LLE GC(ECD)
1,1,2- 0. 006 PT GC(ECD) GC/MS
HS GC(ECD) GC/MS
LLE GC(ECD)
1,1- 0.02 PT GC(FID) GC/MS
HS GC/MS
-1,2- 0. 04 PT GC(FID) GC/MS
HS GC/MS
1,3- 0.002 PT GC(FID) GC/MS
HS GC/MS
( ) 0. 006 LLE HPLC
SPE HPLC
0.003 LLE GC(FTD) GC/MS
SPE GC(FTD) GC/MS
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/(mg/L)
0.02 LLE GC(FTD.ECD) GC/MS
SPE GC(FTD,ECD) GC/MS
0.01 PT GC(FID) GC/MS
HS GC/MS
0. 06 PT GC(ECD) GC/MS
HS GC/MS
-1,2- 0.04 PT GC(ECD) GC/MS
HS GC/MS
1,2- 0.06 PT GC(ECD) GC/MS
HS GC/MS
0.3 PT GC(ECD) GC/MS
HS GC/MS
& 0.008 LLE GC(FPD,FTD) GC/MS
SPE GC(FPD,FTD) GC/MS
( ) 0.005 LLE GC(FPD,FTD) GC/MS
SPE GC(FPD,FTD) GC/MS
0.003 LLE GC(FPD,FTD) GC/MS
SPE GC(FPD,FTD) GC/MS
0. 04 LLE GC(ECD) GC/MS
SPE GC(ECD) GC/MS
0. 04 LLE HPLC
SPE HPLC
0. 04 LLE GC(ECD) GC/MS
SPE GC(ECD) GC/MS
( ) 0.008 LLE GC(ECD) GC/MS
SPE GC(ECD) GC/MS
0.006 LLE GC(FTD,FPD) GC/MS
SPE GC(FTD.FPD) GC/MS
0.01 LLE GC(ECD,FTD) GC/MS
SPE GC(ECD,FTD) GC/MS
0.02 LLE GC(FPD,FTD) GC/MS
SPE GC(FPD,FTD) GC/MS
0.008 LLE GC(FPD,FTD) GC/MS
SPE GC(FPD,FTD) GC/MS
0.005 LLE GC(ECD) GC/MS
SPE GC(ECD) GC/MS
0.6 PT GC(FID) GC/MS
HS GC/MS
0.4 PT GC(FID) GC/MS
HS GC/MS
(2- 0.06 LLE GC(FID) GC/MS
SPE GC(FID) GC/MS
: PT— ; HS— i LLE— SPE-—
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3.
C 1-9,
1-9
/(mg/L)
0.002 PT-GC/MS PT-GC
1,2- 0. 004 PT-GC/MS
0.02 PT-GC/MS HS-GC/MS PT-GC
-1,2- 0. 04 PT-GC/MS HS-GC/MS PF-GC
1,1- 0.02 PT-GC/MS HS-GC/MS PT-GC
0.01 PT-GC/MS HS-GC/MS PT-GC
1.1.2 0.006 PT-GC/MS PT-GC
0.03 PT-GC/MS HS-GC/MS PT-GC
0.01 PT-GC/MS HS-GC/MS PT-GC
0. 06 PT-GC/MS HS-GC/MS PT-GC
0.1 PT-GC/MS HS-GC/MS PT-GC
0.03 PT-GC/MS HS-GC/MS PT-GC
0.09 PT-GC/MS HS-GC/MS PT-GC
0.1 PT-GC/MS HS-GC/MS PT-GC
1,3- 0.002 PT-GC/MS
1,1,1- 0.3 PT-GC/MS PT-GC HS-GC/MS
-1,2- 0. 04 PT-GC/MS HS-GC/MS PT-GC
0.6 PT-GC/MS HS-GC/MS PT-GC
0.4 PT-GC/MS HS-GC/MS PT-GC
0.3 PT-GC/MS HS-GC/MS PT-GC
1,2- 0.06 PT-GC/MS HS-GC/MS PT-GC
~
1.
, 1987 .
1989 s s
N b b
b o
(D
@) ( ), o



13

(LDSO ) 14C50 ) ) (TDL) N ( )
® . \

o

@ .

e g s

X LT AL T HE . HA. . EE
A 15
|
b=

L men |

Atk | [ | =50 & FFsEh
e e B it
L[ | '
i
b
BRI WM T 7
&

(U REEC/EA S

BTG
BRI

| s (s R £ |

1-1



14 —

’ o
b
(2) , ,
, 1-1
2.
1992
( N
1-10),
1-10
1 dichloromethane
2 trichloromethane
3 carbon tetrachloride
4 bromoform
5 trichloroethylene
6 tetrachloroethylene
7 1.2- 1.2-dichloroethane
8 1,1,1- 1,1,1-trichloroethane
9 1.1,2- 1,1,2-trichloroethane
10 1.1.2,2- 1.1,2,2-tetrachloroethane
11 benzene
12 toluene
13 ethylbenzene
14 o-xylene
15 m-xylene
16 p-xylene
17 chlorobenzene
18 o-dichlorobenzene
19 p-dichlorobenzene
20 hexachlorobenzene
21 (PCBs) polychlorinated biphenyls
22 phenol
23 m-cresol
24 2,4- 2,4-dichlorophenol
25 2,4,6- 2,4, 6-trichlorophenol
26 pentachlorophenol
27 p-nitrophenol
28 nitrobenzene
29 pnitrotoluene
30 2,4~ 2, 4-dinitrotoluene
31 trinitrotoluene
32 p-nitrochlorobenzene
33 2,4~ 2, 4-dinitrochlorobenzene
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34 aniline

35 dinitro aniline

36 p-nitro aniline

37 2,6- 2,6-dichloronitro aniline
38 naphthalene

39 fluroanthene

40 (o] benzo[ b]fluroanthene

41 (k] benzo[ & fluroanthene

42 [a] benzo[ a ]pyrene

43 [1,2,3-cd] indeno[ 1,2, 3-cd |pyrene
44 Lg.h,i]dE benzo[ g.h,i]perylene
45 dimethyl phthalate

46 di-n-butyl phthalate

47 dioctyl phthalate

48 hexachlorocyclohexane
49 DDT

50 DDV

51 dimethoate

52 parathion

53 parathion methyl

54 nitrofen

55 trichlorfon

56 acrylonitrile

57 N- N-nitrosodimethylamine
58 N- N-nitrosodi-n-propylamine
59 cyanide

60 asbestos

61 arsenic and compounds
62 beryllium and compounds
63 cadmium and compounds
64 chromium and compounds
65 copper and compounds
66 lead and compounds

67 mercury and compounds
68 nickl and compounds

69 thallium and compounds

. 2000

1998

2001

2000

C 1-1D,

89
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1-11 2000
1 1. 5(Pt-Co 44 0.01lmg/L
2 45 0. 1ug/L
3 16 0. lpg/L
4 47 0. 1pg/L
5 pH 6.5~8.5 48 0. 1pg/L
6 450mg/L(CaCO3) 49 0. 1pg/L
7 250mg/L 50 0. 1pg/L
8 250mg/L 51 MPN<Z1/100mL
9 1000mg/L 0/100mL
10 20mg/L(N) 52 (20°C) 400pS/cm
1 1. Omg/L 53 100mg /L
12 0.3mg/L 54 50mg/L
13 0.3. 0.05mg/L 55
14 0.002mg/L 56
15 0.3mg/L 57 >30mg/L(CaCO3)
16 0. lmg/L 58 0. Img/L(NOy)
17 1. 0mg/L 59 0. 5mg/L(NH;)
18 1. O0mg/L 60 5mg/L
19 0. 05me/L 61
20 0. 06mg/L 62 0.0lmg/L
21 0.003mg/L 63 0. Img/L
22 0. 05me/L 64 Ime/L
23 0.05mg/L ( ) 0.002mg/L
24 0.01mg/L 65
25 ( 0. 05mg/L 66
26 0.001mg/L 67 |2,4-
27 0.05mg/L 68
28 0.01mg/L ( ) Img/L
29 |DDT 0.001me/L 69
30 0. 005me/L 70 |1.1.1-
31 [a] 0.01pg/L 711,12
32 (37°C) 100 /mL 72 |1,1,2,2-
33 3 /L 73
34 ( o 0.1Bg/L 74
35 « P 1Bg/L 75 0.01pg/L
36 0. 2mg/L 76 0.002mg/L
37 200mg/L 77 0. 05mg/L
38 |2.4,6- 0.01mg/L 78 0.01mg/L
39 |1,2- 0.01mg/L 79 0. Img/L
0 [1.1- 0. 3pg/L 80 1. Omg/L
41 0.01mg/L ( ) 0.2pg/L
42 0.03mg/L 81
43 0.01mg/L 82
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83 ] 87 MPN<1/100mL
84 [#] 0/100mL
85 [1,2,3-cd] 88 MPN<C1/100mL
86 [ghjldE 89 | Ames
2.
2001 6 (o],
o ¢ 1-12),
C 1-13), C 114,
1-12
( ) 0.05mg/L
15 . 0. 05meg/L
1. 0mg/L
1 (NTO)®, 0.0lmg/L
5 0.001mg/L
C N ) 20mg/L
0.0lmg/L
pH 6.5~8.5 0.002mg/L
¢ CaCO; ) 450mg/L 0. 06mg/L
0.2mg/L
0.3mg/L 100(CFU/mlL) @
0. Img/L 100mL
1. Oomg/L
1. 0mg/L 100mlL
( ) 0.002mg/L
0.3mg/L 30min
250mg/L 0.3mg/L,
250mg/L
1000mg/L. 0. 05mg/L(
C 0Oy ) 3mg/L )
5mg/L
a 0.5Bg/L
0.05mg/L B 1Bg/L
0.005mg/L
@ NTU

® CFU
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1-13
/(mg/L) /(mg/L)
0.02
0.02 0.3
200 0.5
0.01
0. 005 0.001
0.7 0.02
0. 002 0. 03¢
0.5 0. 08(
0. 07 2,4~ 0.03
0.02 0. 0004
0.05 0.0002
0. 0001 0.001
0.02 0. 005
1,2- 0.03 0.002
1,1,1- 2.0 0. 25(
0. 005 0.003¢(
1,1- 0.03 0. 02(
1,2- 0.05 0. 009
0.07 0. 2(
0. 04 )
0.01 3
0.7 2,4,6- 0.2
0.5 0.9
0.3 o
0.02
[a] 0. 00001
0.3 1
1.,2- 1.0 0.1
1,4~ 0.3 0.1
( ) 0.02 0. 06
(2- 0. 05
) 0. 008 0.1
0. 0005 ( 0.01
0. 0006 CN™ 0.07
-LR 0. 001
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1-14

/(mg/L) /(mg/L)
5.0 (2- 0.008
2.0 0. 002
0. 05 0.01
0.01 0. 0001
0.9 ) 0.3
0.1 0.2
0.02 0.2

1,2- 0.03 0.5
0.02 0. 005
2.0 0.01
0.01 0.02
0.7 0.003
0.5 0.07
0.3 1.0
0.3 0.002

1,2- 1.0 0.5
0.5 0. 005
0. 05 0.02
0.5 0.7
0.02 0. 05
0.5 0.1
0.02 0. 0001
0. 05 (4049) 0. 25
0. 25 (1059) 0. 03
0.02 ( 1605) 0.02
0.1 (1605) 0. 003
3.0 0.08
3.0 0. 002

0. 0005 0.01
0. 005 0. 05
0.07 0.02
0. 04 0.5
s N

s o N

“ 7, 2003 3 1 o N

. 19 1-15), GC  GC/
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1-15 ( )
(SO.) mg/m? 0. 50 1h
(NO2) mg/m? 0. 24 1h
(CO) mg/m? 10 1h
(COy) % 0.10
(NH3) mg/m?® 0. 20 1h
(O3) mg/m?® 0.16 1h
(HCHO) mg/m? 0.10 1h
(CsHs) mg/m? 0.11 1h
(C;Hg) mg/m? 0. 20 1h
(CgHig) mg/m?® 0. 20 1h
la] (Bla]P) mg/m?® 1.0
(PMy,) mg/m? 0. 15
(TVOO) mg/m?® 0. 60 8h
(%22Rn) Bg/m?® 400
(Cs) (Ci5)
’
b b
GC/MS .
. b
1. [11]
1999 5 28 ” . . &
1500 N s
’ Y o
’ "‘HY-‘]},; ° ’
1976 R (R
b b
o 9 b b
2 o
2. W
i . W (PCDD)
(PCDF),
9 1 9 1
8 0 2 8 2
Cl7 ;Cl Cl7 ;Cl
Y Y 0T
PCDD PCDF

210 o
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2,3,7,8 & , LDs, 0. 6pg/kg.
1000 (CN7) 10000 . I
N b o
, , (WHO)
( . 1997 6 15~18 ) ,
(TEFs), 2,3,7,8-TCDD .
TCDD (TEQ), “ ok
210 , 17 .
16f12"
1-16 TEFs (WHO 1998)
TEFs TEFs
PCDD 1,2,3,7,8-PCDF 0. 05
2,3,7,8-TCDD 1 2,3.,4,7,8-PCDF 0.5
1.2,3.7,8-PCDD 1 1,2,3,4,7,8-HxCDF 0.1
1.2.3,6,7,8-HxCDD 0.1 1,2,3,6,7,8-HxCDF 0.1
1,2,3,7,8,9-HxCDD 0.1 1,2,3,7,8,9-HxCDF 0.1
1,2,3.4,7,8-HxCDD 0.1 2,3,4,6,7,8-HxCDF 0.1
1,2,3.4,6,7,8-HpCDD 0.01 1.2,3.,4,6,7,8-HpCDF 0.01
OCDD 0. 0001 1.2,3,4,7,8,9-HpCDF 0.01
PCDF OCDF 0. 0001
2,3,7,8-TCDF 0.1
’ I]‘BIUE‘ ’
5~10pg/kg
0.01pg/kg
(WHO) 1998 1~4pg/kg
(TEQ).
. WHO
3. I [13~16]
IBIE ,
b o b []‘HL‘]?: b
, 70% ~80% , .
’ o
. ( ) W \
JRIE

N}
° i o



I

. 2002 2 . (26 )
4. GC/MS RS
(R . (pg ),
(210 ), .
. GC/MS,
- (GC/HRMS),
(1) GC/LRMS GC/HRMS .
. GC/LRMS e .
. ( ) GC/MS
R . EPA8280 GC/LRMS
I , , .
2,3,7,8TCDD , m/z  319.8965,
m/z 320, , m/z 319.5~320.5
2,3,7,8TCDD . ,
. +0.5 .
(pg~1fg ) , .
m/z 319. 896~319. 897 . .
\ & . . GC/HRMS
(20 ), . .
(2) & .
. , , , 0.5m/s ,
L . I
2000 , h 600 .
( . )\ . .
S ‘ \ QA/

QC . n ,
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5. I

A
, [18] GC/LRMS
[19] I
[h GC/HRMS
L .
GC/HRMS (
— .. ( ), .
. .
(G
. .
[20] 3
1. .
. C ,
. .
. .
( 0~50cm) : N y
1~2cm R N ,
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1-2

o

10~15cm

<5m
5~10m

>10m

w N

0. 5m)
0. 5m,

0.5m,1/2

’

0. 5m)

0. 5m)

1m

.

1/2

0. 5m
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, 100m
3.
( )6
4.
’ 2~3 ° ’ N
C )
1.
170~350°C, 25°C 13.33~1.33X10 °Pa
(@] o
’ ° @ 5 @
3 © . -
, o 1-302171, 2L ) , 5% NaOH
pH>129 ’ 40mL ( ’ ) ’
3 , (400°C 3h) s
K-D 1mL . 3mol/L pH<2,
[22], 1-4,
) A, B, C . A . B
( ), C ( ).
o ( ), 5L
@ - ’ 1’3 o
(202%), s o

K-D R 1~2 Snyder



KHH

5% NaOH

3X40mL CH,Cl,
AL

ZEHL
KHH

v
#*

1-3

AL
) GC/MS

B/ H A 5y

WL 5y

(60~65C)

R ImL
®)

(a) : Varian

30m X 0. 25mm ( )

30mL/min;
mzm@ (20min) ;
0. 4min .

(b /

® 1psi=6.89476kPa,

30mL/min;

@
&
B B ST O
@]
5
=

TEMEISIE B

b 9

30~40min R

o

3760 . SE-54
N, 10psi®; 100 : 1;
200mL./min; 50°C (3min)

250°C 5 300°C 1pL;

Finnigan-MAT 4510 GC/MS/DS,
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He; 10psi; 20+ 1; 250°C ; 1pl;
. 8°C /min
SE-54 30m X 0.25mm ( ) 50C (3min) — 270°C
(30min) ; EI; 70eV; 0. 25mA;
1250V 45 ~650u; 1s; 120°C
270°C 270°C,
b
s s 1-18,
b
b Y Y o
1-18
/min
(A) (B) «©)
1 5.36 Cz Hg 14345 6500
2 1. 09 3- -2~ CsHi160 15164 14806 —
3 7.08 4- - CsHy2 0, 6707 1502 —
1 7.50 CiHz 0, 6940 — —
5 7.62 — 3100 — —
6 8. 15 CsHio 5727 3344 —
7 8.50 Cs Hy0 O, — 10765 —
8 9. 86 10669
9 10. 38 1- CoHyp — 4025 17379
10 10. 76 CsHy2 0, 5652 1205 —
11 11. 29 — — — 1619
12 11. 46 2- CsHis0O 5695 4988
13 11. 65 — 3237 3132 —
14 11.93 1H- Co Hy 1724 2834 —
15 12. 42 2,2,6- CiiHy 3955 1660 —
16 12. 44 CsHgO 4731
17 12.56 3- CrHgO 19628 37489 —
18 12.78 asa- CoHy, O 13078 15964 15087
19 12. 94 1-( ) CsHi, O 144692 2000
20 13.56 CsH,,O | 47132 184185 —
21 13.78 3,5,5- CoHy,0 3236 2278 1540
22 14. 29 — 2223 — —
23 14. 70 1,7,7- [2.2.1] CioHi50 5730 1000
24 14. 80 5- -2-(1- ) CioHi50 5571 1395 —
25 15.12 Cyo Hg 12101 8770 —
26 15. 80 2- CsH100: — 5804 —
27 16. 32 1583 1189
28 16. 45 Cs Hg Oy — 3430 —
29 16. 99 -2H- Hioo- CsHy; ON 295833 27268 —
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/min
(A (B ©
30 17. 40 — 34053 —
31 17. 65 1635 6582
32 18. 32 CyH1p O 34955
33 18. 38 3,4~ CsHi0O3 | 63086
34 18. 69 CioHio O 3577 2414 —
35 19.12 3- CoH,N 3870 1834 —
36 19. 40 4- -3- CsHgO3 | 203990 2489 —
37 19. 66 — 8575 1652 —
38 19. 90 — 2780 — —
39 20. 38 Ci2 Hg 1433 1340 —
40 20. 95 4~ -3- CoHy00O5 | 73331 3196 —
41 21. 27 4= -2,6- (1,1- ) CisHyO | 11153 7499 13410
42 22.63 — 4918 1689 1243
43 23. 90 2,3,4,5- ~( )-D-
Ci2Hz005 | 68379 72661 50314
44 23.35 1.2,3,4,5,6- -0-(-1- )-
D- Cag Hag Os 4241
45 23.96 4~ -3,5- CoHi0Oy | 189976 — —
46 24. 26 2,3,4,5- )-D-
CiHisO; | 25278 4147 7560
47 25.11 4- -3,5- CioH1204 | 169740 7018 —
48 25. 40 — 3903 2209 —
49 25. 90 — 13205 — —
50 26. 69 3- -2- -2- Cis HioO:Cl| 19251 2641 —
51 27.71 2- CoHi50 11157 3663
52 27.93 CioHs2 O 3978 3479
53 28.10 Cis Hz2 Oy 9805 1810 1500
54 28. 65 9,10- Ci Hg O, 7228 — —
55 29. 44 1H- -5- CH;N; 3694 — —
56 29. 68 — 3766 — —
57 31.11 4,4'-(1- ) Ci5HigO2 | 13651 14335 16126
58 32.51 3,7, 10- 2,6, 10-
CisH3O | 19111 — —
59 32.61 11606
60 35.53 — — 5307 —
61 35. 44 1,2,3,4,4A,9,10,10A- -1, 4A-
-7-(1- ) Ca0 Hag O 6765 — —
62 36. 67 CayH3s Oy | 26983 3946 11556
1710022 | 544803 120707
54 44 12
/% 100 31.7 7




] J_J_l.

(©)

(b)

(a)

1-5

(a) (b) (o) 1-4 A, B, C

1-5, 1-6

. 92%.
’ ’ 4_ _276_

(2) . \ N
(pg/L~pg/L), .
XAD . Chromosorb, GDX
1-7 XAD-2

XAD-2 , :
, s 24h,
24h, o

12

(1,1-

XAD-2
12h,

29



30 —

JLLL ALAL. A A_J*ma_iu—'f —
©
’ (®)
J
(a)
1-6 /
() (b) (o 14 A, B, C
iixv7i
3]27J<N32SO4
K-D
1-7
’ ° CIS ’
1) 1) 1) GC/MS
( Supelco Visiprep
DL SPE),
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1-19 s o
1-19
100mg I1ml PK108 5
500mg 3mL PK54 .
ENV-18 SPE ’ 500mg 6ml PK30
’ lg 6mL PK30 . .
5g 20mL PK20 .
100mg 1mL PK108
500mg 3ml PK54 | ENV-18,
LC-18 SPE 500mg 6mL PK30
1g 6ml PK30 ENV-18,
5g 20mL PK20 ENV-18 SPE
100mg 1ml PK108
LC-NH2 SPE
500mg 3ml PK54
100mg 1mL PK108 ’
LC-WCX SPE .
500mg 3mL PK54
1g 6ml PK30
= 100/120 s 2g 12mL PK20 NN . N
LC-Florisil SPE
5g 20mL PK20 .PCB
10g 60ml. PK16 N N
(23] Supelco Cis
b
Supelco SPE ,
6mL/O. 5g ENV*Cm °
@ o 6ml. 3
’ 2N3 ’ °
@ ° ’ . 45}1111
o 6ml./min Cis , 1L 2.5h . 1L
5ml 10g NaCl .
©) . . . SPE
s 30min,
@ ) . 10mL CH,Cl; 3 6mL/min
, K-D s 1mL
’ ll'IlLO

(a) HP 6890/5973
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HP-5 MS 25m X 0. 25mm X 0. 25pm
. 20°C /min . 12°C /min
(b) : 45°C (2min) 160°C (2min) 180°C
7°C /min 12°C /min
(2min) ——>240°C (5min) 300°C (5min); 250°C ;
1pll ( ); EI  70eV; DFTPP ; 1. 7kV;
45~450u,
NIST 98 , )
=80% o ; ; )
1-20 o
1-20
1% 2% 3% T 5%
14 16 15 8 13
21 16 16 13 22
11 8 2 6 5
18 20 23 16 19
5 4 A 4 5
3 2 1 1 1
2 0 0 1 0
4 8 7 4 10
40 37 39 25 38
9 9 10 5 10
19 6 13 5 4
1 0 0 1 0
0 0 1 1 0
0 0 4 1 3
0 0 0 1 1
13 16 15 13 15
160 142 150 105 146
EPA 40 22 25 22 19
17 13 12 11 9
2. (VOCs)
200°C , 16~250u, 13.33Pa (20°C)
(D ( ) - s
o 1-8 o

, Agilent, PE, ,



33

19
( ) .
72
- Fik
=3 —
R 5 o

//;é{l]ﬂ_
| Ei
/ RIS
el

|_ 11 — ] [ @ ] —
u [©)
L) Q
Sl - R0
1-8
® ; © ®) ;
@ 3 © i © GC  GC/MS
KaEEkgtE s, EAER O FRER 5% BERHMH
I
rani:3E S
! R
1-9
(2) - (Purge &. Trap)
, s GC/MS o
. 1-10 Tekmar
5mL) )

LL.SC 2000
(



) s
), ( Tenax )
5~15min , s s
, ( ),
, . Purge-Trap/GC/MS
EPA R
(_ LSC 2000
/GUNs| e
m _|
EHE
2o

v
r
S pg
L Esy il B
RSN FTT
fiEhT 77 =X s —
1-10 -
3. (SPME)
- \ (SPE) (SFE) o
; . 1989 C. Arthurt?4
(SPME) ,

( N ) ) GC, LC. GC/MS




T
HEFF
?W@ﬁﬁ:\\f N VA5 3
T IEH
EWE
AR AL
FEREEUL IR ]|
:PME ﬂﬁy%il SPME ZEHY 3k
(2) SPMEZERL, (b) SPME T4
FAGCHERED  EORRES g N
i NHEREHE ek 2Bk ,ﬁ,

J GV
!

! Rk WA s
g EH;}\ﬁkgu @ﬁﬁ% VRS IER

it L
SRR
Al AN ]l
Il
ﬁA&%ﬂ

(c) SPME #{Eid

1-11 (SPME)



’ Y Y Y b Y
. . , GC, LC, GC/MS ,
s ( Supelco ),
1-11 .
N (VOCs)
(s-VOCs) o , o
SPME . N o
1-21 o
1-21
IO‘um.
PDMS 30pm,
7],Lm9
65‘1111’1;
PDMS/DVB 65pm, s ,
65um, s
PA 85pm, ;
75pum, s vVOC
CAR/PDMS '
85pum, s VOC
65};m, 0 ’
CW/DVB
70pm, ,
CW/TPR 50pm, s . HPLC
DVB/CAR/PDMS 50/30pm , Cs ~Cyo
100pm PDMS.7;m PDMS,
85um PA
;. PDMS—— ; DVB— s PA—r ; CW—ro (20000)
TPR— ; CAR—
’
b o
[25]
b
(a) : HP 6890/5973 GC/MS ; HP-5 MS 30m X

0. 25mm X 0. 25um

15°C /min 5°C /min

(b) : 150°C 200°C 270°C (6min) ;
270°C 270°C He; 0.9mL/min; EI 70eV; SIM
; 230°C; 160°C,
(SPME) 7um PDMS
30min; 15min; ;

1-22 ,
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1-22 6 SPME
/Cug/L) 2 /% (n=5) /Cug/L)
0.2~24.0 0.9999 11 0. 006
0.3~36.0 0.9981 11 0.3
0.7~84.0 0.9974 16 0.2
1.7~204.0 0.9996 16 1.0
0.4~48.0 0. 9945 19 0.4
1.7~204.0 0.9997 25 0.7
1.
@b ; GC/MS .
(100mlL ) ( ) )
(10~100uL) GC . GC
, 3 s . 2~
3 °
(2) ) )
, GC/MS .
, . Tenax TA., Carbosives|]] . Carbotrap, TDX,
o , ¢ ,
0.5~1L/min R .
. : 0. 8mg/m?,
20pg. ) 0. 5L/min,
(ImL), 1L, 20pg s
20pg . 0.8mg/m?® (0.8ug/L),
, 1/5 1/10, 0.16~0.08ug/L, 0.16ug/L
, 20pg, 125L , 0. 5L/min 250min, 4
Tenax TA ) ,
o 1~2L , S5min o
3) - (Canistor)
) ( )

6L, o (¢ Tekmar 6000, EN-
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TECH 7100 ) , , GC/MS .

o (3 ~4 )
. EPA TO-14/15 o
1-12 Tekmar 6000 - ,

EPA TO-17 o

By

fEhE%£GC

QIR
R
XA

X

2
%
X

R

.
3%

7
X
et

7
X
X

e
X
R

”
X
R

2
%
%

%
X
ole

7T
o
2

R

R
3%
2026

X
%
R

5%
%
&

%

3%
o

————

IKIREEHI RS

[26]

o

HP-5973  GC/MS; Tekmar 6000 AERO Trap Desorber; CH-
45 ; Tenax TA .
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: D Tenax TA ,
0. 5L/min, 30min (15L ) ) Tenax TA
@ Tekmar 6000 AERO Trap Desorber
230°C, 10min; Trap —165°C; Trap
230°C, 4min; Trap —150°C; Trap
230°C, 1min; 200°C ,
® GC/MS He; 10psi; HP-WAX, 60m X
0. 32mm X 0. 25m; 40°C (3min) >200°C (30min) ;
220°C 230°C; 150°C ; 35~400u;
2.5 Js; EI  70eV; (Standard Tune),
- GC/MS . C 1-13)
s o 38
, 24 ( “
") 65. 8%,
5.3
3.19
265 10.32
8.60
7.32 9.59
15 7.49
10.46
o 12.10
2.03 15.68
11.38 133114,0314.96
e e ‘4MfJ”L.”.TA t .AH..., “ﬁﬁAJhAf% ......... T N—
0 100 2.00 3.00 400 500 600 7.00 8.00 9.00 1000 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00

t/min

1-13
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s ( ) o
s (927,
(0. 5L/min), 2h (60L), (0. 5mL), 1uL
« 1-14) s 43
. 25 , 66% .
611 935 10075
8.12 13.29
5.92 8.87
390 7.13
17.44
85 10.47
10.28
1.21
19.06
19.57

LN L )

100 2.00 3.00 400 500 600 700 800 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.0020.00
t/min

1-14
2.
, , GC/MS o
(D o ) KB-120,
]20L/m1n ( ) s i
’ ( ) b o
, ( ),
, ( ) o

(2 . , ,



: 1~2uL  GC/MS

b Y A b

3.
15, ,
%
% ADC-1 ADC-2
- = =
IJ‘:;:I Tenax
i GC
5 \_J \_J
150L/min LﬂJ LﬂJ
600mL/min  40mL/min
1-15
1 ; 2 ;5 3 i
3 5
1. N
(D 0 o
(2) o (105~110C
2h) ( 600°C £25C 2h), (
, GC/MS .
(90 % ), ,
. ( ) o 3
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T+ (250g)

ZHEE(1:1) 12h

R BRITRS

BEHE | ome ) v
Sephadex CH-20 | T8 (11) it
[
b Y
0~30mL 30mLUL 2 Bk
RERGIE 2 GC/MS

FIRR TR

CHCl,

15% H,SO4 3X100mL

ﬁi«{ HHLE )z

CH,Cl, ¥k 5X20mL

NaOHif pH>12
CH,Cl, 3X100mL

o, AR

K-D E

1-17

2. GC/MS (27]

(@Y . ,
, EPA

o 1-23
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1-23
HWNO® CAS /(mg/L)
Do018 107-13-1 5.0
D004 7440-38-2 5.0
D005 7440-39-3 100. 0
D019 71-43-2 0.07
D020 (2- 111-44-4 0. 05
D006 7440-43-9 1.0
Do21 75-15-0 14. 4
D022 56-23-5 0.07
D023 57-74-9 0.03
D024 108-80-7 1.4
D025 67-66-3 0.07
D007 1333-82-0 5.0
D026 95-40-7 10. 0
D027 106-38-4 10. 0
D028 106-44-5 10. 0
D016 2,4- 94-75-7 1.4
D029 1,2- 95-50-1 4.3
D030 1,4- 106-46-7 10. 8
D031 1,2- 107-06-2 0.4
D032 1,1- 75-35-4 0.1
D033 2,4- 121-14-2 0.13
Do12 72-20-8 0.003
D034 76-44-8 0. 001
D035 118-74-1 0.13
D036 87-68-3 0.72
D037 67-72-1 4.3
D038 78-83-1 36. 0
D008 7439-92-1 5.0
D014 72-43-5 1.4
D039 75-09-2 8.6
D040 78-93-3 7.2
D041 98-95-3 0.13
D042 87-86-5 3.6
D043 106-95-2 14. 4
D044 110-86-1 5.0
D010 7782-49-2 1.0
Do11 7440-22-4 5.0
D045 1.,1,1,2- 630-20-6 10. 0
D046 1.,1,2,2- 79-34-5 1.3
D047 127-18-4 0.1
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HWNO® CAS /(mg/L)
D048 2,3,4,6- 58-90-2 1.5
D049 108-86-3 14. 4
D015 8001-35-2 0.07
D050 1.1,1- 71-55-6 30. 0
Do51 1.1,2- 79-00-5 1.2
D052 79-01-6 0. 007
D053 2.4,5- 95-95-4 5.8
D054 2,4,6- 88-06-2 0.3
D017 2,4,5- 93-76-5 0. 14
D055 75-01-4 0.05

@O HWNO——
(2) (Toxicity Characteristic Leaching Procedare,
TCLP)
TCLP 1-18,
IR PIRE ‘ TR
S AT VE A AL UE
<0.5% >0.5%
| TR, Py
PR I T
f)ﬁf%ﬁé’gigﬂﬁ | I I&}%ﬁfﬁmﬂg
LN
4°c% fi#7F
WRKIAE>9.5mm B
A <3.1em¥/g, Jil/ )N
hikifz
|
EIfHfY TCLP 32HL
PER IR TR FTC
T2 (RS 3
|
W/ 5y
0.6~0.8um A, 72
R YETERR
TCLP i
TCLP 12 Hii TCLP ¥ thili —

1-18 TCLP
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D . 500mL 5. 7mL 64. 3mL 1. 0mol/L
NaOH, 1L, I s pH 4.93+
0.05. 1I — 5.7mL 1L ., pH
2.880. 05, , pH
® . 5.0g , 500mL
, 96. 5mL , ,
5min, pH, pH<5. 0, I ; pH>5.0,
3. 5mL 1. Omol/L. HCI, 30s 50°C 10min,
s pH . pH<5.0, 1 , pH>5.0,
I o
®) . 100g . 20
, , (30+2)r/min
18h, s (22£3)C o
18h , TCLP . TCLP
4°C , s o , TCLP
: — 14 —40
He— 28 ——180 ,
, TCLP ,
(3) GC/MS
. GC/MS , N
( ; )
. ( )
€Y GC/MS (28] .
o ( )
GC/MS

[29]



MEK-513
D ,
GC/MS
’ ’ 3~5
( ), o 1-19
1-19 s s

BELR I BERE R

P i4LFE
IEEERETS
,. | |
[ocmsrere | |Gomsiete| | g | [ aiae ]
|
lGomsite | | Gemsst |
B [tz | |
BT
| |
A HIER
1-19
) : .
API DAF , ( 1590,
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: 20m y
(KB-120) 120L/min s 2h,
: . (CH4
) 0. 5L/min 4h,
A. B , A s lg,
( 0 s > (50mL) ’ K‘D lmL
° B ]g ’ ( D ) 1011’1[4,
8h, 0.5mL 10mL s GC/MS
( ),
GC/MS .
( ImL), GC/MS , 10mL
GC/MC o
©)
(a) : Finniga 4510GC/MS/DS, Tekmar LSC-]]
(PT),
(b)
PT . Purge ; He 20mL/min, 12min; Desorb 180°C;
5min: Bake 225°C; He 20mL/min, 20min,
GC/MS . He; 20mL/min; 0. 2% Carbowax 1500
8°C /min
Carbopak C (80 ~ 100 ), 2m ; 50°C (3min) — 140°C
(30min) ; 150°C ; 140°C; 150°C; EI
70eV; 1200V 35~400u/s,
(c)
He; IOpsi; 10 : 13 SE-54 , 30m X
8°C /min
0.25mmX 0. 25um; 50°C (Smin)‘/>270°c (30min);
270°C 270°C; EI 70eV; 1200V 45 ~
650u/s; 150°C ; 80°C,
@
(API DAF ) 61 R 1-24 .

1-20, 1-21 o
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1-24
1 Cs Hiz 32 Ci2 Has
2 C(;le 33 5- CIZ Hza
3 Cs Hg 34 [1,1'- Ci2HioO
4 CsHuy 35 1.,2,3,4- -5-(1- Ci3 Hao
5 -1,3- Cs Hg 36 | 2- Ci3HysO
6 C;Hy, 37 |1.,3,5- (1- ) Cis Hyy
7 C;Huy 38 Ci5 Hsz
8 3- C;Hyg 39 |2,6- (1,1- )-4- Ci5 H20 O
9 |2- C:His || 40 | (1- ) Cis Has
10 |5~ -2- C;Hyy 41 (1- ) Cis Has
11 CrHg 42 | (1- ) Ci Hzp
12 C;HgO| 43 | (1- ) Cy7 Hog
13 |3- CrHisOff 44 | (1- ) Ci7 Has
14 CgHis 45 | 2- Ci7H30
15 CsHyo 46 | (1- ) CisHso
16 |1- [2.2.1] -2- CsHy» 47 | (1- ) CisHso
17 11,3,5,7- Cs Hg 48 | (1- ) CigHso
18 CsHyo 49 | (1,3,3- ) CisHso
19 |2,2,4- CgHis 50 | (1- ) CioHsz
20 3- Cg H12()2 51 (1’ ) Cl<)H32
21 | (1- ) CoHy, 52 | (1- ) Ci9Hse
22 CyHao 53 | (1- ) CioHs
23 [3A4.7,TA- -4,7- -1H- CioHypz 54 (1- ) Coo Hay
24 | (1- ) CioHus 55 | (1- ) Cpo Hiy
25 | 1- -3-(1- ) CioHu 56 [2,6,10,15- Co1 Huy
26 CioHyz || 57 |6- Co1 Hie
27 2- *1,4* CmHH 58 3- Cle?,S
28 CioHuy 59 Co1 Hyy
29 |1- -4-(1- ) CiiHis 60 |2- Cp1 Hie
30 1,3 (1- ) Ci2His 61 (1- ) Cyy Hag
31 1.4~ (1- ) Ciz Hig
8min20s 16min40s 25min0s 33min20s
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I 1 6m{n405 ‘ 33mlin205 ' 50nllin05 ' 66mlin40s 83ml in20s ' 1 OOrIninOs '
t
1-21

38 , 1-25, 1-22 1-23

1-25
1 1- C,;HsN || 20 C;HgO
2 CsH;N || 21 |2H- [O] CrHsN
3 |2- -2- C/HsO | 22 Cs Hio
4|2 C/HsO | 23 |2- CsHis
5 |3~ -2- C,HsO| 24 |1,3,5,7- CsHg
6 CsHyo 25 CsHsO
7 |1 ) CsHi0Off 26 | (1- ) CyoHy2
8 |1- CsHsO| 27 |1.1,3- CoHis
9 C;Hi2Of 28 |3,7- -1,3,7- CioHis
10 |2,3,4,5- C;HgN 29 CioHs
11 |1 )-2- CsHiOf 30 |1-(2,4- ) CioHi1:O
12 CsHi 31 1,4~ -2- CiiHys
13 Cs Hs 32 |1,3- (1- ) Ci2 His
14 |1- CsHiz 33 |1,2,4- -5-(1- ) Ci2Hisg
15 CsHiy 34 [1-(1- )-3-(1- ) Ci2Hys
16 CrHy || 35 |1.1- Ci2Hio
17 |3- CrHye || 36 |1.1'- Ci2H10O
18 | 2- C7His 37 [2.6- (1,1- )-4- CigH20
19 C7 Hg 38 Ci6 Hz2 Oy




Wt

'$min20s  16mind0s  25min0s  33min20s  41mind0s
t

1-22

8min20s 16min40s 25min0s 33min20s

s 2,4,6-
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0 ( )
. (1- ) .
, (
), o
7 (%) 77=QQ%Q><100%
Q (mg): Q =c¢c Xm
Q (mg): Q =¢c XV +¢ Xm +c¢ Xm
c XV +¢ Xm +c Xm
=|1— 1009
7 (1 ¢ Xm ) %
1-26,
1-26
(1- )
n//% =>99. 9999 =>99.9999 =>99. 9999 >>99. 9999
, MEK-513
, 99. 9999 % ,
’ ZOm
200°C .
GC/MS .
GC /MS

b b (
N ) o . GC/MS



@) , )
(2) ’ 5
3 ;
(€9)] ;
(5)
3 y “ ”0
, ( ).
— (FC-43), , FC-43 1-27
1-27 FC-43
m/z 50 69 131 219 114 502
/% 1.0 100 55.0 45. 0 3.5 2.5
——Auto Tune  Standard Tune, ,
, m/z 200~
300 , o
s NIST,
Willey ( . . ) o
NIST , . s
0 NIST PBM s
90 %
20~50ng, 300ng,
, GC/MS .
2’\’3 ) ’ o
GC/MS , , o



1.
( . . Do
Do C
. «C
(  PEG20M),
2.
@
@ :
&) ;
@ :
@ ;
&) ,
3 ( )
o 1-28
( ,
¢ 1-24),

SE-54 s

’

GC/MS

(

SE-54, DB-5

),

(
)

53
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1-28
(m/2) (m/2)
El CI El CI
1,3- 146,148,113 | 146,148,150 149,150,104 | 149,205,279
1,4- 146,148,113 | 146,148,150 202,101,100 | 203,231,243
117,201,198 | 199,201,203 202,101,100 | 203,231,243
(2- ) 93,63,95 63,107,109 184,92,185 | 185,213,225
1,2- 146,148,113 | 146,148,150
(2- 45,77,79 77,135,137 149,91 149,299,327
N- 130,42,101 (2-
82,95,138 | 139,167,178 149,167,279 149
77,123,65 | 124,152,164 Jifl 228,226,229 | 228,229,257
225,223,227 | 223,225,227 [a] 228,226,229 | 228,229,257
1.2.4 180,182,145 | 181,183,209 3,3~ 252,254,126
128,129,127 | 129,157,169 149
(2- 93,95,123 | 65,107,137 [b] 252,253,125 | 252,253,281
237,235,272 | 235,237,239 [£] 252,253,125 252,253,281
2- 162,164,127 | 163,191,203 La] 252,253,125 | 252,253,281
152,151,153 | 152,153,181 [1,2,3-cd] 276,138,277 | 276,277,305
154,153,152 | 151,163,164 [ghi] 276,138,277 | 276,277,305
63,149,164 | 151,163,164 La,h] 276,138,277 | 276,277,305
2,6~ 165,63,121 | 83,167,195 N- 42,74,44
166,165,167 | 166,167,195 ( ) 45,49,51
4- 204,206,141 2,3,7,8TCDD 322,320 59
2,4~ 165,89,163 | 181,211,223 2- 128,64,130 | 129,131,157
1,2- 77,93,105 | 185,213,225 2- 139,65,109 | 140,168,122
149,177,150 | 117,223,251 94,65,109 | 95,123,135
N- 169,168,167 | 169,170,198 2,4~ 122,107,121 | 123,151,163
284,142,249 | 284,285,288 2,4- 162,164,98 | 163,165,167
4- 248,250,141 | 249,251,277 2,4,6- 196,198,200 | 197,199,201
178,179,176 | 178,179,207 2,4~ 184,63,154 | 185,213,225
178,179,176 | 178,179,207 266,264,268 | 267,265,269
ZIETHR
ZR¥hR
—— - —
T T T T T T T T T T T T T T T T T T T T T T T T T
8min20: 16min40s 25min0s 33min20s 41min0s

1-24
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(2)
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QA/QC
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~
1.
3 3
2.
(FC-43) o s
, U.S. EPA , (VOCs) , 4-
(BFB) , C 1-29,
1-29 (BFB)
(m/2) (m/2)
50 m/z 95 15% ~40% 174 m/z 95 5%
75 m/z 95 30% ~80% 175 m/z 174 5%~9%
95 , 100% 176 m/z 174 95% ~101%
96 m/z 95 5%~9% 177 m/z 176 5% ~9%
173 m/z 174 2%
, (DFTPP) ,
C 1-30),
1-30 DFTPP
(m/2) (m/=z)
51 m/z 198 8% ~82% 198 . 100%
68 m/z 69 2% 199 m/z 198 4% ~9%
69 m/z 198 11%~91% 275 m/z 198 11%~30%
70 m/z 69 2% 441 m/z 442 44%~110%
127 m/z 198 32%~59% 442 m/z 198 30%~86 %
197 m/z 198 1% 443 m/z 442 14% ~24%
b b o
3.
- y y 3,\_/
5 , , o
R 20ng m/z 178
’ (2 —~
200ng) ,



( )
300ng, 2~200pg/mL,
. 0. Z”g/L\ 0. OZyg/L )o
. (20 ) )
1.
( 1-25),
‘l“:[é
=
B

WRIRL R B =1/34

PR /ng
1-25
__ABV,
= ViV,
C— - pg/L;
A—rv , ng/ ;
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Vlv ’ !‘LI‘;
V{A ’ p_14;
Vi— » mL,
GC/MS GC o
2.
(
( ) .
C 1-26),
o Ascis
CTARY,
C— ’ y.g/14,
R; ;
Ais— ;
Cis— s ng;
Ag— ;
Voi ’ mLo
S
l,)({'_
K
2
i .
5 WER AL =174
&
TRAELL (FEGH/ IFRA)
1-26
QA
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(QO) N
U. S. EPA 524.2 ( GC/MS ) s
QA/QC 0
1.
s CLP (U.S. EPA )
, FC-43 s 20pg/mL  BFB
s ( 1-29) . ,
BFB , o
2.
(@) 54 , 3 s ,
1-31 .
1-31 EPA 524.2
4- 1,2- d,
1.1- N . o-1,2- . -1,2- NE V2,2
SRS 1.2 1.1 . NN 1.2
. -1,3- . -1,3- R J1,1,2-
.1,3- . N W1,2- N 1.1,2,2-
1.1.2,2- . 1.2,3
\2- J4- .1.,3,5- R 1,2,4- . .1,
3 - S .2 . d2- -3 1.2,4-
.1,2,3-
(2
D : HP-5973GC/MS, Tekmar 3000  Purge-Trap,
@ :
(a) Tekmar3000:. 30°C, 11min; 150 ~
200°C, 4min; 100°C .
(b) GC/MS; He; 200°C ; 1. 3mL/min;
; HP-VOC , 60m X 0.32mm X 1. 8um; 40°C (3min)
15°C /min o 2.5C/min o~ 5C/min o .
95°C 105°C—200°C (20min); EI 70eV;
1600V ; 34~300u; 1.97/s; 200°C ;
150°C; 200°C ,

s C 1-32),



60 — \

1-32
/min (m/=) /min (m/2)

1 10. 31 95 I 29 |1,1,1,2- 16. 01 95
2 |1,1- 7.14 61 30 16. 23 91
3 7.41 76 31 |+ ) 16. 49 91
4 -1,2- 7.79 61 32 17. 36 104
5 [1.,1- 8.09 63 33 17. 43 91
6 -1,2- 8.72 96 34 17. 66 173
7 12,2- 8. 85 77 35 |1,1,2,2- 18. 24 83
8 8.96 83 36 18. 40 105
9 9.01 49 37 |1,2,3- 18. 56 75
10 |1,1,1- 9.59 97 38 |1,2- -dy 22.79 150 il
11 |1,2- 9.79 62 39 19.12 77
12 |1,1- 9. 81 75 40 19. 46 91
13 10. 00 117 41 | 2- 19. 69 91
14 10. 03 78 42 | 4- 19. 85 91
15 |4~ 18. 70 95 I 43 1,3,5- 19.93 105
16 10. 99 95 44 20. 84 91
17 |1,2- 11.01 41 45 1,2,4- 20.93 105
18 11.28 174 46 21.48 91
19 11.35 83 47 |1,3- 21.72 146
20 -1,3- 12. 20 39 48 | 4- 21. 87 119
21 -1,3- 13.01 39 49 1,4~ 21.97 146
22 13.07 91 50 [1,2- 22. 85 146
23 |1,1,2- 13.33 97 51 23.00 91
24 11,3~ 13.73 41 52 |1,2- -3- 24.70 39
25 14. 31 127 53 |1,2,4- 27.77 180
26 14. 49 166 54 28. 21 128
27 |1,2- 14.76 107 55 28. 60 225
28 15.93 112 56 |1,2,3- 29. 04 180

. L. , o

2. o
1-27 1-32 o
3.
) 0. 41“‘g/L‘ llug/L\
4p.g/L‘ 10p.g/L ZOp.g/L5 ’ -
; GC/MS o o
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RF
> RF,
RF = =1
n
A Ci
RE=75c.
REF— ;
n ;
RF;—— ;
Ag—— H
Ais 5
Co— ;
Cis—— .
RSD (%),
D (RF; —RF)?
RSD = | =} : RF X100%
-
RSD 25%,
0.98 .
1-28,  1-29 1,4- .
30
S
l)é
£ 20f
gg r2=0.999
5 1o}
=
=
O T T T T
0 5 10 15 20
YRR b GRS/ IR
1-28
. ( )
D (%)
LG —Co/C]
D ==L X 100%

n
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C— ;
Ci— 3
n o
60F
% L
= 4ok
Z 40
= 2=0.998
s
e
g 20F
K
He
1=
0 T T T T T T T T T
0 5 10 15 20
WRRE L (BESL ARA)
1-29 1,4~
D 20% b b o
1-33 dpg/L ; D=3.6%,
20% , , o
1-33 dpg/L
/min|/(png/L) /min|/(pg/L)
1 10.31] 1.0 [ 29 [1.1.2,2- 16.01| 3.8
2 |1,1- 7.14 | 4.0 30 16.23| 4.0
3 7.41 4.2 31 [+ 16.49 | 8.1
1 -1,2- 7.79 | 3.9 32 17.36 | 4.0
5 1,1- 8. 09 3.7 33 17. 43 4.0
6 1.2 8.72 | 4.8 34 17.66 | 3.8
7 |2,2- 8.85 | 4.5 35 [1,1,2,2- 18.24 | 4.1
8 8.96 | 4.9 36 18.40 | 4.0
9 9.01 4.3 37 [1,2,3- 18.56 4.1
10 |1,1,1- 9.59 | 3.9 38 |1.2- -d, 22.79 | 1.0
11 |1,2- 9.79 | 3.8 39 19.12| 3.8
12 |1,1- 9. 81 3.9 40 19. 46 4.2
13 10.00 | 4.4 41 |2- 19.69 | 4.1
14 10. 03 4.0 42 | 4- 19. 85 3.4
15 |4- 18.70 | 1.0 2| 43 |1.3.5- 19.93 | 4.1
16 10. 99 3.9 44 20. 84 4.0
17 1,2 11.08 | 4.0 45 1,2,4- 20.93 | 4.2
18 11.28 | 4.0 16 21.48 | 4.1
19 11.35| 3.9 47 |1,3- 21.72 | 4.0
20 | -1,3- 12.20| 3.8 48 |4- 21.87 | 4.1
21 -1,3- 13.01 3.8 49 |1,4- 21.97 4.0
22 13.07 | 3.9 50 |1,2- 22.85| 4.0
23 |1.1,2- 13.33 ] 3.8 51 23.00 | 4.1
24 1.3 13.73 | 3.9 52 |1.2- -3 24.70 | 4.2
25 14. 31 3.9 53 [1,2,4- 27.77 3.9
26 14. 49 3.8 54 28.21 3.9
27 |1,2- 14.76 3.8 55 28. 60 3.8
28 15.93| 3.9 56 |1,2,3- 29.04 | 3.9
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4,
, (
’ 5 )o b ’
b b o 2
’ ’ b 2
5.
( ) s s
EPA .
10%~110% .
30 EPA 625 GC/
MS , 1-34 .
1-34
’/Fg ’/'ug ,/% EPA ,/ %
Acid | 2- 100 23.2 23.2 21~110
Acid -dg 100 19. 2 19. 2 10~110
Acid | 2,4,6- 100 49. 6 49. 6 10~123
Acid | 2- -d,y 100 38.4 38.4 33~110
BN -d; 50 20. 6 41. 2 35~114
BN | 2- 50 15.3 30. 6 43~116
BN | p- -diy 50 17.0 34.0 33~141
BN 1,2- -dy 50 27.3 54.6 16~110
. 2- EPA o
[31] EPAS8260B GC/MS
1-35 , .
1-35
EPA EPA
/% /%
’/% /%
4- 146.95~156.11 86~115 -dg 107.93~123.51 88~110
113.50~115.70 86~118 -dy 112.53~122. 80 80~120
6.
( ),
4+0. 5min, —50% ~100% ,
o ’ b o
[32~34]
~
1.

@)
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(2) . ,
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(2) N N o

N N o
3.
9 ’
° ’ ’
’ ’ °
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o ’ °
4. N N
o ( . )
’ ’ ’
’ °
’ °
5.
° s ’ 0. 3’\’
61(114 ’ o ’ ~ ’
°
’ o

, 1989

U. S. EPA. Handbook of Analytical Quality Control Water and Wastewater Laboratories. EMSL, Cincinnati OH
45268, EPA-600/4-79-019 (March 1979)
Longhorst M L, Shadoff L. A. Anal Chem, 1980, 52 2037
Provost L. P, Elder R S. American Laboratory, 1983, 15: 58
Kelly T J et al. Ambieat measurement methods and properties of the 189 Title[ll Hazardour Air Pollu-
tants. Final report to U. S. EPA 68-DO-0007 1994

et , 1987, 28 (9): 26
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9

10
11
12
13
14
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A XL 9. 1986, 133: 13
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W . . 1999. 1
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1989 , ( ) 20 ,
, 1995 28.3 , 1997 39.4 , 2002
85. 31 . 2003 86. 29 s
’ o ( . ) 2000
, 40 s 600 .
(G
N (r- DN (DDT)
o N o 1~6
) BCL ¥7Cl 3+ 1,

J— n—2nhL2 _ I n—3 L3
(a+b)”=a”+na“71b+n(n a2 , n(n—1)(n—2)a" 3b .

A 31
s a ) ;on
1 « 2-D, (3+Dt=3+1
100} Loz
Oy __OH
= T 220
< 0
=l e Cl
i
= 133 175
k= 145
63 75 111 Cl
18 31 50 gs 98 126 | l | 185
0 TR - g il UL 1| A
10 30 50 70 90 110 130 150 170 190 210 230
m/z
2-1 o
(1] 2-1~ 2-6 2-8. 2-10 ~ 2-27. 2-37. 2-60 . 2-61. 2-62

NIST
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m/z 198 m/z 220(M+2) 3:1,
2.4 « 2-2) 2 , 3+1)2=9+6+1,
Toweo200 ¢+ Tamseozey 8 Tmjeozn =9 8 6 ¢ 15 m/z 175,
m/z 162, m/z 145, m/z 133 9:6:1 s
2 . m/z 185 1 ,
1 31,
. 2.4.5 C 2-3) 3 , (m/z 254) m/z 167,
m/z 181, m/z 196, m/z 209 27+ 27+9:1 o
s 4 4 ,
; 4 « 24, 81 : 108 :
5412 1) 5 ¢ 2-5, 243 ¢
405270290 15+ 1) 6 « 26,

729 : 1458 + 1215+ 540 ¢ 135+ 18 ¢ 1),

100 | 2
N\ /
N
a ek
N
< 50t
198
15 Cl
| 27 B sl 89 98 g 125 153 |
0 [....'|.'ll.'l.'".|l.'.'|!.|.l...I|.!..|'..l'.'|.|.||l|' .||....|.A'I..|
10 30 50 70 90 110 130 150 170 190 210
miz
2-2 2.4
100k 196
e}
a0 L
< I OH 254
< 50
Cl cl
167 209
74 97 109 145 181
31 62
14 45 84 219
0 '|I'-“'-|'--'i o
10 30 50 70 90 110 130 150 170 190 210 230 250 270
mlz
2-3 2.4.5
20 40 80 , ,

4 ¢ 27, Y- , o



266
100F
. N
I
. Cl Cl
< 50t
Y al
i N
109 124 229
28 47 62 74 go 98 168 194
0 I"".I""Il""I"""I"I!"|IJ'1I'I'Ill'l""l"l"l!"."I!J"“'I""llll""l"' T
10 30 S0 70 9 110 130 150 170 190 210 230 250 270
mlz
2-4
L0k 237
295
o, 0
N 249

1%

10 40 70 100 130 160 190 220 250 280 310
miz

284
100F

Cl
Cl Cl

20 40 60 80 100 120 140 160 180 200 220 240 260 280 300
m/z

2-6

Cl Cl Ql Cl Cl H Cl Cl Cl Cl Cl H

M (I (1) (V)
2-7
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2-8,

100L 181

219

/%

100 30 50 70 9 110 130 150 170 190 210 230 250 270 290 310

mlz

(a) RSB

+ —. + —HCl + —HClI +
cHe =9 cnel A el —— CHCI}
miz 288 miz 253 miz 217 miz 181

—2HC1

+ —HCl +
CeHClT <——— CGHLC,
m/z 111 mlz 147
(b) AAANHIE R SRR

2-8
o (m/z 288)
1) 3 4 )
b o

IGm/2z 217) + IGm/z 219) * I(m/z 221) : IGn/z 223) : [Gn/z 225)=81 + 108 54 =12 :1
IGm/z 181) * I(m/z 183) + I(m/=z 185) = I(m/z 187)=27 279 : ]

4 s
; : 4
, . 2-9 (a) ,
DB-5 DB-17 ;
(b) a- ' ( ) °
DDT . psp'-DDT  0,p"-DDT
2-10 s o
,DDT ) .
o (m/z 235) (m/z 352)

o 2 . m/z 165
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a-666

7-666

2122 23 24”I””

. 219
100f 181
75k a-666
L s0f
; 111
100F g1 21
75k
o 7-666
S
50 100 150 200 250 300

mlz

(b) -666FT1YV-666/ T 1 5]

2-9



100

/%

100

/%

DDT

100 -

1%
wn
(=]

T

10

DDE
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235

. v

| 282 318 354

.i'.'....,"".....!"'7....'."...

40 70 100 130 160 190 220 250 280 310 340 370
mlz

(a)

235

Ccl. Cl Cl

281 319 354

Il il plL
e iy

310

34|10 370

40 70 100 130 160 190 220 250 280
mlz
(b)
2-10 p.p-DDT(a) o0,p-DDT(b)
DDD 2-11, 1 s DDT
. m/z 235 m/z 165 DDT .
235
cl. Cl

0w
Cl Cl

75
3950 63 | 88101

40 70 100 130 160 190 220 250 280 310
mlz
2-11  DDD
DDE 2-12, T
, o ., 2

(m/z 246) .,
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246

/%

10 40 70 100 130 160 190 220 250 280 310
mlz
2-12 DDE
C 2-13), m/z 335,m/z 299,
m/z 264,m/z 230, m/z 160 R s RDA
(m/z 100) (m/z 270), ,
100l 100
a 272
337
372
3(I)1
20 60 100 140 180 220 260 3(I)0 340I 3é0|

mlz

(a) LHRMFHER

as c. C
Cl .
Cl an
cgﬁ“ J e
e +
Cl Cl 4 al cl

C]m/z 370 mlz 270 m/z 100
l—-ClEZ—HCl 17-0 l
miz 335  m/z 299 cl
mlz 264 mlz 230 Clﬁ Cl @
m/z 160 al cl 4
mlz 235 mlz 65

(b) LHEARER
2-13
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C
, 5 s
O S O S
R()\ ” R()\ ” R()\ “ R()\ H
/P—()Z /P—()Z —SZ P —S7Z
RO RO RO RO
I -1 ( ) -2 ( ) I
0) S 0
R()\ H R()\ " R ()\ |
v P—SZ /P—()Z ) /PfR
NH, NH; RO
V-1 ( ) V-2 ( ) vV
; m/z 127,
m/z 109, m/z 95, m/z 79, m/z 63, m/z 47, R
+ + +
. OH . 0 0
CH;0O I CH;0O I I
NP—OH  On/z 127) >P (m/= 109) CH;O—P—OH  (m/x 95)
CH;0 CH;0
t t t
CH;0—P=—0H (m/z 79) O—P=0 (m/z 63) P=0 (m/z47)
2-14 . (CH;0),—P=0""
(m/z 109) , (m/z 185) , m/z 145
1 o
109
100+

10 30 50 70 90 110 130 150 170 190 210 230

( 2-15),

+ +
(CH30):P=S(m/z 125). (HO),P ESij(m/z 97).CH;O—P=0OHGm/z 79)
P=S"" (m/z63), .

o
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17,

100

/%

(e}

100

1%

50

100

/%

50

m/z 139 ¢ 2-16) m/z 160 (
109
4 263
125 o
\F/O\
o s
79
63
47 N
93 7\
15 30 3 ©90© 200 246
155 172 216 233
10 30 50 70 90 110 130 150 170 190 210 230 250 270
mlz
2-15
-+ 291
O}¥—4<:::>——N(b
97 109 o/
0Ly
N OS/\O
139 N k\
29
65
81
45
15 . Lul .Mr'..'h'.
10 40 70 100 130 160 190 220 250 280
mlz
2-16
0 4 160
e 1)
0 0
‘s—p—0"
0
Q
N
s 61 76 104 133
50
| 38| | 147 | 172 193
1 Lol dug m | .III. 1 | | I
T T LRI N AL L L L L LS S L B S R LA L L B L N AL AL B AN
10 40 70 100 130 160 190 220 250 280 310
mlz
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’ a ’
¢ 2-18) m/z 94 R
94
100 (|:|)
CH,0—P=NH,
+
CH,S \O—[|’—NH2
X L
SEEY 47 S
141
| 64
15
79
30 111 126
0 ="'I.'!'I""“""I"l'l""A"'I
10 20 30 40 50 60 70 8 90 100 110 120 130 140 150
mlz
2-18
¢ 2-19) , m/z 136
m/z 94 o
42 (0] 136
100F .
CH,0—P=NH—COCH; (H) >: o
\O—F|’—NH
S

1%

183

10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190
mlz

(a) ZLt P e L )

N .
Np—Rn— COCH; —> CH;0 —P—NH c CH2+ CHsS'!

miz 136 miz 47
0

mi/z 183

CH,0—P=NH,
miz 94
(b) ZF P e i) P i 12
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D) 5
. CHSNH(H‘,—R °
a . M( M+ H)—CH;NHCO
R"" ( R+H) CH;:NHC=O"" . C 2-20)

41
1001

1%

50F
0 30 4OI 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200
m/z
(a) BRK IR B R
CH;S +H ?
- 3
H/}\/N\O)LNH/
miz 144
0 —It + (|:|) &
\S&N\OANH/ — CH;—NH=C N \S/}VN\O
m/z 190 ﬂ + ﬂ
I
CH;—NH—C + \S/}V NN
miz 58 mlz 86
(b) BHER A B 2R
2-20
R s R , m/z 58
o 2-21 s a
m/z 58 s m/z 58 R 2-22
s [R+H] o 2-23
m/z 58 . [M+H—58] (m/z152)

CH3; NHC=0



1%

1%

100

50

100 -

58 77 91

4147 55| 65

40 50 60 70 80 90

121

79

150 0

\NHJ\O
107
135 207
100 110 120 130 140 150 160 170 180 190 200 210 220
mlz
. @ BRI .
- o

0
(0] + ”
J§ —> CH;—NH=C +
SNH N HO

ﬂﬁ

miz 207 miz 150
CH;—NH—C
m/z 58
(b) T BTS2 R
2-21

164

221

90 110 130 150 170 190 210

HO

O
0 CH3 + | 6} CH3
—> CH; —NH=C +
CH; CH,

+

ﬂ 0 mlz 164 ’

H o+ +
O, CH, —CO O, CH,
H A -~ N\

mlz 122 miz 149

2-22

(b) TLEEMUER R

230



110
100 |

1%
Q
Vs

S0

. TO

T30 53 e 8 0 |
OM—WS by '."-.-ll,".-,'l'.- i l T T A 22) -
10 30 50 70 90 110 130 150 170 190 210
mlz
(a) FeABIM =
HN/—It
0/&0 oH on™
O T YO "0
miz 209 miz 152 m/z 110
(b) AR PSR EE
2-23
)
o o 2-24
’ m/z 163 s ;
’ RC=0 o ’ IH/Z 183
o m/z 39, m/z 51, m/z 65, m/z 77
m/z 91,
. 2-25 ,
m/z 163 m/z 208 s HCN m/z 181
s ( 2-26) , ,
m/z 167 , m/z 152 ,
m/z 125 . . m/z 167
m/z 169 [ +©—()—© , m/z169] s
m/z 169 . m/z 169 m/z 167 1/3,

m/z 125 31 R RC=0



100

1%

50

100 -

1%

50

40

o

m/z 208

81

183
O
e
Cl
O
163 \Q
255 390
e
50 90 130 170 210 250 290 330 370
mlz
(a) ZEFEIYFIERE
mlz 163
Cl Y
/E o)
e k|ehe
miz 183
(b) = EEREM L2 2
2-24
163
(0] CN
0.
O
181 )\Q/ \Q
Cl
Cl
208
'|.|"'.|.‘....-.-..-.-..............415.
80 120 160 200 240 280 320 360 400
mlz
(a) SEHEEN R
mlz 163
CN
Cl Q
>: 0
o
miz 208
(b) EEHERN L3
2-25
s m/z 225 ,
m/z 209 (m/z 208 ), m/z 181



125
100 |-
167 Cl
i 225
O
% S0 152 | 181 419
(6]
77
3 55 115 O CN
89 209
63 |
0 I'||"'I|'I"II'I|I'"I""I""I""I"'I
10 50 90 130 170 210 250 290 330 370 410
mlz
(2) HUXHERR TS E
m/z 167
0O CN
Cl O
U
+H
mlz 225
(b) BKHERRY BUE 2777 =X
2-26
b b N Y
~ ’ ° a ~
Y A} b
[2~5] s s
’ o
N
( )
. 2 1 ,
’ 5 ’
’ - ’ ’
b b o
o b
b o
b o
(RD )
. o ( )
[6]
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(ED 2-27:
109
100 F
:<Cl
g No l'*—o/ cl
" |
15 79 /O 185
47
29 60 83 93 145 220
0
10 30 50 70 90 110 130 150 170 190 210 230
m/z
2-27
EI m/z 220, m/z 185, m/z 145, m/z 109, m/z
93, m/z 79 o m/z 220, m/z 222, m/z 224 3
9:6:1, m/z 220 2 . m/z 185 m/z 187, m/z 145 m/z
147 3:1, m/z 185 m/z 145 1 R
(MS?) [M+H]
, (CID), ,
CID . CID M$? , CID 0.3V ,
[M+H] (m/z 221) , m/z 185 . CID
m/z 221 , m/z 185 . CID 0.6V
m/z 185 m/z 93 R m/z 185 ,
MS? , CID 0.35V ., m/z 185 m/z 93 R
’ o 2_10
21
(m/z) (m/2)
CID /V o CID /V o
220 0.50 221(60),185(100) 109 0. 40 109(25),79(100)
185 0. 40 185(40),93(100) 93 0. 40 93(95),63(100)
145 0. 50 145(100),109(100)
©) , %.
MS» s
2-28,

C 2-27), m/z 93

m/z 63



84

2-30

1/%

9

100

C‘)CHE i OCH,
- + 2
0=p—OCHCClI, —a, 0=p—OCHCCI CH~‘O\P+
\ cn,0”
OCH; OCH;,
miz 220 mlz 185 miz 93
CH3O\ .
/P* —_— CH;0—P—H
CH,0
m/z 93 miz 63
2-28 (@)

m/z 145 . EI , m/z 145 m/z 147
3:1, m/z 145 1 o ,
Cl m/z 109 s m/z 145

1 . m/z 109
CH»o m/z 79 . 2-29
co |
30 CH;0
AN - —HC Ny f ~CH0 +
P—Cl —_— P=0 > CH;0—P=OH
cHO” cHO” ’
miz145 mlz 109 mlz 79
2-29 2)
, ( )
b o
0,0 - , m/z 109, m/z 79 .
110
79
95
15 . 47 140
65
L1 a0 as]a [— | | 125
bl LA LN LAALS LMLl LAAL) b LA L LAY LN LAALS TTTreTs LA LA LA LA LA LA TETTveT L Yddd
20 30 40 50 60 70 80 90 100 110 120 130 140
mlz
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, . m/z 140 —m/z 110, m/=z
110 —>m/z 95, m/z 93, m/z 79, m/z 93 —>m/z 63,
’ ()’Oa()’ . 2’31
CH;0
Spr—CH;0—P"—H
CH,0
m/z 93 mlz 63
+
CH o " - . CH;0 . -CHj3 |
-‘O>p<_| OCH;+H TSP=OH  ——— H(+)=I‘>—OCH;
CH;0 OCH, — = CHO 3
miz 140 m/z 110 mlz 95
\fH;
.
HO=—=P—OCH;
m/z 79
2-31
N
o ’ b
A} b
o N N b
b
b ’ ’ o
b b o
“ ”
N N ’ )
o b
20%~30% ;
o N b
b b o
b
o 0. Img/kg
s 0. 5mg/kg .
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(mg/kg « d),

(MRL

’

(TMRL)

20

(ADI ),

b

, maximum residue limit),

b

[1]

, MRL ,

50 s

[7~9]

(GC/MS) 20

[10]

b

’

; (GC/MS")

50

GC/MS

o

20

80
20



87

[7~9]
N N 4 o
, 1g/kg, Img/kg~1pg/kg.
. AOAC (
(>10%) s s
, (>75%)
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)
)
( )
( )
2% ~3% ,
(

(k' )
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2-2 t
- ; -
0. 00 0.38 0. 65
0.01 0. 40 N 0. 82
0. 04 0.42 0. 88
0.18 0. 45 0. 95
0. 26 0.56 1.11
0.29 0. 60
0. 32 0.62
, . S19 12]
@ - (6:4), @ . ® - (95
@ - (80 :20)., ® , @)
@ ,
®. ® , ®
. ’
4,
o . Cs. Cig .
b
o ~ Y b
o 2
[13~16]
’ ’ b o
5. (GPO)
(GPC).,
’ ’
b Y Y
[17~20]
b o
.
3 : @ N ) @ N
N ;i © o « 2-32),



, GPC

1000 [ PRI BT PP o h ek
900 |
800
700
600 |
500 |-
400 |
300 F
200 F
100 F

SEIMIARE /mv

WL £

1 1 1
0 2 4 6| 8 10 12 14 16
t/min

18 20 22 24

’ 1’\"51’1114/ )

[21,22]

? ’

o
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C
1. (GO
. NPD ( ) N, P
. ; FPD ( )
S. P . ; ECD
) ,
2. (LO)
80% (HPLOC) s
HPLC )
- (HPLC-PCDS-FLD)
3.
(GC/MS) . (LC/MS) o
[23]0
X [24,25]
( )
. 60~80°C 3min ,
«



[26

[23]
)
©) .
(MRL ) ,
; 1 MRL 1 .
MRL , 10
. @) .
. . 70%~110%.,
0.0lmg/kg ( 2-3), ,
70%~130% . . ;
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b o
(RSD), o 2-3
RSD Le7]
2-3
/(mg/kg) /% (RSD)/ % /(mg/kg) /% (RSD)/ %
>1 70~110 10 =>0.001~<0. 01 60~120 30
>0.1~<1 70~110 15 <0. 001 50~120 35
>0.01~<20.1 70~110 20
@ 3~5 .
b o
b o
N
’ - ’
©) , .
©) , .
H @ ’ ’
Y b o
(G
2 2
o s m/z 50 R
HNa ’ ﬁL s Y s O N ()9p/’DDT9 Papl’
DDT, p,p'fDDE, p,p/*DDD‘ a B R
.3 N o
1.
b b
b b A}
b b Y N
o , 5~10mlL/g .



50g , 15¢g , 200mL , 150mL
y 1min, o s s
’ ’ o - (4 : 3) ’
’ 40g . ’
15min, 280mL ( 40g ; 140mL
20g), o
. , 30~40C (
b >’ b
2.
o . lem , 4dg -
Cileteb45 ( ) - (1:4:4), 1lem s
o - (1 : 1) [}
’ ° ’ 4ml., °
3.
: s CP-SIL 5 MS
(50m X 0. 25mm X 0. 25pum) DB-5(30m X 0. 25mm X 0. 25pm); He 1mL./
10°C /min 3°C /min

min; 260°C ; , 80°C (1min) 150°C 220°C




40°C /min

—>280%C,

b

(ED; 40~520u,
N GC/MS .
b o
(D
41 2-33, 2-4,
b
UL
— : —— — ————— ———————
10 20 min 30 40
2-33 41
2-4
/min (m/z)
/(mg/kg)
5.373 190 58,100,115 0.1
7.641 162 88,105,106 0.1
9. 904 141 94,141,142 0. 08
10. 453 220 109,185,221 0.05
16. 854 193 121,136,194 0.03
17. 851 213 110,156,214 0.1
18. 704 209 110,152,210 0.02
18. 782 207 121,150,208 0.02
20.034 223 67,127,192 0.1
21.323 260 121,231,260 0. 04
a 21.662 288 109,183,219 0. 05
21.792 229 87,212,230 0.08
22.092 221 164,222 0. 05
‘s 22.462 288 109,183,219 0.03
7- 23.452 288 109,183,219 0.03
0~ 23.823 288 109,183,219 0.03
24.333 304 137,179,304 0.03
25.603 238 166,239 0.02
26. 268 299 127,264,300 0.1
3- 26.393 237 137,180,220 0.1
26.973 263 247,263 0. 05




/min (m/2)
/(mg/kg)
28. 604 277 125,260,277 0. 04
29. 803 278 125,278 0. 04
30. 013 291 109,275,291 0. 05
30. 083 349 286,314,352 0.03
30. 174 288 136,231,289 0. 05
30. 953 255 92,168,255 0.1
34. 484 317 121,199,231,273 0.02
32.522 302 85,125,145 0.05
a 33.243 404 205,267,339 0.03
33.482 372 297,339,375 0. 05
p.p'-DDE 33. 745 316 176,206,318 0. 04
)3 34.513 404 205,267,339 0. 05
p,p'-DDD 34. 672 318 165,199,235 0. 04
34. 742 313 161,257,314 0.1
0,p-DDT 34.913 352 165,199,235,352 0.03
psp-DDT 35. 704 352 165,199,235,352 0.03
I3 42,443 416 91,163,181,208 0.1
(2 ) 44.692,45. 414 419 125,167,225 0.1
47.514 502 172,181,253 0.1
b
( )
o b
s . m/z
121, m/z 110, m/z 291,
77’1/2 3149 ) )
(a)
J\\ (b)
—/\ ©
(d
Tiit it tv VT rrrrrrro Trrrrr oo L TrTrrrrrrrr T T
29.9 30.0 30.1 30.2 30.3 30.4 30.5
#/min
2-34 N N
(a) s (b) m/z 291
(c) m/z 314 3 (D m/z 136
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¢ 2-35), 15min ,
(a)
(b)
MM Ah A
IIIIIIIII 1I0IVIVIVVVI2|OVIIIIIIII3IOVIIIIIIII4I0
#/min
2-35
(a) ( )
(b) ( )
R 2-36
, . (m/z 109)
, 0.02~0. 1mg/kg .
(2) N .
3 , 10 o
0.02~0. 1mg/kg . .
. . N . ; 2mg/kg.
0.5mg/kg. 0.1mg/kg 70%~110%,
<0. 25, o >
, 0.1mg/kg ,

4. (AMDIS) GC/MS
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(a)
\ L
i =
(b)
\__/\/\‘ _ﬁ——'_/\_\hﬂd—\_‘“—
(c)
AR
(d)
9.5 10.0 10.5 11.0 11.5
t/min
2-36 ( ) N
(a) 3 (b) ;
(c) (m/z109); (d) (m/z 109)
b Y
b
b b
~ b b
b b
b b
“
“ ”»
b b
b
. AMDIS
’ b
b ’ b
. Dagan

[28]

”»
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AMDIS R , Cis-
s 20.07min  20. 09min, 0. 02min, 2-37
, o 20. 07min
20. 09min y R AMDIS
, o m/z 301 m/z 303
R 20. 07min s m/z 373 m/z
375 , 20. 09min .
, 2, 2
, “ 7 ) , 912
(cis ) 844 ( ) o
AMDIS o 2-38
, m/z 291, m/z
109, ; 0 AMDIS
, , m/z
235, m/z 263, m/z 291 m/z 242
AMDIS o
10 ,
¢
, (SIM) (MID)
(SIS), , ,
, . 20
80 s ,
20 , 2~3 s s
10 o .
[29] . ,
, 1 ,



100 — .

TIC

303

301

373

375

20,|033 I ' 20I.059A ' 20,|086 20.|113
t/min

(@) BEFREEE

100 150 200 250 300 350 400
mlz

(b) cis - EFHHI BT (LR PEAT) —

100 150 200 250 300 350 400
mfz

(0) ZFIRMLRAI FUi ] (AL BEAT)

373

100

754
N
=501

251 237 272

65 100 133 160 193 ||| 299 337 410
0 [ wowow wu W Al II A 3 w I IIll i
50 100 150 200 250 300 350 400 450
mlz
(d) cis - EFHI LR (IR
359

100 A

75
S 97
< 501 242 331

251 125 13

65 153 285 379 408
O50 100 150 200 250 300 350 400 450
mlz

(&) ZEERRE SR (LHF)

2-37  AMDIS



X AL B U

WL

2833 2861 2889 2917 2946 2974 3002 3030  30.59
t/min

(2) R R

| TIC HE TR ESE
1
,’, 242 [ ??}E%‘?
/) 235
S i BRI T
2l R i
R 291

— T T T T YT
29.80 29.83  29.86

t/min

(b) FEFH TR

55 85 109 149 291
51.1
. 383 242
=255 I e 256
12.8 | : 223, |
‘ : il 4 AR 314 3%
O | {l d ! i
50 100 150 200 250 300 350 400
mlz

(c) MBI TE ) (RhHE AT

429

101

291
235 203
208§ .
g E276 i
200 2500 300 350 400
mlz
(d) X i asg 'y Jo v P (A B )
291
100
97 109
°:\° 501 s 139
81 | || | 188 9% we
04 .'ll ."'!‘ gl Ly ‘-|. | [T P !I.' gl e
50 90 130 170 210 250 290
mlz
(e) NIST J 2 e i i ]
2-38  AMDIS
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, 2 2 ,
s o 4 ,
6 s Cs Hy Cls m/z
181 : m/2183 ¢ m/z185 + m/=2187=27 + 27 + 9 = 1, m/z
181~m/z 183, m/z 181 m/z 183
1.
[30]:
41 ( 2-4),
o 6
) 5
@ 5
® ;
@ SIS SIM ;
©, 5
© .
) (tr)
o (
Do 2-39 ) o
9. 884min, 9. 8min
C 240,
, ( ,
1 2, 2-40), m/z 126 ,
. 5 m/z 141, m/z 94, m/z 64
1672, 10628 , m/z
141 , s ,
o m/z 94, m/z 64 .

, (segment) ( 2-5),
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(b)

0

2-39
(a)

P

(a)

/%

(b)

1/%

1/%

t/min

(a)

11

2-40

(d)

50

t/min

3 (b

100 7
751
501
.
03

1R=9.954 min
94

SR, 1672

141

64
126

1, l A

LU S B e S U R S B B S B e S S B B S e S B e S S S B S S S S B S S B B R S S B S S

(©)

100+

R=9.849 min 95 8 : 10628

71

97 144

(d

(e)

_25_
_50_

—754

125
mlz

I7I5I o 'I(I)OI o

; (b ;

() (d

150

——
175
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2-5
LR
/min /min (m/z) (m/2)
190 2 5. 00~5. 50 5. 205 58,100,115 100
162 3 7.20~7.65 7.535 88,105,106 88
141 5 9.70~10. 15 9. 884 64,94 94
220 6 10. 15~11. 00 10. 203 109,185,221 185
193 8 16. 00~17. 00 16. 813 121,136,194 121
213 9 17.00~18. 30 17. 834 110,157,214 157
209 18. 694 110,152,210 110
10 18.30~18. 90
207 18. 742 121,150,208 121
223 11 18. 90~20. 60 20. 073 127,199 127
260 12 20. 60~21. 15 20. 985 75,260 75
a 288 21. 335 183,219 183
229 21. 525 87,229 874229
13 21.15~22. 90
221 21. 807 164,222 164
I3 288 22.321 183,219 183
¥ 288 23.108 183,219 183
14 22.90~23. 80
o- 288 23. 657 183,219 183
304 15 23. 80~24. 70 24. 000 137,179,304 304
238 16 24.70~25. 50 25. 284 166,239 166
3- 237 17 25. 50~26. 45 26. 249 137,180 137
263 26. 650 109,263 263
18 26. 45~27. 20
201 26. 966 115,144,202 144
277 19 27.20~28. 35 28. 543 125,277 125
278 29. 753 125,278 278
291 29. 983 109,291 291
21 29. 25~30. 50
349 30. 034 97,314 314
288 30. 143 137,230,289 289
255 30. 974 168,196,256 | 1684256
22 30. 50~31. 70
317 31. 432 199,273 199
302 23 31. 70~32. 65 32. 504 85,145 145
a 404 33.233 267,339 339
372 24 32. 65~33. 80 33.463 97,339 339
p.p'-DDE 316 33. 734 247,318 318
Vs 404 34. 493 267,339 339
p»p'-DDD 318 34. 654 235,237 235
25 33. 80~35. 20
313 34.753 161,257 257
0.p'-DDT 352 34. 882 235,237 235
psp'-DDT 352 26 35.20~35. 80 35. 482 1655,23 235
I3 416 28 41.70~43. 00 41. 934 127,163,281 | 1634127
(2 419 29 43.00~46.00 [44.083/44.759| 125,226,419 | 226-+419
502 30 46. 00~48. 00 46. 774 172,253,429 | 1724253
) [M+

H]
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105

¢ 24D,

()

(b)

2-41 (a)

kg. 0.2mg/kg. 0.05mg/kg,

9

0.01~0. 16mg/kg.,

’ H

H o

0. 1mg/kg, LOD

70%~110%,

0. Img/kg,

Img/
2-42 R
<20%,
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PRAERESD

A AL U%

REFASIEE
R R N P A
t/min
2-42 (SIS )
2. SIM SIS
(@D SIS DDT,
140317, 1177,
(a) 119; 123437, 108,

S/N:119

§:140317 1134, (

N:1177 2-43), ,

(b) , s

S/N:1143

S:123437 °

N:108 2
354 355 356 357 358 359

t/min °
2-43 SIS
DDT °
(a) DDT ; ’
(b) SIS DDT ;
( ) o
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. 244 DDT SIS s ook 235
m/z 235 2 , IGm/z :
235) * IGm/2 237) + I(m/z 239)=9 : 6 : 755 237
1; , m/z 239 ,
2 N
=~ 50;
GC/MS (SIM  SIS) 2t 20| 28 23
. 0% . | I | 24710
s GC/MS (SIM SIS) 234 236 e 238 240
2-44 DDT SIS
[Dzlj .
3. 239
@) 50g 100mL 5min, 10g )
Smin,
(2
@ Cis o
(3: 1),
@ Cis . 15mL
, 15mL ,
13mL 15ml.,

) . 5min, 10mL (
5.0g ) 15mL o 0. 5mL
(A ),

® , ]
(3: 1) o A - (3:1)
) 20mL - (3:1) o
R 10mL , s
o 15mL ,
2.5mL, ( 1. 0ng/pL ),
2.5mlL, 0. 5mL GC/MS .
2g/mlL,
(Envi-carb) ) . .
. o s Envi-carb



1 Cis o ) )
Cis o Cis ,
( 100%0) ; ;
( 90%) .
) SmL - (3:1)

o (20~
25mlL), (10mL), (10mlL), (10mL),
(15mL), (10mL), (20 ~25mlL), (10mL),
(15mL), (15mL), (10mL), (10mL),

(10mL) (15mL), ,
(3) ,
. 10,1 (50ng/ . )
20l ( 10ng/pl) s 500puL,
1. Ong/ul,
0.4ng/ul,
4) GC/MS , o
. DB-1701, 30mXO0. 25mm » 0.15pm ;
s 2pl; 250°C ; 285C; o
( ) 0. 9mL/min,
70C (2min) ——0 1301 22 gp0c S g0
(6. 6min) , 30cm
2, (FV-1  FV-2), 2-6 .
( FV-1  FV-2), N
(5 , ,
10 . o
0.2~1.0mg/kg,
0.1~1.0mg/kg ,
90 % 70%~120% ;
( N . N . N )
50% , .
0.02 ~ 1. 0mg/kg , 80 %

<C0. 04mg/kg,



109

2-6
(m/2)
o)
/min ® -
Q, Q | Q | Qi/tet? | Qu/tgt | Qs/tgt
- FV-1 7.24 185 109 220 4.61 0.19
FV-1 7.89 189 132 1. 40
Il FV-2 7.99 166 151 126 1. 86 1. 82
FV-2 8. 28 138 132 173 1.12 0. 14
FV-2 8. 88 141 94 95 2.31 1. 60
FV-1 9.06 217 174 5.20
FV-1 9.09 135 150 0. 35
FV-2 9. 36 171 173 136 0. 64 0.18
FV-1 9. 37 171 173 0.62
FV-1 9.51 168 166 1.53
Fv-2 9.59 86 128 1. 14
Fv-2 9.97 128 161 203 0.12 0. 06
FV-1 10. 06 150 151 136 1. 27 0.79
FV-2 10.12 211 183 0.97
FV-1 10. 46 234 121 3.19
FV-2 | 10.85 194 196 198 0.97 0. 31
Fv-2 | 11.18 165 150 134 0. 81 0. 34
FV-1 11. 24 121 122 107 0. 37 0.22
Fv-1 | 11.82 127 192 164 109 0. 20 0. 06 0.23
Fv-2 | 11.85 179 137 1. 28
FV-1 12.17 127 192 164 109 0.22 0. 06 0.23
FV-2 12. 43 191 193 206 0. 64 0.53
FV-2 13.57 170 169 141 115 0. 66 0. 29 0. 21
FV-1 14. 96 261 215 1. 54
Fv-2 | 15.09 154 83 215 2.26 0.07
FV-2 15.56 151 79 80 1. 31 0.73
FV-1 15. 60 151 79 80 1. 26 0.71
FV-2 | 15.89 124 215 250 0. 09 0.07
FVv-1 15. 89 136 94 0. 54
 O=P—S FV-1 16. 04 171 88 143 6.27 0.55
FV-1 | 16.51 284 286 282 0.77 0. 56
FV-2 16. 98 158 242 139 0. 08 0.47
FV-1 17.09 169 167 168 0. 34 0.63
FV-1 17.46 234 236 0. 36
Fv-2 | 17.67 196 181 0. 75
FV-1 17.68 120 176 211 0.23 0. 05
( O=P—S Fv-2 | 18.08 88 109 142 0. 26 0.17
FV-1 18. 48 234 236 0. 36
Fv-1 | 18.61 276 316 0. 50
FV-1 18. 86 260 231 0.73
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(m/2)
o)
/min o
Q | Q@ | Q@ | Q/tet? | Q/tgt | Qs/tgt
FV-1 | 19.27 | 306 | 264 1.18
FV-2 | 19.31 | 188 | 116 | 148 0.09 0.06
FV-2 | 19.39 | 213 | 127 3.21
FV-1 | 19.45 | 292 | 264 0.23
FV-1 | 19.54 | 322 | 202 1.15
o FV-1 | 19.83 | 219 | 183 1.16
L FV-2 | 20.74 | 151 | 166 | 223 0.41 0.08
FV-1 | 20.82 | 295 | 237 1.79
FV-1 | 20.93 | 135 | 150 0.62
FV-1 | 21.15 | 156 | 110 1.10
FV-2 | 21.71 | 231 | 153 0. 38
( S=P-0 ) | FV-1 | 21.74 | 88 | 114 | 170 0.15 0.12
FV-1 | 21.86 | 172 | 174 0.31
FV-2 | 21.92 | 204 | 125 2.14
FV-2 | 22.01 | 225 | 210 | 168 1. 44 1.17
FV-1 | 22.32 | 268 | 270 0.67
FV-1 | 22.40 | 246 | 109 4.50
FV-1 | 22.67 | 304 | 179 3.58
FV-2 | 22.77 | 210 | 169 | 225 0. 94 0. 25
FV-1 | 22.77 | 127 | 193 0.07
FV-2 | 22.98 | 219 | 183 1.28
I FV-1 | 23.18 | 125 | 153 | 270 0. 29 0. 35
FV-2 | 23.60 | 142 | 274 0. 29
FV-1 | 23.68 | 318 | 330 0. 30
FV-2 | 23.78 | 206 | 176 1. 37
FV-1 | 24.04 | 229 | 214 1.85
FV-2 | 24.12 | 215 | 200 1. 88
FV-2 | 24.14 | 292 | 277 0. 44
FV-1 | 24.21 | 201 | 186 0. 70
FV-1 | 24.50 | 272 | 274 0.79
FV-1 | 24.59 | 223 | 164 1. 00
FV-2 | 24.59 | 199 | 135 1.74
FV-1 | 24.65 | 151 | 208 | 150 0.12 0.73
FV-1 | 24.78 | 214 | 173 0.55
FV-2 | 24.80 | 214 | 126 1.43
FV-2 | 25.33 | 196 | 210 | 225 0. 20 0.14
FV-1 | 25.82 | 279 | 223 1. 36
FV-1 | 26.09 | 243 | 125 1. 34
FV-2 | 26.10 | 161 | 257 | 313 0. 28 0. 04
FV-2 | 26.28 | 165 | 222 | 150 0.21 0. 86
FV-1 | 26.45 | 173 | 175 0.63
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(m/2)
0}
/min P
Q Q. Q; Qi /tgt? Q. /tgt Q;/tgt
FV-1 | 26.48 | 263 | 265 0. 66
FV-2 | 26.50 166 238 0.16
FV-1 | 26.60 87 229 143 0. 04 0. 09
FVv-2 | 26.68 127 192 109 0.09 0.11
FV-1 | 26.93 | 286 | 288 0.65
Fv-2 | 27.56 306 326 264 0. 82 0. 83
FV-1 | 27.75 | 285 | 287 0.68
Fv-1 | 27.91 198 | 213 1. 49
FV-2 | 28.00 305 307 261 0. 37 0.41
Fv-2 | 28.23 | 210 134 197 8.78 3.13
FV-1 | 28.75 | 266 | 264 0.78
FVv-1 | 28.80 188 160 1.27
FV-1 | 29.22 | 241 226 0. 68
FV-2 | 29.23 | 258 61 16. 26
FV-2 | 29.33 | 212 | 227 | 229 0. 89 0.12
Fv-2 | 29.34 227 212 1.12
FV-1 | 29.45 170 155 0.93
FV-1 | 29.53 290 305 0.52
FV-1 | 29.55 | 285 | 287 0.62
Fv-2 | 29.79 100 257 125 0. 09 0.25
FVv-2 | 29.82 198 199 0. 29
I3 FV-1 | 29.90 | 219 183 1. 17
Fv-1 | 30.21 226 | 241 0.51
Fv-2 | 30.37 206 249 0. 46
Fv-2 | 30.42 | 263 125 2.15
FV-1 | 30.61 314 199 18
FV-1 | 30.97 | 211 253 0.27
FV-1 31. 14 250 139 5. 88
Fv-2 | 31.21 115 185 149 0.62 0.51
FV-1 | 31.25 | 268 195 1. 85
Fv-2 | 31.26 301 299 0. 81
Fv-1 | 31.31 264 193 0. 28
o- Fv-2 | 31.35 183 | 219 | 217 0. 86 0.68
FV-1 | 31.63 | 238 | 162 2.14
Fv-2 | 31.91 160 161 216 1. 33 0.02
Fv-1 | 32.01 278 169 0.33
FV-1 | 32.15 | 331 | 329 0.77
FV-1 | 32.39 | 226 123 5. 26
FV-1 32. 46 277 260 0.59
Fv-2 | 32.67 333 304 1. 26
FV-1 | 32.68 158 125 2.23
FV-1 32.71 275 109 11. 06
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(m/2)
0}
/min P
Q Q. Q; Qi /tgt? Q. /tgt Q;/tgt
Fv-2 | 32.76 | 237 183 | 217 2.02 1.21
Fv-2 | 33.21 236 212 0. 75
FV-2 | 33.42 266 250 0. 14
FV-1 | 33.48 161 | 286 | 207 0.25 1. 04
FVv-1 33.99 208 210 0. 30
FV-2 | 34.05 | 291 139 1. 20
FV-1 | 34.15 | 280 | 238 0. 60
Fv-2 | 34.34 | 252 | 281 0. 08
FV-2 | 34.36 268 141 4. 41
Fv-2 | 34.40 248 160 250 1. 44 0.62
a- FV-1 34.42 | 277 | 339 | 243 0.57 1. 37
FV-2 | 34.45 | 205 170 2.36
FV-1 34. 54 125 268 0.07
Fv-2 | 34.82 123 136 0. 28
1 FV-1 | 34.97 | 323 | 267 2.51
FV-1 35. 22 373 375 0.93
FV-1 | 35.35 | 359 | 303 1. 31
FV-2 | 35.56 | 297 125 4.38
FV-1 | 35.59 146 | 298 0.09
FV-2 | 35.69 161 163 0. 66
Fv-2 | 35.71 167 239 0.16
FV-2 | 35.79 | 256 182 0. 83
FV-1 | 35.91 373 | 375 0.93
FV-1 35.92 213 255 0. 29
Fv-2 | 36.11 209 133 1. 82
FV-2 | 36.19 | 246 | 274 3.83
2 FV-1 | 36.26 | 323 | 267 2.51
FV-1 | 36.33 | 248 | 159 1. 85
FV-1 | 36.61 238 137 3.56
p+p"-DDE FV-1 | 37.06 | 318 | 246 1.75
Fv-2 | 37.21 260 262 0. 69
Fv-2 | 37.50 309 267 1. 34
FV-1 | 37.55 | 277 | 263 1. 47
FV-1 | 37.75 176 160 0. 84
Fv-2 | 37.77 215 217 152 0.32 0. 44
FV-1 | 38.05 149 79 6. 28
FV-1 | 38.08 | 377 | 379 0. 44
Fv-2 | 38.16 169 | 202 0. 50
Fv-2 | 38.23 259 331 0.43
Fv-2 | 38.56 193 127 3.65
FV-1 | 38.70 145 85 0.75
FVv-1 | 38.83 | 329 | 331 0.95
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(m/2)
0}
/min P
Q Q. Q; Qi /tgt? Q. /tgt Q;/tgt
Fv-2 | 38.84 61 294 0. 06
FV-1 | 38.85 | 283 | 285 0. 69
FVv-2 | 38.98 | 143 | 157 0. 14
FV-1 | 39.09 | 263 | 281 0. 44
Fv-2 | 39.17 | 205 | 207 0. 97
1 Fv-2 | 39.19 | 311 187 2.48
Fv-2 | 39.22 | 112 | 168 0. 45
FV-1 | 39.28 | 339 | 337 1. 06
0,p’-DDD FV-1 | 39.67 | 235 | 237 0. 64
2 FVv-2 | 39.67 | 311 | 187 1. 85
Fv-2 | 39.78 | 223 | 165 0. 10
FV-1 | 40.04 | 225 | 240 0. 49
FV-1 | 40.09 | 302 | 175 6. 83
FV-2 | 40.40 | 238 | 180 6.23
0,p'-DDT FV-1 | 40.71 | 235 | 237 0. 63
nE FV-2 | 40.89 | 258 | 175 3.48
FV-2 | 41.06 | 119 | 120 | 236 0.22 0. 04
Fv-2 | 41.13 | 252 | 324 0.52
FV-1 | 41.15 | 215 | 173 | 217 0.98 0.61
1 FV-1 | 41.17 | 185 | 319 0.18
FV-2 | 41.48 | 303 | 217 0.59
FV-1 | 42.08 | 169 | 171 0. 64
2 FV-1 | 42.13 | 185 | 319 0. 08
FVv-2 | 42.18 | 256 | 213 0. 37
FV-1 | 42.24 | 251 | 139 | 253 1. 14 0. 63
Fv-2 | 42.40 | 157 | 314 0. 10
FV-1 | 42.42 | 283 | 202 0.73
FV-2 | 42.55 | 251 139 1. 26
FV-2 | 42.81 | 143 | 235 0.29
FV-1 | 42.89 | 105 77 276 0.29 0.04
FVv-2 | 43.17 | 273 | 316 | 208 0.16 0. 94
B FV-1 | 43.36 | 241 | 237 1. 06
p»p’-DDD Fv-2 | 43.62 | 235 | 237 0. 64
Fv-2 | 43.82 | 252 | 300 0. 27
FV-1 | 43.92 | 325 | 360 0. 46
FV-1 | 44.42 | 231 | 153 | 384 0.76 0. 04
1 FV-1 | 44.42 | 245 | 173 1.51
FV-2 | 44.47 | 322 | 156 | 140 1. 83 2. 14
2 FV-1 | 44.60 | 245 | 173 1. 70
FV-2 | 44.85 | 105 | 276 | 263 0. 07 0.01
p.p-DDT FV-1 | 44.96 | 235 | 237 0. 64
FV-1 | 45.17 | 157 | 342 | 121 0.13 0. 54
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(m/2)
0}
/min P
Q Q. Q; Qi /tgt? Q. /tgt Q;/tgt
Fv-2 | 45.19 190 | 328 162 0.15
FV-2 | 46.02 179 288 0. 06
FV-1 | 46.15 148 206 325 0.16 0.02
FV-1 | 46.84 173 | 310 | 201 0. 27 0. 27
1 FVv-2 | 47.25 259 261 0.61
FV-2 | 47.52 | 293 | 308 0.16
FV-1 | 47.61 272 | 274 | 237 0. 80 0.62
FV-2 | 47.63 135 | 350 150 | 201 0.02 0.12 0.03
2 FV-2 | 47.63 259 261 0. 64
FV-1 | 47.64 253 340 281 0. 40 0. 34
FV-2 | 48.22 124 | 208 2.24
FV-2 | 48.40 162 161 1. 54
FV-1 48.92 231 323 203 0.17 0. 21
FV-1 | 49.15 314 235 203 3.39 3.03
FV-2 | 49.19 181 165 166 0. 27 0. 27
FV-1 49. 43 272 387 0.27
FV-2 | 50.26 | 341 183 1. 11
n Fv-2 | 50.29 163 132 | 278 0.79 0. 06
FV-1 | 50.41 227 | 228 0.16
FV-2 | 50.84 105 77 292 0. 26 0. 04
1 FV-2 | 50.89 164 123 0. 28
FV-1 | 51.21 181 265 0.33
2 Fv-2 | 51.25 164 123 0.29
Fv-2 | 51.51 171 377 0. 29
FVv-1 51.70 169 157 2. 46
FV-2 | 51.87 | 303 145 2.49
FV-1 | 52.08 171 128 0.13
FV-1 52.16 160 161 317 0.12 0.02
FV-2 | 52.30 | 314 | 316 187 0. 64 1.31
FV-1 | 52.47 | 229 | 356 0. 40
FV-2 | 52.65 341 173 0. 54
Fv-2 | 53.16 175 267 0. 26
FV-1 | 53.43 182 | 367 0. 08
Fv-2 | 53.48 | 221 | 220 0.51
FV-2 | 53.49 160 132 0.79
FV-2 | 53.59 274 316 0. 95
FV-1 | 53.69 183 163 165 0.22 0.18
Fv-2 | 53.79 | 219 139 2.18
FV-1 54.05 183 163 165 0. 30 0.23
FV-1 | 54.06 | 232 | 221 373 3.77 0. 20
FV-1 | 54.37 160 132 1.18
FV-2 | 54.40 210 208 3.13
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(m/2)
0]
/min a
Q Q. Q; Qi /tgt? Q. /tgt Q;/tgt
1 FV-2 55.79 226 206 1. 08
FV-2 55. 80 180 308 310 0.33 0. 32
FV-2 56.02 362 210 1. 20
1 FV-1 56.03 181 163 1.59
4 FV-2 56. 33 226 206 1. 24
4 FV-1 56.58 181 163 1.91
1 FV-2 57.67 167 225 419 0. 44 0. 06
2 FV-2 58.16 167 225 419 0. 44 0. 06
FV-2 | 59.50 | 181 | 251 0.51
) 1 ,
4 ( Do
@ Q=
® tgt=
@
4. - (LC/MS)
[32]
’ 40 % ~50 % ’
s , LC/MS s
(1) ’ b
GPC ,
b o
b
H ’ °
5.00g 50mL , 30mL s
2min, 30min, 5min(4000r/min) , ,
° SOI’HL ( ) s - D) 1)
s 8mL , 2.5¢g
20mL 8mL
- - .5+ 2:+0.5) , 20mL
- (5 ) ’ lmL, NZ )
ImL,
(2) ESI ( ) s
3kV, 110°C, 180°C,
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2-7 10 o EI , ESI
, [M-+H]
s 10 0.02~
0.1mg/kg 72.1%~98.8%, RSD  0.90%~7.74%
’ 10pg/ kg, .
2-7 10
/min (m/=z) /V
8. 16 406. 4 407 20
8. 25 387. 4 388 16
8. 79 381. 4 382 20
9.42 401. 8 402 22
9.63 357.8 358 16
13. 14 410. 4 411 22
15. 39 419. 4 420 26
15.62 414. 4 415 16
16. 05 414. 8 415 16
16. 59 468. 3 469 22
«
3 b ’
, GC/MS/MS
- , GC/MS (SIS, MID) , GC/MS/
MS R s m/z 181
m/z 181 , m/z 217
(CsH5Cly) HCI m/z 181 , m/z 217 R
m/z 181 s o
0 GC/MS/SIS R
MS/MS o ,
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, GC/MS/MS .
CID MS/MS . Miguel Gamon"**' | Rob-
ert S. Sheridan"*") | Martinez Vidalt** CID .
, GC/MS/MS
. ng/g 100
. Steven J. Lehotay[%] MS/MS , .
22 N o
(1037 %, (15+5)%, < 2ng/
g, GC/MS/MS , .

A. Garrido Frenich  GC/ECD  GC/MS/MS

o S N N

. GC/ECD GC/MS/MS .
LOD , GC/MS/MS . A. Garrido Frenich
- ECD )
’ ’ [37] o s
GC/MS/MS .
1.
@
@ ;
5 1~3 o s
©) . .
o , (m/z 288)
, m/z 217 3
@ (CID) . CID
MS/MS o , ; ,
s o MS/MS
>50% ; (5% ~10%) . .
1 0 s CID .
MS/MS , CID,
CID o (
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® GC/MS/MS , , 3
. MRL ( )
0. 2mg/L, MRL 0. 2mg/kg,
(LOD) MRL , LOD 0.02mg/kg,
10 (10g ImL) ) o
, MRL )
© . . GC/MS/
MS . MS/MS )
@) 2 3 ) .
o Varian .
Varian Saturn 2000 . GC/MS/MS
) N N 14
( 2-8), (141 ~503),
SPE , ,
@D) GC/MS ( ) ) )
) . 14 . 260°C ;
. 60°C (2min) M p501c LM o500 UM oghec
(10min) . , (ED
(CD o
(2) 14 « 2-8),
(3 o .
. , (m/z 288)
s m/z 217 R El
) , CI o
2-45 El CI , ,
, EIl , , . CI )
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2-8 GC/MS/MS

/min /min (m/2) (m/z) (m/2) /V
8.61 8.20~9.00 142 125-+94 62 0. 30
10. 93 10.63~11. 20 143 125-+95 62 0.28
12. 87 12.64~13.10 | 214 183196 94 0.35
13.95 13.80~14.15 231 1754203 101 0. 45
14. 53 14.40~14.62 | 164 | 149-+131+122 72 0. 40
15. 44 15.28~15.52 266 229+203+168 117 2.00
16. 50 16.36~16.54 | 263 | 2464153136 116 0. 50
17. 41 17.33~17.48 | 314 286258 138 0.70
17.62 17.48~17. 69 291 2634235 128 0.70
23.26 23.10~23. 38 265 236+210+172 116 0. 60
24. 49 24.36~24. 65 197 161-+141 86 0. 40
“ )| 27.23~28.15 | 27.23~28.15 | 163 127491 60 0.55
(R.S) 29.14~30. 14 | 29. 14~30. 14 | 225 | 198-+147+119 99 0. 45
31. 26 30.98~32.00 | 253 172 100 0.70
4 N 143
100 3 Z R g (CT)
751
S
= ;
509
251
] 184
1 81 | 166 ||
0' [HT] M 1 1 .|I| 1 ally
100 7 Z Tt R Rt (ET) 136
753
SO
~ ]
507 ot
251
] 64 19 H 182
05 4|2 |I.|.I|.| u |||l « N |.|I1.. |I|||.. dln l||1 11 N 1|.
L L L 1
50 75 100 125 150 175
mlz

2-45 El (I
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(4) GC/MS/MS )

CID . m/z 143 , CID
0.4V, 0.6V, 0.8V, 1.0V, m/z 143 s
0.2V, , CID>0.4V , ,

, CID 0.2~0.4V o 0.2V
CID , 0.01V, 2-46), CID

, 10%, m/z 125 m/z 143

m/z 125, , m/z 143 m/z 125, m/z 95

, m/z 125 s ,

0.2V 0.28V
100 A 143 100 125
751 75
= S
~ 504 125 ~ 507
25 95 251 95 143
0 1L 0 il 1 i
025V 0.4V
100 - 125 100 125
143
75 75
X X
< 50 A < 504
251 251 o5 144
9
0 |5 . 1] 0 | 1 1
%0 110 130 150 90 110 130 150
miz mlz
2-46 CID
) « 2-8),
(5) GC/MS/MS
(0. 1~2mg/L), s
o 2-47 o
( \ ),
( )
s o 2-47
(a), A ;

, (b, B .

0.2V,
CID<<

0.28V
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(a)
1
) 3
(b)
1 5 3
FRRE) o 2 s
t/min
140000
120000 (©)
Y=63652x-5231.7
100000 | r2=0.9947
=S L
& 80000
#
60000
40000
20000 | Y=11767x2+27944x-3970.3
12=0.9999
0 i i 1 1 1
0 0.5 1 15 2 2y
1R/ (mg /L)
2-47
(a) (1— 3 2— 3 3 H
0.5mg/L); (b) 3 (o)
(A— B
. 0.1mg/L S/N
10, 0.03mg/L )
0.03mg/L, R 0. Img/L
0. 1mg/L,
. MRL , 0
0. 1lmg/L, MRL 0.02mg/kg,
5 9 o
10
(6) 15g 120mL - (4:3)
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3g ; (9500r/min) 1min, 40g
, 30min, 80mL
, o SPE ;
, - (1:1D SPE 3mL
SPE , - (1:
40mL . . 95% .
s ImlL, 1pl GC/MS/MS R
10 ,
( ) . 2-48 (a) 0. Img/L
, (b) o
] ° m/z 125
’ [ (C)] ’
[ D1,
(a)
(b)
i
R:Hﬁ% T R el (©
A AlA
]
"0 5T 20 25 30
t/min
2-48 GC/MS/MS
(a) (0. 1mg/L) 5 (b)
(c) (m/z 125); (d) (m/z 125)
(7) 0.02mg/kg, 0.1mg/kg, 1mg/kg )
GC/MS/MS . 70% ~120%,

0.02~0.002mg/kg, 2-49

o

D
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(a)
11
12 14
10 13
! 2 3 h
A A A
(b)
©)
A A A A lA ‘L rw“y__rh““—_ﬁﬂ—
10 15 20 25 30
t/min
2-49  GC/MS/MS
(a) ( ) 5
(b) 5 (o)
(8) MS/MS ,
R 2-50 R
1001 o4
(a) ] (©)
754
X ]
< 507 125
257 143
o
94
d
125
112
| 143
1 Lul
100 125 150 175 200 225 80 9 100 110 120 130 140
t/min mlz
2-50 GC/MS/MS
(a) ( 3 (b) 5
() MS/MS 3 (D MS/MS
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) ] 0. 81’1’1i1’1,
GC/MS(SIS) o GC/MS/MS(CD s
o 2_51 o ’
s o GC/MS/
MS(CD , s o
183
(a) 100 ©
757
X ] 196
< 30 214
25
—~ 0:
] 214
b (d)
(b) IOO;
759
°\\° ]
< 50
25-3
MA«/J OE 1.71 1l
90 95 100 105 11.0 115 150 160 170 180 190 200 210 220
t/min mlz
2-51 GC/MS/MS
(a) 5 (b)
(o) MS/MS 3 (D MS/MS
2.
MS/MS , )
[38] ’ )
. GC/MS/MS , .
BHC(a. B 7+ &) p»,p'-DDT. 0,p'-DDT. DDE. DDD;
Varian Saturn 2000 ( ),

o

DB-5 MS 30m X 0. 25mm,
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QD) 0.5g (
0.0001g) 10mL s 20min . 8ml.;
10mL . . 1mL, °

2 GC/MS/MS : s

H 25000; ’ IZOOC )
1. Omin, 15°C /min 250°C, 7. Omin, s GC/
MS s 2-9 2-52,
9 ’ a N ‘8' N 7‘ N 8_ N
. psp-DDE. p,p'-DDD, 0.p'-DDT  p,p'-DDT,
5 ,
1) 0 1 ° 4
R m/z 217 m/z 219
, (No. 2) o ,
R DDE, , . DDD
DDT , m/z 235, 5
MS/MS o
b b MS/MS o b
MS/MS 2-9,
2-9 GC/MS/MS
MS/MS
No. . ,
tg/min /min CID/V (m/2)|  (m/z) (m/=z)
1 a 7.49 0.8 96. 5 219 181,183
2 i3 7.96 0.8 96. 5 219 181,183
2 7.2~9.5

3 b 8. 20 0.8 96. 5 219 181,183

4 0- 8. 82 0.8 96.5 219 181,183

5 12. 16 3 12~12.5 1.0 131.4 298 227

6 /)./)/’DT)E 12.77 4 12.5~13.5 1.0 140 318 281,246

7 p.p -DDD 13. 67 0.8 103.5 235 165,199

8 0, p-DDT 13.73 5 13.5~14.5 0.8 103.5 235 165,199

9 5y p/-DDT 14. 08 0.8 103.5 235 165.199

. [ 252 (],
, . MS/MS

GC/MS/MS . 8 95% ~110%,
RSD<<10%.. 3 s Y- o, p-DDT

0.016mg/kg, 0.009mg/kg.,



126 —

5
6 7 (a)
23 4 8
W f
5
(b)
4 s ©
6
1 3 8
"""" 7I51()IO]2]5]|50
t/min
2-52 GC/MS/MS
(a) 3 (b) ; (o)
2-53 GC/MS, GC/MS/SIS
GC/MS/MS . GC/MS .
2-53 (a), 25M, 0.05mg/L
(a)

B :181+183+227+246+165+199
(b)

S F-:181+183+227+246+165+199
©

Il(I).O C I ' I12|.5 o ' IlS.OV T
t/min

2-53
(a) GC/MS; (b) GC/MS/SIS; (o) GC/MS/MS



2.0k,
200k,
2-53 (o)

(b ], GC/MS/MS

2-54

o 1/10

GD/MS/MS 3 o 2-54
s 200k,
3M (
()

’ o

’ ’

DDE
(d,

s 4
MS/MS

10-3Counts
150

100
504

127

Lo~

[ 2-53

b

GC/MS, GC/MS/SIS  GC/MS/MS 3

o b

A b

9

s GC/MS, GC/MS/SIS
(a) (5mg/L)
(b) s

0
10°Counts

2.5
1.5
S l 0 T
® (.51

i
I

10"°Counts-
1.004
0.754

lOﬁJCountsi
200

1003
0F——x

75

(a)
(¢) GC/MS/SIS

Tso
t/min

; (b) GC/MS

i (D) GC/MS/MS
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GC/MS/MS 2-55, ,
(m/z 181+183+286+246+165+199), , 2-56 (a)
(b)
, . 2-56 (c) (d)
DDD y m/z 235, m/z 165 , o m/z 199
50% ,
(a)
(b)
JJ b ‘x b -
’Ié I]IO IIIIS'III l2I0I
t/min
2-55 GC/MS/MS
() (0. 1mg/L) )
, . DDD ,
m/z 219 . . m/z 165+
199. m/z 219 2-57), m/z 165 m/z 199
DDD. o0,p’-DDT  p,p-DDT , s
s 3 R m/z 219
(m/z 165+199) , m/z 219 DDD , ,
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100k 165
7 (a)
8 ()
9 S
=50 199
235
(V= Al M wll
ook 165
6 7||18 (b
9 (d)
3 o
= 50l
1 5 <50 199
20 4
219 235
oF T l.ll ||.I |
5017200 225 150 175 200 235
t/min mlz
2-56 GC/MS/MS
(a) (0. Img/L) 3 (b)
3 (o) DDD s (D DDD
,/\/L )
(b
j\j\_ )
S\ " A
(d)
20 R 2l22|3 T
t/min
2-57
(a) (m/z 165+199); (b) (m/z219);

(c) (m/z 1654+199); (d) (m/z 219)
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4. (Multi Reaction Minitor)
MS/MS , MS/MS s
(MRM) . s
(D MS/MS R
s P. S. N, O R
’ ZH’ ) ZH’
CI- ( 2-58) s 6 ’H
s m/z 143 m/z 149,
3 s 3(m/z 94 97, m/z 112 115);
100 b i
75 r
F o4 143
©
= 50 +
Bt 125
0 L L1 | ||
100 | *H-FF i s
75 F
£ 50 97
149
25 +
_ 131
0 -I 1 " ||
00 0 1200 30 140
mlz
2-58 2 H- MS/MS (CD
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6 , 6(m/z 125 131),

2H’ ’ [}

R MRM R (m/z 143
m/z 149) s 2 ) MS/
MS 2-8, ( m/z 94 m/z 112;2H-

m/z 97 m/z 115) o
20s, MRM 0. 6s, s
MRM . 2 s
[ 2-59(a)] o s
, 2-59 (b), (o), , 0.2~
10mg/L, 1mg/L 2H- . GC/MS/MRM
o ZH_ ’
« 2-60), 0.99,
(a)
(b)
©
R Y 850 875
t/min
2-59 2 H- MRM
(a) s (b) m/z (94-+112)
(c) m/z (97+115)
s s (m), 1mL
lmg/L ?H- , , 1mL GC/
MS/MRM o

ZH, R
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12
0k ¥ =0.6405x+0.2133
r2=0.9968
~ 8r
—
)
E 6
5 4
2 .
0 1 1 1 ]
0 5 10 15 20
HAE
2-60 ( )
_Acsp
C= B X 1mL
C— , mg/kg;
A—— 2H- ;
B—— 2H- ;
Cy ’ Hg/mL;
r— s Y03
m— s 8o
, . MRM
(2) GC/MS/MS (MRM) . \
s , GC/MS/MS
N N 100
, Saturn s
SPE N N
( MRM) . (34,
@ 50g ( ) 1L
100mL - (95 : 5, ) S5min, 15g
5min, 40mL ( ) 200mL (
15g , 5min, 30mL
50ml.) 200mlL. , N, 35C 5ml,

. 20 90
, Saturn2000

b

pg/kg .
MS/MS

70mL) ,
(
Envi-Carb
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2cm , SmL o SmL 1500mg SAX
SPE PSA SPE . , Envi-Carb, SAX PSA , 5mL
- 3+ 1, ) , Envi-Carb s
10mL - 3+ 1) 4, 200mL
1mL, 10mL 2mlL, 7.5g/mL (50g
X 30mL/100mL =+ 2mL ), 12.5g/mlL (50g X
50mlL/100mL—+2mlL )
@ (GC/MS/MS)
, : 5.
53°C, 0. 3min, 300°C /min 250°C;
, 0.45min , 2min , 100,
( 56°C ., 53°C)H )
s ( ) ; 0.45min s ,
250°C (300°C/min), o
©) ( : DB-XLB. 30m.
0. 25mm, 0. 25pum; J& W Scientific, Folson, CA)
. . 10psi; 55°C (2min) m’230"C
(10min) m>275°C (19min) ,
° s 100 2 ,
2
@ MS/MS (MRM) )
10 (w, , N
o MS/MS s
2 , MRM . 2-10  MS/MS .
( . ) )
s 100 o
100u . MS/MS .,
m/z 42,
. , MS/MS GC
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2-10 MS/MS
CID CID RF
(m/z) (m/z) /min /V /V
1 185 93 11.58 57 66
1 187 124 13.05 72 75
( ) 1 192 164 14. 38 44 75
( ) 1 192 164 14. 47 44 75
3- 1 180 137 15 29 50
1 151 79 15.75 42 50
1 169 115 15. 87 80 80
1 250 142 16. 13 100 90
1 152 110 17.02 34 75
1 176 134 17.11 27.7 48
1 259 201 17.18 52 75
1 334 316 17.33 31 75
1 306 206 17. 45 52 75
1 231 175 17.98 46 75
1 125 79 18.73 55 56
1 201 186 18.78 66 99
A 1 264 193 19.2 74 120
1 219 183 19.32 71 100
1 295 265 19. 32 57 93
B 1 264 193 20.13 74 120
1 286 208 20.5 78 89
1 242 184 20. 69 31 48
1 212 122 20.73 35.7 48
1 272 237 20. 83 59 75
1 260 125 21. 65 58 75
1 314 258 21.7 95 172
1 199 171 21.7 70 75
1 295 222 21.78 65 80
1 301 273 21.78 66 80
1 291 114 22.1 58 81
1 197 169 22.85 44 75
1 252 208 23. 14 26.2 48
1 199 171 23.15 46 75
Oxychlordane 1 387 351 23.33 44 75
1 145 85 24.4 0.18 70
0., p-DDE 1 316 246 24.6 54 75
( ) 1 375 301 24.78 68 100
( ) 1 375 301 24.98 68 100
1 339 267 26.03 40 75
p.p-DDE 1 316 246 26. 05 54 75
1 252 170 26.4 65 71
0, p-DDD 1 235 165 26. 8 63 75
1 231 175 27.9 46 75
1 322 156 29. 38 40 75
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CID CID RF
(m/z) (m/z) /min /V /V
1 1 340 267 29.77 60 125
1 296 138 30. 35 61 100
1 259 191 30. 89 26.6 48
1 259 191 31.17 26.6 48
1 350 137 31.22 30 71
1 387 289 31.63 38 71
1 304 196 32.45 40 75
DDT 1 227 153 32.85 72 80
1 160 133 33.1 76 75
1 181 152 34.02 0.58 50
1 181 152 34. 47 0.58 50
1 160 132 34.77 60 75
-o-analoy 1 346 220 37.13 46 75
1 206 151 39.07 80 75
1 225 119 44 51 71
1 225 119 44,98 51 75
2 141 126 11.73 43 65
2 136 42 14. 87 0.2 35
1- 2 144 116 15. 87 43 48
2 152 110 17.02 34 75
2 156 141 17.08 54 75
Oxon 2 171 115 17.12 64 75
2 158 94 17.23 30 48
2 168 139 17. 37 94 80
2 213 171 17.57 59 100
a 2 219 183 18. 48 69 100
2 284 177 18.67 100 93
2 164 149 18.73 35 50
2 216 200 18. 82 100 143
2 231 175 18. 88 76 125
2 305 179 18. 95 42 75
2 246 137 19. 21 24.7 48
2 176 148 19. 22 80 75
2 274 245 19. 38 20 71
B 2 219 183 20.12 49 71
2 146 130 20. 3 73 75
2 212 109 20.42 70 71
2 188 160 20. 55 61 75
2 198 110 20. 69 34.5 48
-o-analog 2 244 109 20.7 62 75
2 206 132 20. 77 56 75
2 263 246 20. 82 58 98
2 144 116 20.98 46 50
2 290 151 21.11 56 75
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CID CID RF
(m/z) (m/z) /min /V /V
2 173 127 21.23 30 60
2 248 61 21.6 0.17 45
2 238 162 21.66 27 48
2 278 135 21.85 56 75
2 277 199 21.95 45 71
2 225 289 22.17 33.4 48
DCBP 2 215 179 22.7 0. 45 60
(E) 2 267 159 23.07 81 100
(2 2 267 159 23.22 81 100
2 355 263 23.42 47 75
2 168 85 23. 87 38.5 48
2 201 174 24,35 68 71
2 331 109 24. 42 62 80
2 149 121 24.55 80 75
2 213 153 24.7 0.19 100
1 2 340 267 25.13 60 125
2 173 109 25.9 80 75
2 277 241 26. 47 74 100
2 179 152 27.27 0.22 60
0,p-DDT 2 235 165 29. 04 59 75
p+p'-DDD 2 235 165 29.45 63 75
DDT olefin 2 308 238 30. 56 54 75
p,p'-DDT 2 235 165 31.05 62 75
2 176 117 31.37 61 71
2 181 165 32.17 39 50
2 320 292 32.6 0.15 105
2 315 245 32.87 89 125
2 367 182 34.7 32 80
( ) 2 183 165 36.5 64 71
( ) 2 183 165 36.92 68 75
2 362 334 38.8 44 75
2 181 152 40. 23 83 75
(3) ,
El CI )
MS (EI) /MS MS (CD) /MS MS/MS
s s 0
D 2kg 15¢g 250mL
R 30mL 30s, 60mL - (1:1),
1min, 40001/ min S5min,
85mlL), 10mL 35°C )
2mL lg/mL R 10pL
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GC/MS o
@) 70°C 0. 5min, 100°C/
min 310°C, 10min, .
1mL/min, . R 100 = 1,
, 3.5min , 100 + 1,
) s 70°C, 3. Smin 25°C /min
180°C 10min, 4°C /min 300°C 10min,
@ MS (ED /MS MS (CD /MS 2-11
2-12, 80 ,
1 , ) MS/MS . ,
8 . . ) 2, 1.
3. 4 m/z 213, m/z 238, m/z 267 m/z 298
, MS/MS . MS (EI) /MS .

MS (CD /MS o EI
. MS (CDH/MS

<10. 5pg/kg.

2-11 MS (ED /MS

CID LOD
/min (m/=z) (m/=2) /V /V | /(pg/ke)
11.62 2 1 168 139 90 80 0.4
13. 26 3 1 284 177 94 90 1.5
13. 66 3 2 176 148 71 70 0.6
14.56 4 1 219 | 180+185 70 100 0.5
14. 85 4 2 246 137 30 80 1.1
15.51 4 3 266 133 65 71 4.5
18. 00 5 1 286 208 73 85 3.3
18. 35 5 2 212 109 71 72 1.4
18.53 5 3 265 219 84 100 8.4

05 p- 20. 25 6 1 250 139 46 70 7.0
20. 30 6 2 260 125 60 71 8.3
20. 68 6 3 224 123 65 95 5.2
21.35 7 1 314 258 94 172 0.9
21. 40 7 2 263 191 96 90 1.2
pp- 22.43 7 3 250 215 42 70 5.4

24. 06 8 2 213 185 49 90 0.6
24.08 8 1 238 137 70 105 0.8
24. 27 8 3 267 159 83 100 8.5
24,58 8 4 298 190 72 100 7.8
24. 97 9 1 260 232 54 85 10.5
25.33 9 2 359 303 78 140 0.7
25.55 9 3 234 206 46 85 0.7
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CID LOD
/min (m/z) (m/2) /V /V | /(ug/ke)
a 26. 15 10 1 339 263-+269 53 125 4.3
26.83 11 1 303 195 55 95 0.3
27.00 11 2 214 172 80 80 6.8
27.32 12 1 339 2674269 37 75 2.8
27.94 12 2 179 125 64 80 5.3
B 29.47 13 1 339 2634269 53 125 6.4
31.55 14 1 387 285-+291 34 71 4.9
( ) 32.47 15 1 327 169 64 80 0.1
33.91 16 1 340 199 65 130 1.3
34.07 16 2 314 245 85 125 0.4
34.32 17 2 181 165 40 50 1.1
34. 37 17 1 341 181+187 46 70 15.0
34. 82 17 3 265 200 81 110 3.1
A- 36.95 18 1 181 62 60 152 1.9
37.30 18 2 330 139 73 120 10. 4
37.38 18 3 265 210 53 80 0.6
37.45 18 4 289 261 74 95 5.8
-1 38.90 19 1 183 168 68 75 4.2
-1 39.27 19 1 183 168 68 75 3.7
40. 57 20 1 206 151 80 75 3.8
43.32 21 1 225 119 48 71 1.4
43. 60 21 2 250 200 59 71 1.6
45.18 22 1 253 91+93 50 70 3.8
2-12 MS (CD /MS
CID LOD
/min (m/2) (m/2) /V /V | /(ug/ke)
7.77 2 1 142 126 48 60 0.7
7.81 2 2 221 145 73 90 1.1
9. 20 3 1 143 141 51 60 5.3
10. 47 4 1 188 98 56 70 0.3
10. 67 4 2 251 215 67 100 0.3
13.22 5 1 89 61 36 40 0.2
13.47 5 2 230 199 48 100 1.3
14. 82 6 1 305 169 86 120 0.1
15. 82 7 1 293 265 90 120 0.1
16. 40 7 2 239 182 70 100 0.3
18. 50 8 1 264 172 78 100 10.2
19.12 8 2 280 220 49 100 0.4
20.12 8 3 306 246 80 100 2.1
20.97 9 1 285 127 29 100 0.9
21. 67 9 2 279 247 67 100 0.6
21. 88 9 3 292 236 62 110 0.1
23.90 10 1 284 173 61 100 1.1
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CID LOD
/min (m/z) (m/z) /V /V |/ (ug/keg)
24.08 10 2 332 304 53 120 0.3
24. 38 11 1 227 171 52 90 2.3
24.48 11 2 247 157 60 100 3.6
24,73 11 3 284 256 73 110 0. 05
25.37 12 1 145 85 35 60 0.7
27.98 13 1 191 134 47 80 0.2
28.07 13 2 317 210 80 120 0.4
29.78 14 1 279 219 60 140 3.2
29. 85 14 2 199 143 50 80 0.5
30.72 15 1 314 162 78 120 1.2
31.18 15 2 343 199 62 150 20. 2
32.33 16 1 315 252 90 120 0.6
( ) 32.47 16 2 327 247 60 80 0.01
34.07 17 1 318 160 50 130 10. 5
35. 60 18 1 357 | 1954197 69 100 0.7
36.05 18 2 160 132 23 60 35.0
37.57 19 1 160 132 39 60 3.7
41. 00 20 1 191 127 62 80 3.2
GC/MS/MS s o
, » M. J. Gonzalez Rodriguez, ]. L. Martinez
Vidal ,
MS(ED/MS  MS(CD/MS , 73% ~108%, RSD<<22%,
s 2001. 9~
2002. 7 s CAUM 4000 ,
[39~41]
o b Y Y
( Y Y ) b “
”»
b N
o ’
o 20 s
o b
[42]
Y o b b

[43]
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EI , CI s s
s NCI ,
0. 1pg/kg, . N ’
, 1pg/kg,
[43,44]
200~230nm ,
(LC/MS) » Msagatitam
(HPLC) . 5
( b b b b
(ESD (DAD) )
457
(461
, MS/MS .

, (43],1997  Voimer LC/

MS/MS 15 . MS/MS ,
) [47] | Verzegnassi L
LC/MS/MS 10 ) ESI-

MS/MS ) o
, pg/kg . 50pg/ke
’ 44%'\’73%[48]0 ’

, GC/MS, HPLC/MS, LC/MS/MS
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. , (2002/657/
EC)” (191, A, A
, 4 , B 3
, « 2-13), ,
, . GC/MS ,
; LC/MS , o
, 2
, : GC +0.5% ., LC +2.5%
( ) (SIM), MS/MS"
(SRM) MS, MS/MS»
. (HRMS) 10%
10000, , 4 =10% ,
=10%, o o
(SIM) , ,
(S/ND 3. ,
2-14 o
2-13
(LRMS) 1.0 (HRMS) 2.0
1.0 2.0
1.5 2.5
2-14
( ) (EFGE/MS)( ) (CI-GC/MS,GC/MS, LC/MS, LC/MS?) ( )
>50% +10% +20%
>20%~50% +15% +25%
>10%~20% +20% +30%
<10% +50% +50%
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1.
(1) GC/MS/MS
(chloramphenicols., CAPs) (CAP)
, (amphenicols) , ,
o ’ [50] o
, (MRL) )
0.1ng/g, 50ng/g., 100ng/g.
HPLC/UV GC/ECD o ,
GC/MS LC/MS [51~58]
) s 2-61 El o
, , [M—CH,OH] (M—31) (m/z
291), , N,O- ( ) (BST-
FA) 99%+ (TMCS) 1% + (HMDS)/
(TMCS) . 2-62
s , 200

, m/z 451 (m/z 453), m/z 361 (m/z 363). m/z 242 (m/z 244). m/z
225. m/z 208

o

m/z 73 Si (CHj3)3 , s o

, (NCD )
( 2-63), m/z 376  [M—HOSI(CH3)3], m/z 322

2 . m/z 466 m/z 376,

m/z 468  m/z 378 ,
9:6, 2 o ,
.2 , o
m/z 466, 468, 470 m/z 376, 322, 304
100 f 133
60

50

/%
~
(=}
@)
V4
4
f Z
T
e

0
191‘1 209 291
O P P Y S S Lt —
10 30 50 70 90 110 130 150 170 190 210 230 250 270 290 310 - 330

mlz

2-61 (ED
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o NCI s , s GC/MS
(NCD /SIM GC/MS (ED/SIM .
73 A
100 | 225 OSi(CH3)3 ¢
0 cl
N\ o)
N T|‘|‘ OSi(CH 5);
= L 0
50 208
361
93 116 147 178 242 451
O T .' LI L ll‘L‘_.‘ T .l " L I‘ LI L L T L T "3"14' T T T ’L' 3I83| T T T '." &'
40 90 140 190 240 290 340 390 440
mlz
: cl
OSi(CH;); I OSi(CH3)5
| *LNH Cl
o) 0
N\ I(CH3)3
\T N OSi(CH3);
|
0 0
miz 225 mlz 208 mlz 242
M—CH;! M~CH;~(CH3)3 SiOH |
m/z 451 m/z 361
2-62 (ED
100 L OSi(CH )5y 166
NH 1
o) C
L \N 0
) 0Si(CH3)s 468
X
= 50 F
I 3040 376
151 232 | |
S : L, : :
40 90 140 190 240 290 340 390 440
mlz
2-63 (NCD
b N b
, » Pfenning
[59]
5 (B-glucuronidase) , 37°C 90min
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[60] 3
. Cig SPE , XAD-2+
, + (Sephadex G-25) R ,
, GC/MS(NCD /SIM .
, DB-5, DB-1 OV-101 :
260°C, s o
GC/MS/MS , o
m/z 225 , m/z 208 m/z 178,
(2) LC/MS
, ., LC/MS ,
LC LC/MS ,
ESI (—) o ,
1992 , Delepine LC/MS o
, - ( . - ) SPE (Cig)
, Cis ; .
2pg/kgtt
LC/MS/MS )
o [54] o
, 4000r/min 10min, ; ,
2mlL , 4%  NaCl ) ; )
) 0.5ml, LC/MS/MS . Cis
) (ESD , o
m/z 321, [M—H] . m/z 321 MS/MS,
, , m/z 152 [O;N—CsH,—CHOH] ™
m/z 321 m/z 152 s o
0.07pg/kg.,
[55] - (LC/MS/MS)
- , Cisg s LC/MS/MS
(ESD, , (MRM) .~ MRM
/ 2-15 ’ 1 , 1.5
. 3 4 0 :
0.0lng/g, 0.05ng/g. 0.1~2.0ng/g ,

’
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73.9%~96.0%,

78.6% ~99.5%,

74.9%~103.7%, (RSD) 6.4%,
2-15 MRM /
(m/2) | (m/2) /eV
OH O o 257 11 [M—H— (HCOCD ]~
> by |19 11 [M—H— (NH,COCHCl,) ]~
ON NHT - er) - 176 17 [194-(H,0) ]~
OH 152 18 [O:N—Cs H,—CHOH]
o OH 0>_<C1 290 18 [M—H—(HCOCD ]~
_! NH Cl| 354
(”) OH 185 12 [CH;S0,—Cs H,—CHOH]]
o F 0>_<C1 336 20 [M—H—HF]~
_! NH Cl | 356
(”) OH 185 28 [CH;S0,—Cs H,—CHOH]
2.
(quinolones, QNs)
° QNS ’ 0 D)
] QNS ] ’

Lezl QNs : +
30pg/kg, 300pg/kg, 10pg/kg, 50pg/kg.
2003 . 4 /

p) N N .
QNs , [63] [64.65]
Le6] (RP-HPLC)
[67.68] R . R
- , GC/MS, LC/MS
QN's [69~71] _ , LC/MS
(D 2.000g  50mL
R 10mL 0. 05mol/L (pH7.4) 2.5mL ,
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10min , 10000r/min Smin, 50mL .
, . QNs , ,
/ .
(pH7. , pH QNs ,
QNs  C;3SPE ; ,
41 , , QNs  C5SPE
(2) 30mL - ,
10min, 20min, . ENVIC Cis ( 3mL .
3mL ) ; 3mL , 3mL 25% - (25 % 75)
. 50°C N, R 1mL B , 0. 2pm
, . LC/MS/MS ,
(€)) o
D A , B 0.1% (  0.5mmol/L
) : 0~7min, 15%A~85%A; 7~10min, 90%A; 10~
20min, 15%A; 0. 2mL/min, 30°C, R QNs
) pH>3 50%
QNs ,
. (pH<3)
o Cis/ - - ,
MS , -
) XTerra MS Cys , , 10min
, o QNs . o
@ 2-16, 2-16 MRM
o QNs . )
ESI (+) . [M+H H,O]", [M+H CO:]", [M
+H—CH;N=—CH,]" , . N
; —CH;— ,

S o
[M+H—CO, " [M+H—CH,]" ( 2-16), 5
, QNss, 4 ( QNs) ,

’ 5 QNS °
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i “HO.
[THO—00—H+IN] 82 00T 020 202
N sumbawnyj
11~6 292 _
B HOOD i
[O*H—H+I] 91 001 0Z°0 a4
)
q
J[INH?D—*00—H+I] 4 00T 0Z°0 662
GMUGKCZNMNW
8~9 98¢ —
| N NN
([fFOD—H+IN] 61 00T 020 e HOOD i
0
AINCH"D—?00—H+IN] g4 06 020 %4 % —
Z Z |~Umm —EumeCChﬂm
L~S 09¢ _ \
B} HOO0D 1
+[*00—H+IN] 81 06 020 91¢
0
Q) . Y
T&Z ZQ 144 00T 0¢ "0 96
+ N SN uexo[jour(q
G9~GC "y gce _ zm O'H
i HOO0D
L[700—H+I] 81 00T 0Z°0 At d
0
L[N*H?D—*00—H+I] 2z 06 0Z°0 524 %
N N NH udexo[joIdl)
9~7 zg¢ _ N\ /
_ HOOD P
+[P00—H+N] 91 06 0Z°0 887
o)
uru / A3/ A/ s/ (3/ury | (3/ue)

N3N 91-¢



148 —

79.8% ~95.1% .

0. 1pg/kg,

N 3-

vzl
2002

0,N O

KR A

O,N O

RG]

o,N O

kIR 22 ]

LY

N
0,N~ O N

RTR P bR

2-64

AOZ

L77.78] ~ Horne

AMOZL] | McCracken

AQOZL80-81]  Alexander

-2-WE

IR
R

/U\//N\N/( 0
\\{!H

HPLC ,
2.5~10pg/kg . 5 QNs
(RSD) 11.7%. N
0.5pg/kg, 1. 0pg/kg,

o

(0}

HoNS )k

N O

3- F 3 -2-WEELERR (AOZ)
o}

Hy NS J\

e,

5- A ELnGnk -3- 235 -2- NE MR (AMOZ)

HaN i

N NH

“{

0
-5 % ZMEEHK (AHD)
0

HoNS )k

ﬁ NH,

ZIEER (SEM)

[74~76] . 3
(APCD

b

b

(3-amino-2-oxazoliainone, AQOZ)

(731,

2-64 o
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fsz] | LC/MS/MS
@) (s3]
@®
b b
(1:1) , SEM, .
. 75~201
MS ; , , MS
o b o
, o 10. 00g 50mlL
R 30mL - (50 : 50), 15min, 4000r/min
3min, . 20mL 0. 2mol/L » 100pLL 2-
(2-NBA, 50mmol/L), 1min, 37°C
s o 2-65 o
O, NO,
}j HoH* HaNJ No _H0H" \N’N
RN e e
H
Protein-bound AOZ AOZ 2-NBA NPAOZ
O’»
R
AN
- N
N/ NH,
=0 N>:O NO, 0
o H,0.H* o N ~o H,O.H" O)\N\
[Nj 37°C N] 37°C /N
(6) (6] NO;
Protein-bound AMOZ AMOZ 2-NBA NPAMOZ
O H
0 \,.'N
2
H
/N\NLNH H,OH" HzN\N)kNl_H o HOH' \N/N\/\O
\ é 37°C 37 C
(6]
Protein-bound AHD AHD 2-NBA NPAHD
O,
NO, NO, S>—NH,
Hy N NH, H20H+ HaN~ JJ\NH N o H0H' \N/Nl-I
37 C 37°C
Protein-bound SEM SEM 2-NBA

2-65

NPSEM

b
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@) . . 4mL 0. 1mol/L K, HPO,,
1mol/L NaOH pH 7.0, , 4000r/min 3min, Oa-
sis HLLB SPE ( 3mL . 3mL . omL ), 3mL

) . 3mL o 40°C
o ImL ) 0.45pum s 20pLL o
Oasis HLB SPE - ,
Ci1sSPE , o
® 4 ( 100ng/mL) 1000uL,
500uL, 200uL, 100uL  50uL . 5mL 0. 2mol /L.
» 100pL 2-NBA (50mmol/L), 1min.,
37°C . , 1mL 0. Imol/L K, HPO,, 1mol/L NaOH
pH 7.0, 5ml R 20min . 4000r/min R
o SmlL ) , 40°C
o ImL , 0. 45pm , o
@ . : -0. 2%
3:7), 0. 2mL/min, 25°C,
(ESD, ) (SRM) , 2-17,
2-66,
2-17 SRM /
+H +H +H +H
(m/2) (m/2) /min (m/z) (m/=z) /min
NPAMOZ 335 262,291 0~8 NPAHD 249 134,178 8§~10
NPSEM 209 166,192 8§~10 NPAOZ 236 104,134 10~14
o , 1 2
, . 5~100ng/mlL , 4
) 0. 999, (LOQ) AMOZ., AOZ
0.1ng/g, SEM., AHD 0.5ng/g; (LOD) AMOZ. AOZ
0.05ng/g, SEM., AHD 0.1ng/g. 0.5~ 10ng/g )
AMOZ 65.4%~91.3%, SEM 62.7%~94.6%, AHD
63.9%~89.4%, AOZ 67.8% ~90.9%., (RSD)
4.8%.
(2) [84]

, ZnSOy Ky Fe(CN)s ,
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O NO2
NO, N(:)-H*
\N/NVJ CH
No, O\ o /
. m/z 291 5" . miz 134
NO: y ds :296 \N/N\) *H d4'134
[M+HT":miz 335 \ @ M) < 26 \
ds:340 \L d4:240
NPAMOZ mlz 262 NPAOZ miz 104
o* NO,
@éH / \N/N\C
N\
OH 7 Q 0-H*
NO; N mlz 104 NO, NH, mlz 192
NA s
SN 0O-H* N \ NO
2
\ \N/NHz'H+
[M+HTs m/z 249 [M+H]": m/z 209
BC:252 BC :212
m/z 134 mlz 166
NPAHD "C:134 NPSEM BC: 168
2-66
° K,1 Fe(CN)6 ’ ’
HCN .
o . ds-AMOZ. d4-AOZ. BC-
AHD, 3C-SEM,
D 2.000g 50mL ,
10ng/mlL 100uL, 0. 2mol/L 20mL, 50mmol/L
2-NBA 100pL, 1min, 37°C o s
R 5mL 0. 25mol/L ZnS0O, 4mL 0. Imol/L K, HPO, ,
10min 1mol/L NaOH pH 7.0, 5mL 0. 1mol/L
K, Fe(CN)g , 10min 5000r/min 3min, .
2X10mL . , 40°C . ImL
. 2min 2 X 2mL , 0.20pm ,
@ LC/MS/MS : A , B
0.1% (¢ 0.5mmol/L ), : 0~7min, 10%9A~90% A;
7~10min, 90%A; 10~20min., 10%A; 0. 2mL/min, 30°C,
ESI (+). MRM . 2-18, .
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2-18 MRM /
(m/2) (m/2) /s /V /eV /min
262 0. 50 60 13
AMOZ 335 -
291 0. 30 60 9 5. 0~6.5
d;-AMOZ 340 296 0. 30 60 9
166 0. 30 50 8
SEM 209
192 0. 30 50 8
13C-SEM 212 168 0. 30 50 8
104 0. 40 80 15
AHD 249
134 0. 30 80 10 6.5~8.0
BC-AHD 252 134 0. 20 80 10
104 0. 30 77 14
AOZ 236
134 0. 10 77 10
di-AOZ 240 134 0. 10 77 10
©) (ds-AMOZ. d,-AOZ) 15C
(BBC-AHD.,®C-SEM) . 4 ,
s . MRM , 4
, 1 2 , 2-66,
D335>291, 340>296; @209>166, 212>168; (249>134, 252>134;
®236>134, 240>134 ( s 2-66) ,
1.0~5. 0Ong/mL : 4 ; r=
0.999, 0.5~2ug/kg . 4 89. 5% ~
110. 3% , RSD<C11.3%, s (S/N=3)
AMOZ, AOZ 0.05pg/kg, SEM. AHD 0.1ug/kg,
4.
o , 50 .
[85~89]
. ( ASS),
, GC/MS  ASS o , ,
GC/MS/SIM o o
o EI-MS/MS ,
0.1~1ng/g, ,
, Aguilera ,
[89] ’ °
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15ng/ke. m/= 277 279 . LC/ESI-MS/MS :
091 | Daeseleire GC/MS R
’ 0. B“g/kg[%] o
’ o
s N N
N N s °
1 . , Bl , 2~10ng/g,
Tuomi LC/ESI-MS/MS 4 Bl. B2. GI.
G2, - , , . MS/MS
s [93] o
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5 s . . : , 2001
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7 ( ). : , 1995
8 , 1992
9 , 1986
10 McFadden WH . - . Techni,
, 1983
11 s . ( ).
, 2000
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5 Do , , GC/MS
o , GC/MS ,

, 106 . 20 80 ,

GC/MS (HRGC/MS) GC/MS ; 1984
GC/MS., LC/MS ; 1988

“J. Anal. Toxi.” . . MS

., 1980 ~ 1990 R “Inter J. Legal Medicine”,
“J. Forensic Sci. Soc. 7, “ ”. “American J. of Forencsic Medicine and

Pathology. ”. “Forensic Sci. Inter”, “J. Canadian Soc. Forensic Sci. 7. “J. Forensic
Sci. Soc. 7, “Talenta”, “Anal. Chem. Actaq”. “J. Chromatogr. ”. “J. Anal Toxi. ”.

“Analyst”, “Biomed. Mass. Spectrom. ”, “Z. Anal. Chem. ”, “ 7
“ ” MS 300 s
26, 158
N 9 , “
7o (BCEIA)”., “Proceedings of 36th
ASMS Conference on MS and Allied Topics”, “ ”
“ 7 ; “Anal. Chem. ” “Fo-
rensic Sci. ” , ‘Drugs and Poisons’ ‘Trace Evidences’ .
° , 30 s N N
) LC/MS, MS/MS
MS , 1978 Gudzinowiczl!
“GC/MS ” , .
N . 1987 Yinon[5] «“
? 1990  Hol8J “ 7, GC/MS., LC/
MS. MS/MS . 1992 Pfleger
“Mass Spectral and GC Data of Drugs Poisons, Pesticides, Pollutants
and Their Metabolites” (71 ( 1500 . 800 . 2000
) 1987 “Instrumental Data for Drug Analy-
sis” (8] GC/MS ; 20
90 50 . (Pfleger/Mauer/We-
ber ) 80 700 5000 MS
1993 2003 s 400

50 MS/MS o 200 ,
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70% ; 60 ; 20 ; N
N 20 5 . 10 N
, MS
, . MS ; 20 90
. . 10 . 3
[9]0 Y Y Y
, GC/MS. MS/MS . FT/MS LC/MS
GC/MS (ED . . Nng
( ) 20 ,
. , GC/MS
. (NCD —CN, —N=C=0,
—NO. =P=0 , . , 10712 g
[4]

o ’

. EI. NCI, FAB., FD

[9.,10]0
GC/MS :
90 % LC/MS, MS/MS, MALDITOFMS, CE/
MS .
, LC/MS . LC/MS
> Ng N
: . LC/MS : :
LC/MS/MS . MS/MS

. 1997 , Hoja [ LC/MS
LC/MS N N s El
, CI , FAB . “Waters
CO.” “ABO CO.” LC/MS/MS .
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, . LC/MS )
1% ( ) , PCI, NCI
, ng [12~14]  Game [15]
LC/MS (EI, FD) ; ., Reilly
[16,17] LC/MS (EI, FD)
. . LC/MS . ,
20 70 ) \ N MS/
MS |, 4 MS/MS (TSQ ) . 80 . MS/MS
[18] . 80 ,
GC/MS/MS, LC/MS/MS, GC/MS (CD 5
[18.19] « »
) CI-MS/MS TNT ,
ng ( 5ng, 0.5ng), MS/MS ;
TLC , MS/MS, LC/MS/MS ., TLC/
MS . , GF ,
SP/MS GC/MS o (FAB) TLC
TLC/MS/MS 3 FD/MS/MS N
[20,21] = TLC/MS/MS TLC/MS  [22]1 ) 20 60
, Abbortt[23] TLC- N
. 80 , TLC/GC/MS
[24] , Davies[2° TLC , (NHP) )
TLC/MS/MS NHP N- GC/MS/MS
. Lill Sundel?6] TLC/GC/MS )
. CUNEEN . N .

300 o
GC/IR/MS ,

. LSD, THC—COOH,

~

b

“HP IRD88-5”

o

N N
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. ; 1076
10—° N o
10pg,
20 80
; \ , 809 ~90%
. [27]
GDX-403, 103 (28],
, MS .
(SPME) 1990 Pawliszyn , 1993 Supelco
Co. , Varian ,
SPME 65~150pm
. s GC/MS
, HS/GC/MS . . DDVP
. o SPME/HS/GC/MS
0.2~10mg/L.  5~100mg/L,
0.9999  0.9970, HS/GC/MS , SPME
1981 Baumgartner:??  Valentel3] IRA PCP
; ) (
) o )
. , Stefaniel3!] .
. GC/MS . (s2) | .
. . . . [33] | s
[34] -GC/MS-NCI-SIM
, 1012 . MS GC/MS
TLC-MS (SP)
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, THC TMS s o
, ( OH ). ( OH
DN ( DN ,
HS/GC/MS, SPME, s
, , MS ,
- (PY-GC/MS) - .
’ b ( N Y
L5l PGC/MS PCP PCCE36-37]
[38] [39]
HS/GC/MS .
, ) ,
o , . o (PT/MS)
(Porge-Trap)- ,
N s , HS/GC/MS
HS/GC/MS : ) ;
+0.1; ;
b b ’ >9Oyo b
1972 FAB , 1984 GC/MS GC/
MS (EI. CD . N .
; TLC/GC/MS, TLC/SP/MS. BSA PY-GC/MS
. 40.411 . HS/GC/MS N

DDVP 2l GC/MS, PY-GC/MS
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. y . . [/13~/16]O
[45] CDS-190 GC/MS ,
o “ 7 s 17
, 980°C , 3s, 1~2ug.
. 20 90 EI. PCI.
NCI 3 IR , 100 N o
[47.48] , BSA  TMAH GC/
MS, MS/MS (  =£Clen,) 6 41 70
( 31D, \
N 100pg.
“2th, 4th BCEIA”, “36th ASMS” [49~54]
7 , GC/MS
. 20 90
, GC/MS . .
.- 90 (551 .
. GC/MS (EI. PCD,
GC/MS/SIM . >80%,
0.25ng/mL  0.5ng/mL,
LC/MS MS/MS. FRT/MS ( /MS)
. LC/MS , R
) , LC/UV GC/MS
[56]
1998 “ GC/MS ”
70 ) ;
GC/MS/MS ,
° “2000
” 144
GC/MS/MS, LC/MS/MS, RIA, ICPMS . MS
, MS

20 ,
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3-1
/ng
ng 1 2 3 1l 5 6 7
5
5 0. 05ng
5
15 N-
( ) 1 2
15 N-
2
15 N-
1 2
15 N-
15 N,N-
15
DDVP
DDVP
DDVP
DDVP
3911 3911 3911
1605 15 -1605 | O-1605 | N-1605
0,0,S- 0,0,510,0,5-
0.0,S- 0.,0,5- |0 N-
0.,0,S-
0.0,S-
15
1 2
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, ) . . , MS
1985 s ¢ 31
) N 1986 4 23
; 1987~1993 \ N
E N . ( )
. MS .
30, ,
» Gudzinowicz “Analysis of Drugs and Metabolites by
Gas Chromatography Mass Spectrometry”
MS [4] “Anal. Chem. ” “Forensic Sci. ”
“Drugs and Poisones” “ Ethanol and Volatils” ,
( )\
GC/MS  HS/GC/MS o 20 80
> HS/GC/MS DDVP 71,90
, MS Lss-50) 32 3
( GA/T105—1995, GA/T204—1999), GC/MS
3-2 5 GC/MS
M* (m/z) (m/z)
3 C 375 108 108 107,79,90
2- ( ) 417 108 108 107,79
3,4- 584 122 122 107,91,77
626 122 107 122,97,77
4- 94 36,39,168
: HP 5971 GC/MS (EI, 70eV); 2ml; 20:1; PH-1 (0. 2mm X
12m) ; 80~220°C ; 10°C /min,
HS/GC/MS . NN (
2~5g 0.5~1.0mL) ; C  3-3)

Teflon , 3~6
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33 ©
0. 5mol/L H,SO, + 20%
1. 2mol/L —
CO 25%
(NH,),SO,
40 % H, SO, C,H,Cl,
H,S 10% —
0.025% /H, S0, —
0. 25mol/L / —
) N . s .
b N N N
o 64.5~65°C, 78.4°C,
b b o b
““ ”
~ b b o
~ b b
o N 30, 6 R
s s o 3-1. 3-4
N HS/GC/MS o , HS/
. ZBEEn3
1.598 NH /1,663
1's 20
t/min
1001 31
X R i
~
50
oL, . : : 4k :
10 20 30 40 50
mlz
1001 31
< ZiEE
~
50F
45
G T T T T 1 T
10 20 30 40 50
m/z
3-1 . HS/GC/MS
QP-5000GC/MS (ED (70eV); HP-1 (25m X 0. 25mm X 25pm) ,
10°C /min
50°C (5min) 180°C
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GC/MS 30min , 45umol/L;
0.4~0. 6pmol/L, 0.6%~0.7%,
HS/GC/MS R 3mg/ml, R

o b
. API-LC/MS - (ETG,
MWZZZ), L()D O. OSHg/mL, O 1~25‘ug/ml,g 81’1,
, ETG .
3-4 . ( ) : mg/100mL
1 1 2 1 2
529. 97 670. 69 385.73 291.53 400. 59 441.59
287. 85 713.56 113.71
“H,’

0 \ N o CCly, CHCl;,
CHZ CIZ ° ’ ~ ’ o PT/
GC/MS « 3-2), 3-5,

14
19
8 20
1 13
2 23
3 4 15
10
5 17 »
12
1
6 o 16
1 18
21
A A kL
10 15 20 25 30 35
t/min
3-2 PT/GC/MS 23
Tekamar 1L.SC-2000 PT/MS . 5ml. s . ;
40mL/min s ( ) 6min; Tenax/ / , 35°C
4min; 220°C 30min, N, CO; ; 200°C
QP-5000 GC/MS (EI, 70eV), SIM 5 Aquatic (60m > 0. 25mm>X 1. Opm) ,
4°C /min 5°C /min

40°C (6min) 180°C 220°C (20min)
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3-5 MS
SIM(m/=z)
1 1,1- CH =CCl, 96,61,98
2 CH:Cl; 84,86,49
3 -1,2- CHCI=CHCI 96,61,98
4 -1,2- CHCI=CHCI 96,61,98
5 CHCl; 93,85
6 1,1,1- CH; CCl; 97,99,61
7 CcCly 117,119
8 Cs Hg 78,77
9 1,2- CH,CICH,Cl 62.,64,98
10 CHCI =CCl, 130.132,95
11 1,2- CH;3;CHCICH,Cl 63,65,76
12 CHCI, Br 83,85,129
13 -1,3- CH,CICH =CHCI 110.,112,75.,77
14 Cs H; CH;3 91,92
15 -1,3- CH,CICH =CHCI 110,112,75,77
16 1,1,2- CH,CICHCl, 97,83.,99
17 CCl, =CCl, 166,164,129
18 CHCIBr; 129,127
19 « + CsHy (CH3) 2 91.106
20 C¢H, (CH3)» 91,106
21 CHBry 173,175,171
22 @ CeH, (B F 174,95,17
23 CsH,Cl, 146,148
o)
) o
m/z 83, 85, 87 , 1 ;s m/z 171, 173, 175
, 1 o s
o N . , ,
[M—CIl]* [M—HCIl]" . . -1, 2- 1,3-
, 0
m/z 39 m/z 28, 29, 44 .
, HS/GC/MS . ,
(CO) s R R ,
, CO; CO,
, N o
CO 200~300 , )

(HbCO), .
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. HbCO 60% ~70% .
CO —5C . CO,
HbCO . HbCO, ) HbCO
. CO . HS/GC/MS ,
HS/GC/MS )
DDVP, SPME-HS/GC/MS-SIM (6ol |
[61.62] _
. . . . (APC)
o ) APC,
- GA/T 102-1995 o
SPE , ( ) 1~2mL; 2. 0pg (
) s pH6.0 (0. 1mol/L ) ; -
(1:1) 3 ; 80°C ;
; 0.5ul; GC/MS . o
0.2g, ; 2. 0mol/L HCI 35~40°C 40min; ,
pH=2.2 ( ) ; o )
80%, 4.0%~12.7%.,
20 70 , Abdel [83] CHCl;- 9: 1)
NN GC/MS ,
. . . . N . Skinner6t]
GC/MS, m/z 169, m/z 184 ,
3- NN 3- o
20 80 , [65,66] - ., GC/MS (EI, CD \
. . El
. SP . PCIMS [M+1]"
C 3-3); GC/MS ETl , m/

z 183, m/z 225 ( 3-4)L66] NCIMS [M—1]"  m/z
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155 o
185
100.0 MH*
xX
=~ 500+
I [M+C;H;]*
[MH-C,H,]"
| 136 [M+C, Hy]" o
147 2Hs 225
LN RRAL A 'I'I' 'l""]| T T 11?71 T T T T Twl T |I 1
140 150 160 170 180 190 200 210 220
mlz
(a)
- 227
100.0 ME*
£ 500 |
~
[M+C;H;]*
[M+C,Hs]"
w 0 211 \355 .
l P | 267
160 180 200 220 240 260
mlz
(b)
3-3 (a) (b CI
Finnigan Mat1020 GC/MS ; CI . CH, ., 15mtorr® ;
20°C /min
SE-54 (25m X 0. 25mmX0. 25pm) , 110°C———270°C

® 1 torr=133. 32Pa,
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100.0 136
141
£ 500
41
55
93 112
60 83 183
126 |
40 60 80 100 120 140 160 180 200 220
mlz
(a)
100.0 156
141
N 41
= 500
55
69 08
112 .
83 197
S RRECEN I P
T LI A R R A | T L L R T
50 100 150 200 250
mlz
(b)
3-4 (a), (b) EI
Finnigan Mat 1020 GC/MS 4500 ;
~ 20°C /min
SE-54  (25mX0.25mmX 0. 25,m) , 110°C————270°C
R AﬁiNHi”
. GC/MS ’ o ’ H
1 )
. GC/MS .
TMAH .,
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, . 20 90 L67] -
TMAH GC/MS Ctman/C =2.5 ,
« 3-6), 35,
2ng (S/N>=2), RSD +10%,
=80%. - . SPE ;
GC/MS SPE-TMAH GC/MS ,
( 15. 5yg/g) o 3-6 SPE-TMAH
GC/MS o
3-6
/min (m/2z) (m/z) (m/2) CAS
5.237 156 141,112 184 57-44-3
-2ME 4.706 169 126,184 212 714-59-0
5.861 167 124,195 210 77-02-1
-2ME 5.285 72 138,196 238 27509-65-5
6.266 156 141,197 226 77-26-9
-2ME 5. 682 169 184,55 254 28239-46-5
6.398 156 141,197 226 57-43-2
-2ME 5.837 169 184,112 254 29239-47-6
6.621 168 167,195 238 76-73-3
-2ME 6.029 196 111,181 266 28239-49-8
6.981 157 172,173 242 76-75-5
-2ME 6. 700 200 185,97 270 1912-26-1
7.448 204 117,161 232 50-06-6
-2ME 6.903 232 58,117 260 730-66-5
. 1.2ME .
2. 2’\"1‘111‘ . ZOIuL\ 0. OZmol/L TMAH* 0
0. 5‘u14a
~
. 3 MS
1. MS
’ b
( )N ( R
b Y b o
. . . . GA/T 193—
1998, GA/T 194—1998 GA/T 189—1998 . SPE
( ) 2ml., pH=6.0 ;
GDX403 ; . 40% 2%
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I

t/min

t/min

4
| B—2
2 3
5 7
. R e A
4 5 6
t/min
3-5 (A—1, B—D (A—2, B—2)
1 ;2 C s 3 A ;
5— ; 6— 5 T—
20°C /min
QP5000 GC/MS; HP-1 (25m X 0. 25mm X 0. 25pm) , 110°C 270°C
- 41 ; . >T70% +0.1,
SPE R 2g, 2mol/L 100°C
’ ’ pH 6.0, o
, 2~4h , 48h
o . 90% ,

10 ° 7- ’ H
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S 7 -2M/6.947 7678
5.562
7.762
6 7 8 9
t/min
(2) EIFE4REL -TMAH £ _ERTAEAL
7167 7.94
4.439
5.925
2.09
L ------ T T T T T T T T
3 4 5 6 7 8 9
t/min
(b) EHFER
FEHZ 7559
t/min
(c) M- MR
3-6
20°C /min
QP 5000 GC/MS (EI. 70eV); HP-1 (25mX0. 25mm X 0. 25pm) , 110°C——270°C;
0. SIU,L. 30 1; ZpL .
ZO‘uL 0. OZmol/L TMAH’ B 0. 5]1L
2 o
s o , 0.5~1h
’ 4’\’61'10 ’
20 70 , GC/MS (EI, PCI, NCD), MS/MS

. 1988 [68]
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HRGC/MS s « 3-7) N ;
3-7, , ,
o 4
N Nv N_ N N N
. DDD R s
526
581
342
402
456
546 649
676
420 476 77
321 376 " A 510 609 714
T T T T T 1
Smin0Os 6min40s 8min20s 10min0Os 11min40s 13min20s
t
3-7 9 SKF-525A
Finnigan Mat 1020B GC/MS , EI (70eV), 45~450u/s;
SE-54 (30m X 0. 25mm) s 10psi; 1pl, 50 ¢ 1;
15°C /min
: 160°C (Imin) 280°C (20min)
3-7 9 GC/MS
M\

(m/2) | (m/2) (m/2)
1 342 Ci5 H21 NO; 172 247 71,103,218
2 402 Cia Ha2 Ny 86 234 58,77,120
3 456 CisHyoCl 203 2748 58,72,167
4 526 Cis Hiu N, O 235 250 91,132,180
5 546 CiroHoi Ny 234 280 193.,208,58
6 572 Ci7H20 N S 72 284 180,198,213
7 SKF-525A 581 Cy3 H31 NO; 86 353. 5 99
8 649 Cis His N, O 256 284 283,221,77
9 676 Ci7H1yCIN, S 58 318 86,196,232
10 777 Co1 Hzy F5 Ny 113 407 70,141,248,266




. , “—R;—SO—R,—"
“—R;—S0O;,—R,—7", ,
o b GC b ’
o N . . N , « 3-8,
N- . Varian Saturn 2000 GC/MS/MS
4 . GC/MS/MS o
3-8 GC/MS
+ [+ | ¥ + +
+
e + oo +
+ o
T et + T e
+ |+ + + |+
+ |+ +
o] + o +
+
+
+ |+ |+ |+ + + | + | +
©)
2 ¥ MS
L . . .
30 R s
o N N N GA/T 193—
1998, GA/T 194—1998 GA/T 188—1998 R GDX-403
’ pH:6. 0 ( ) o
20 70 . GC/MS i C69,70] .
. i
20 tr~771 | GC/MS MS/MS. LC/MS . 1988
TLC/GC/MS (EI, CD N
N- . . : 15ng, 1987
b b E N
; 1989 EI. PCI. NCI
14 . 1991 Lill Sunde [™]  SPE., TLC GC/

i

MS N L N N N
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300 0

. o

Roche

, Toxi-lab VC MP3

-Chem Elut

King [76]

, MTBSTFA/1% TB-

DMSCI , GC/MS (SIM) 8 ,
1000ng/ml.; 50~3000ng/ml., GC/MS
L . Kronstrand""] Bond Elut Certify
SPE , , LC/MS/MS
B . Weinmann [ D .
LC/MS/MS .
. . N , < 5ng/mg.
[79] - - (3:1:1) N
, GC/MS., GC/MS/MS s 3-9,
3-8 3-9,
39 SKF-525A
M+
CAS
/min (m/z) | (m/2) (m/z)
1 4. 476 (artiface) Cy4 Hy CIN, 240 205 239,179,75
2 5. 420 SKF-525A 32-33-0 Cz3 H31 NO, 353 86 99,165,338
3 6.692 439-14-15 Ci5 Hi3N,OCI 284 256 221,283,110
4 7.252 Cis H14 N3 Cl 283 282 268,247,219
5 11. 367 58-25-3 Ci1s H14 N3 OCl 299 282 241,218,91
6 12. 658 29975-16-4 | Cy5 Hyi1 CINy 294 259 205,239,77
: QP5000 GC/MS , EI (70eV), . 35~350u/0. 5s; He,
20°C /min
97kPa; 11414, 40 = 1; HP-1 (30m X 0.25mm); 160°C ( 1min) —
280°C (10min) o
Rl
| R
N 2
sws
R’ N
"
CH; =0 H H Cl
CH,CHCH;CH, =0 H H Cl
H —0 H H NO;
H =0 OH Cl Cl
(CH32):N(CsHj5)» =0 H F Cl
H (OH), CO,H H Cl
CH H H H Cl

3-8
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H H
CH; e |

0 Ne

N=C_ on

N—? C =
c> B /@i B /@ e
c=N Cl c=N H

ci c=N Cl
@ w5 N- ERZE
CH; NH,
NH Ji I
o) Cl C=0
7
Cl
2-FHEE -5- - R HE 2- B -5-F- K FER
3-9
Y o b
o N- . o
(N- ) L s .
; GC/MS ,
( 3-10) ., .
o b N
° ’ ° N'
o 2
o (m/z 245) s
. , 2- -5- - .
, m/z 231 , “H” ,
m/z 230 , 3-10,
2- -5- - 3-11,
3-10 GC/MS
tx/min CAS M (m/2)
K m/ (m/z) (m/2)
1| 5.467 719-59-5 Ci4 Hio CINO 231 230 77,105,154
215.617 -1 Ci5 Hii CIN; 254 253 219,110,256
3|6.217 241 103,219
416.917 604-75-1 Cy5 Hy; CIN, O, 286 268 239,205,77
517.533 28611-27-0 | Cy7 Hy5CIN, O 298 269 297,241,300
6 |7.783 | N- 1088-11-5 Ci5 Hii CIN; O 270 269 242,241
7 18.100 Ci5Hy1 CIN, Oy 314 257 286,214,241




178

100 230
77
xX
X 50 51 105
63 98 126 134 195
| |, 13 | 167 205214 o1
0 }lnl,Ll .II 1 IIII '1.177. P 1 1, .
50 100 150 200 250
mlz
(2) = AR
253
100 219
X
50
= 75 110
51 256
100 127 151 177
63 136
0 Ll ?., | T |h‘ : 21 ‘
50 100 200 250
mlz
100 (b) £F*artiface 241
X
250
= 243
103
st 17089 120 151 177 205 226
0 l||| I I |! il |I|. [ 1?,8 |r|_| '1?3' I — 2!'9 . ||||
50 100 150 200 250
mlz
(c) EF TR
269
100 77
51 241
X
=~ 50 205
103
163 177 251
89 151 217
63 126 136 190 J
. | il | . bl A
50 100 150 200 250
mlz
47 (d) &7
100
75 269
° 103
= 50
163 241 | =
ol ly 63 b 1o . agel36 131 )77 g 228 Gy ) 30
50 100 150 200 250 300

mlz

(e) FFTHEMMTED

3-10
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242 270
100 241 269
% 103
° 76
£ 50
207
|‘|-|214
s ol | .
50 100 150 200 250
miz
() N- ZHZE
214
100
208
286
§ >0 7 17 314
51 104 152 243
63 90 126 165 229 281
91 i I
50 100 150 200 250 300
miz
(8) EFLER(F)BBITEY
3-10
—|t
—CgH3NCI =co_
—]26 —8
t /leS m/z 77
o C : /ch/ miz 230
miz 231 . Cl CEO—lt NH—It
—CeHs -Co
e E Ve ¢
NH, CI H
mlz 154 mlz 126
3-11 . N (ED
N- o . m/z
270, “CO” “H” , m/z 242 m/z 269
R 1 “Cl” . m/z 234 R 2
, ) 2- -5- - o
s m/z 300 R
¥ (Triazolam , ). (Estazo-
lam, DN (Alprazolam, N (Midazolam) ,

1

’ N ’

o

he

® .



180 —

o , 0.5mg 30mg ,
0.125~0. 5mg, 0.72~19. 6ng/mL8o]
s . Uemural8!
o 1- 4- )
69%  11%, 2.1%,
9.5%, , —OH , GC/MS (E1 )
, . . 52 ( 50°C,  120°C/min
350°C ; 2uL; 130~420u; Clen,
0. 35mtorr MS(CID) , 0. 5mg Upjohn 9h
1- " «HT),
[M-+H]"m/z 359, EI (PCI, NCD) -MS
E . 1996 .
Albert 5 GC/MS a-
, 100ng/ml.  25ng/mlL,
MS o
, s aHT o ( a
HA) . , (s3] 2. 5mg
> > > > = > = >
) o a > > >
8] GCQ GC/MS o« HT, o-HA
20~24h pH=9 ; TMS
TBDMS ; GC/MS ; EI., NCI 6ng/mL. 0.3ng/mL;
20~500ng/mlL, 2~100ng/mlL; r=>0. 9990,
3-11,
3-11 . [4.85]
El (m/z) (m/z) NCI (m/z) (m/z)
308 279,204
a “TMS 381 396,383,382 394 396,395
a -TBDMS 381 383,382 436 438,437
313 238,312,314,342
a -TMS 415 417,430,432 396 398,397
a ~TBDMS 396 398,397 438 440,439
310 297,312
a -TMS 310 413,312,399
: GC/MS . GCQ GC/MS, EI 70pA, NCI
300~500u, AGC . 1500V, 290°C ., Rix-5ms 30mX 0. 25mm
140°C (1min) , 20°C /min 280°C (20min) , 290°C, He (

40cm/s) (0. 75min) , 50 + 1, BSTFA: 1% TMCS EI-MS, NCI-MS



181

PTV ( 250°C /min) / (PPS)
GC/MS , 10~100
[86] Finnigan MAT TSQ-70 GC/MS/MS (ED,
, 2. 2mtorr, 17¢V, EI 6 X 10 S torr,
200°C , 1600V .
MS/MS . 50°C (0. 5min), 300°C /min
280°C (1min), m/z 342
’ CAD ’ 5 MS/MS
m/z313 m/z 238, 137 ; m/z 313 ,
m/z 277, 247, 201, 149 ( 3-12 3-13) . El m/
2 137 , m/z137 : , m/z 164, 205,
274, 342 ; . m/z 164, 205, 240. 308 ; .
100 T 313
80
238
60 - 137
c\\°
40
15 |ia2 205 279 307
0 100 177 217 253 342
0 — III I || L |=|16|4I |' |'||.|..|.. i — '|'2§?| | .
50 100 150 200 250 300 350
mlz
3-12
100 ¢ 149
141 313
80 |
o O 201
4 115
9 4 242 277
17
2 166
75 1] 126 | |]76 |
0 SN — L .I'.I 1yl P || i I : SN N
50 100 150 200 250 300
mlz
3-13 m/=z313 MS/MS



182

m/z 164, 191, 267, 294

) MS/MS

100

80

60

1%

40

20

o137

b

178

(

205

3-14),

3-11

150

137

164

200

177
|

m/z

(a)

205

ZﬁO

308

MS/MS
(

LAARARRALLE ]
120 140

137

160

164

180

191

220
m/z

(b)

T
200

T
240

T
260

T
280

294

AAARRRRARE'
300 320

140

3-14

160

180

(a).

m/z 137,

200
mlz

(©

(b
MS/MS

(e)

MS o



5_ 9 ’
o > ~ ~ >
o > > > > .
3-12.,
(ACTs) - GA/T 199
1998 SPE s >70%, +0.1, SPE
( , 2mol/L 100°C ,
) pH6.0 . GDX403 .
. 40% ; ; 41D ; .
GC/MS 5 ACTs o
1mL 100ng, 200ng, 400ng, 800ng., 1000ng ,
, >75%. , 25ng/ml.,
20ng/mlL, 20ng/mlL, 30ng/mlL, 5ng/mlL,
6 MS
24h o
, o N , 20~50mg, 24h
0.4% . . N-
o N N 9 N‘
o , 6 26 % s
N- o
2. .
ImL ( 2g), 1mol/L NaOH ; 10mL
2 10min; 2% NaOH 5mL ; , Na, SO,
, 35~40°C K-D R >70%, +0.1., SPE
, 1~2h . 50% ~60%
b 10% b
3-15

GC/MS
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W /R A8 73 % 7= 40 2

AR /R @57 =4 1
T A T L lk T T T T ‘k'\l_-J LIA
1min40s 3min20s Smin 6min40s 8min20s
t
(a) FCEH NBHREBURI S E T aigE
84
1000
56
500 r
62
71
41
92
9% |
3 1N L N - 3
40 60 80 100 120 140 160 180
m/z

(b) fabt e A BRRRR /R 8 2 74 2 WO B

3-15
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100.0 84
55
xX
= 500 F
59
41
I 71
i 101
114
|3.3!||. I..|| |!. 'l"l.l-'---'.l-l '|||9|1”9!6II||””||!“||” S
40 60 80 100 120 140
m/z
(c) Rabr % BRI AR /R 88 43 R =1 1 1 o 15
83
100.0
i
|CH2—0—C—NH2
CH3—C|—CH2—CH2—CH3
N CH,— O0—C—NH2
S 500 t 55 |
(6]

158 175 189 207 221

40 60 80 100 120 140 160 180 200 220

m/z

(d) bt v A TR BIR R A BT ]

3-15 GC/MS
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. . 0.0 LDsg
Amitriptyline . .
. o 280mg/kg
CooHos N=277. 4 CH—(CHZ )Z_N(CHS)Z o :197°C
o II N II LDs,
Trimipramine | . . 250me/k
Cyo Has Ny =294, 4 CHZ*(|:H—CH2—N(CH3)2 142°C 250mg/ kg
CH,
Imipramine N . . .
. | . |300mg
CioHzy N, =280. 4 CH, CH, CH, N(CH,), N :170~174°C
2 3
O.
Doxepin O O LDso
Cio Hyy NO=279. 4 148~178mg/ kg
CH—(CH, ), —N(CH,;),
Clomipramine N Cl
C1o Hoy CIN=314. 9 | ' » | 630me/ ke
e CH, CH, CH, N(CH3), . :189~194°C
2
. . O O 50mg B
Desipramine N
Cis Hao Ny = 266. 4 | | Loz oe
R CH, CH, CH, NHCH; :214~218°C
Nortriptyline 0.0 . B
CioHy N=263. 4 CH—(CH, ), — NHCH, 218
s es
Noxiptyline s .
. . 587mg/kg
Cio He N;O=294. 4 N—0—(CH,), —N(CH,), |189~191°C
lses
Protriptyline
269mg/kg

CigHo N=263. 4

CH,—(CH, ), —NHCH;,

Butriptyline
Cy1 Hyy N=293. 4

CH,— CH— CH,—N(CH;),

CH,

Maprotiline
CyoHo N=275.4

(CH,);NHCH;

5
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o b o
300mg, 2h . 8h 80% ~90% .
. 20 70 , GC/MS (s7]
, 10 ., 20 80 ,
[88] , 2! )
’ ’ 3’120 ’
’ o
3-13,
3-13
(m/z) M (m/2)
2- CO, Ci; His N, O 219 236
Cis Hiu N, O 235 250
2- CisHiz N, O, 235 264
2- CisH14 N2 Oz 235 266
2'- Cis HiuN2 O, 160 266
4'- CisHiy Ny Oy 251 266
3'- Cis Hiu N, O, 251 266
4'- -5/~ C17His N2 O3 296 296
3.
N s 118.70, 5.75,
231.89°C, 260°C, s N ,
o b ’
o ’
b
s 4 N N .
b b Y Y Y b
’
b ’ b o
o b A b
s R;Snx>R» Snx2 >RSr1X3 , RySn R3Snx ;
s LDso 4mg/kg 4. 2mg/kg, R
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2~30d,
. 5_
90 % ) .
. PVC 0.5g (
) 2mL s 2h; ; 0.4pL GC/
MS ; . Mt m/z 200,
m/z 185 m/z 170 R 3
[89]
, GC/MS s
( 3-16), 1998
100 [ 131
X
S %0 135 193
109
121 ‘ 179
163
| |I|I ||hl. |||I| Il‘llI “.I!.,.‘. I ,.fh‘l',l.l.'," ’II|.|19|8 ——
100 120 140 160 180 200
m/z
3-16 MS
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’

MS .
1.
GA/T 200—1998
525A SPE .
2mol/L HCI 20min; ;
pH=10.5 40°C
pH 10~11;
5. Oyg N N
86.5% 95.6%. 92.4%. 70.4%,
. . 3
525A SPE (
), GC/MS ,

m/z 58, 99. 113, 179, 245, 290),

o ~ ~

(Nicotine)
GC/MS

m/z 133) (

m/z 118)

GA/T 198—1998 SKF-
SPE
pH ; oasis™
1h; ; ; 20% . 1%
GDX403 - (8:2)
1mL lg 2.0pg
, 75.3% . 86.4%.
\ 1. 0g, SKF-
SKF-525A  100pg
(M m/z 319; m/z 86;
2mL, SPE GC/MS
(M"m/z 162; m/z 84;
MV m/z 176; m/z 98;

1 0. 5mol/L. NaOH

ImL, HS/GC/MS o
+0.41,

6h 80%

N b

MWT645 N
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, s GC/MS
o TLC/MS (SP) ,
2g ( 3-17), :
- ; GF Spll; -
(1:1) - 9:1) - - (7:2:1) ;

N
=
165
L | 182 207 223 252 266
50 100 150 200 250
m/z
100.0 |
£ 500
~
432 464
300 350 400 450 500
m/z
100.0
< 500 |
630
615 659
s %0 1| |
550 600 650 700 750
mjz
3-17 MS
Fennigan Mat 1020GC/MS , TLC s 2ull N
120°C /min
SP , 100°C —280°C
TLC/SP N N o
b ’ b
o N o5g; 5 5 5;,LL TLC ;
; SP/MS , C 3-18),
s ) LC/MS , o
[92] LC/MS , (
[M+17" m/z 630), ( [M+1]"m/z 616)
( [M+17"m/z 604), LC/MS

NN NN N ) .
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334
100.0 |
[ 161
& - 194
=~ 5001
I 20 236 s
264 316
281
305 355 379 39|4
Tt A
150 200 250 300 350
m/z
100.0
N L
~ 500
523 57|7 603
400 450 I 500 550 o 600 I
m/z
3-18 MS ( 3-17)
2.
(Tetrodotoxin, Ci; H17 N3Og s TTX)
) LD;O ZNIOMg/kgO
s 1000 , 0.5mg, TTX
5 . ( N
) o s , H
0. 5h 2h . . . 1980
1993 Tsunenari [94] [95]
0 , TTX . o , TTX
TTX SPE , 2g; 0. 5% HAc 20mL 40min;
; 2mL 1. 5mol/L KOH 45min; ; pH=4
; ; 5mL BSA 70°C ; BSA; ; R
. HPLC IR , 1992 ,
Lol . . TLC/
FAB . GC/MS (SIS) . ESFMS ESI-MS/MS

’

’



. 1992, o7 2-
-6 -8 GC/MS ., Alcaraz Molina™*”
- - , BSTFA DIP-MS
. GC/MS, ESIFMS/MS , [100]
ESI-MS/MS TTX. 0. 136pg/mL,
ESI-MS . [M+17" m/z 320,
m/z 302 m/z 214.9 m/z 165, TTX ,
CID CID . [(M+1]" MS/
MS , [M+1]" , m/z
320.30  m/z 302.30 ;  CID 50eV
. m/z 162.05, 134.11, 145.99 \
SPE TTX GC/MS
(SIS) . . TTX - 2,
. 1999
100g, s . . N s o
. , . SPE-
-GC/MS . 1. 4pgTTX, .
TTX ( 3-19),
3.
. R 10mg ,
0. 6g , 1.5¢g o
1/4 . 0.5~1 , 20 \
GA/T 1211995 .
GC/MS . [101,102] . s
, . . GC/MS . 1. 6g 0.5g
. (320,
, MS . . . . .

( )\ (LSD) . (PCP) o
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6.398 7.384
7.249
6.67
8.123
8.378
TTX-C, BFE -BSA/7.758
7.983
T T T T T
7 8
t/min
100 392
73
N | CH,0Si(CH,),
H X
(CHS)SSiN)\ N
Ssof OSi(CH,),
407
376
189 203 266 318
59 g4 99 116 131 147 177 216230244 Seq| 280 304 B1%., 360
50 100 150 200 250 300 350 400
m/z
3-19 TTX GC/MS
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100.0 | 55 100
41
. 17
S 500 85
=
29
7 128
| 65 | 151
18 LT | S I SR
20 40 60 80 100 120 140
m/z
(a) ELEERIY 1L
100.0 128
b 9
°
S 500
70
| 81
109
L 4l 53
91
135 153 163 181 197
40 60 80 100 120 140 160 180 200
m/z
(b) BLE R FTIE R
3-20 MS
Finnigan MAT 1020GC/MS , EI (70eV), 0. 25mA, 15~350u;
) 25°C /min
SE54  (30mX0.25mmX0. 25,m) . . 50°C (3min) 250°C 1pL, 501
. TLC. UV, HPLC. IR. GC
“ ”»
. 20 70 , MS ,
20 80 ITD EI,
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CI, MS/MS )
R 3-14 THC, N
(BE) . (PCP) . SPE , ITD (ED
. 20 , GC/MS (EI, PCI, NCI), MS/MS, LC/MS, .
. 1992~2003 , 21
Conel1%’ SAMHSA (Substance Abuse and Mental Health Services Ad-
ministration) s THC, \ . PCP,
, 77218 , GC/MS/MS ,
. . GC/MS/MS10
3908 , ; 6-
, . Niedbala ~ [104:105] .
(EIA) GC/MS/MS N .
. 6- 10ng/mL  2000ng/mlL;
R 0.5ng/mL  1.0ng/mL,
3-14 GC/MS (ITD)
(LOD) (LOQ) (LOD) (LOQ)
/(ng/mL) /(ng/mL) /(ng/mL) /(ng/mlL)
THC 2.5 5.0 50 100
BE 35 75 50 100
PCP 0.25 0.50
. S/N=2.5, 5%~10%, 90%~114%.,
1.
. . , . 20 ,
( .
. . . GA/T 104—1995; , GA/T 196—
1998; , GA/T 197—1998; , GA/T 206—1999) SPE
. . . SPE
: ( 2mol/L 80°C
) pH=6.0 ; . 40%
- 0. 01mol/L ; 2% - (4: 1) ;
; 40°C ; MS .
[106~110] ’ . . IO\/IS :
3-15,  EI . a M" ; EL, CI
m/z 220, 6 CI
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TU0Z) 3,067<, —— (MWD 3,067 s (irlgg -0 X wweg 0 X Woe) PSAS T : 09
“T £0,081 £0,0L2 £0.088 U /nog .~ 001 *A00ST AINA *(AP02) Td SIN/OD 0Z0T UBSuuL]
‘HOO
:ImU o :ImU o :ImU OH
HO O HO O HO C
§6¢ V1ie 1€2 0¢a (7 /ut)
1€ VIE vie ey
NAVZ cm: _NU NAVZS.: SU Nnchm: _NU HAvZ :E NNU
6 Y Sy v Lal ura /
162 2.2 Ve 09,
3
_ O'HO OH OH
N . ¢ g
3 O°HD HON " HON ﬂ
06: (] 2o
(A, g g
¢ ot OH O°HD
‘HOO
443 12¢€ 153 82 662 (= /ut)
6€€ 69€ T1€ 8¢ 66¢
;uZ;EomU WAVZMWNE~NMU mﬁvzrxmi\ru MHAVZZEZU mAuZﬁNEMZU
VoL 8¢ 0°¢ Ly €y uru/
vy LVE 20¢€ 082 862
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. . 25
MS (CD . [M+1]" .
N N N 5 ; ,
CI 6 ; M+1]" [M—H,0]"
. . THC—COOH, GC/
MS [107~109] 3
API/LC/MS/MS . . ,
; ; ; MS/MS
; 0?
( ) . (
)N . . .
6- . ,
. ; 6- . .
6- . 321
i . . Chen!"
(PFPA) . (HFBA) . (MBTFA) .
/1% (BSTFA/1% TMS) (ACA)
, . . BSTFA/1%TMS
, . -TMS 24h
. . 24h
. TMS ;
300ng/mL .
BSTFA TFPA . PFPA . ,
. 3-22 200°C (Imin) 25°C /min
270°C TMS ,
. SIM [ , m/z 414, 119, 577
; , m/z 223, 119, 355, 577 ; ( ), m/z 440, 603
] 5ng (S/N=10), -SPE .
M" m/z 285 CID MIKE , 50 ~500fg
(S/N=5),
(TS, (PBD, (ESD), (APCD)
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? T |
B (= ZBtEnE) 6- L Z BRI HE —|

< l
N N—c, LY P

HO

RLEEFE ‘
—> 0
N—CH ‘ NH

HO
AR 1E M
H,CO O
ALFEALE g ‘
e
HO
IEATFEA
3-21
, LC/MC .
o m/z
369, m/z 327, 310, 204, 162, m/z 327,
284, 228, m/z 327 m/z 215, 204, 162, 146, 91; m/z 162,
204 m/z 369 m/z 341, .
MS/MS R MS/MS , m/z 369
327 ; m/z 162 204 m/z 369 ,
m/z 341; m/z 341 .
[112]
s SCAN., uSIS ( m/z 229, 298,
3553 m/z 268, 327, 383; m/z 268, 341, 397)
MS/MS ., GC/MS/MS ,

0.2ng (S/N>5), 25ng/ml, 3-16 .
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e -2TMS/7.272

A FA-TMS/6.876

LRI HE -TMS/7.878 AR 25 -2TMS/8.423

t/min
(a)
Mk -2TMS/7.313

B Z FENEHE -TMS/7.925

FTFA -TMS/6.909 IR 252 TMS/8.48
7 8
t/min
(b)
3-22 TMS (a) (b)
MS/MS o
3-16 N MS/MS
/min (m/2) CID A% (m/2)

1 10~13.4 355 0. 87 355,298,218

2 13.4~14 383 0.56 383,327,204

3 14~15.5 397 0. 86 397,341,218

2.
(THO),
11- -A%- - (THC-COOH) o GA/T 206—
1999 s SPE o
Toxi-Lab SPE-CIMS THC-COOH (AS-THC-COOH
MSTFA ) ’ 1. l;Lg/mL 2. 5pg/mL;

3h 1h, SPE (1.5mg) . .
THC-TMS ) [M+1]"  m/z488) m/z 371 ,

250pg/mL, 3% ~5%.,

) THC 0. 74ng/mg, THC-COOH 0. 16ng/mg;

, 10mg ) GC/MS o
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, GC/MS (NCD THC THC-COOH
, 30 ., THC EI. PCI
NCI 3-23, PCI (M+17", m/z 511
100 T 439
510
80 + 297
495
60 + 467
< 427
< 40+
ol o . 168 229 13
67 | 171 | 326 397413
o Ll ||11||Ihl|,u|,|l,|l,,|,l||,l,l,l,1 .,,l;... |...I... [ II o] |.|.,I,|||||,|.,.I. A I||| I
50 100 150 200 250 300 350 400 450 500 550
m/z
(a)
100 511
80
o 60F
N
40 +
20 +
248 289 417 455 495|539
0 Lot .l""'”I.' ITEETE R p ||||I|||||||||| ||||I . . .
200 300 400 500 600 700
m/z
(b)
100 - 509
80 -
60 |
N
=
40 +
20 L 339 414 452
13 358 374 40 | 443| 469 488
1 lll.II 3?’3'. .||| |||| | L ||I.I| 4|18|.||' |||I' 1 II||||| || ?%9.' T
300 350 400 450 500 550
m/z
©)
3-23 THC El (a), PCI (b), NCI (c)
Finnig an MAT TSQ-70 GC/MS/MS, 5050A GC/MS, , 100~750amu;
1500V (NCD), ;
5. 8mtorr; 270°C, 180°C , 280°C ;

DB-5MS

(30m < 0. 25mm X< 0. 25pum) »

150°C  (3min)

10°C /min .
———>280 (10min)
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[M+C,Hs 1" ., NCI (M—17], m/z 509 ,
GC/MS(NCD /SIM THC THC-COOH, 0. 2ng/mlL,
THC 5 ,
R CI R m/z 315 CID y THC,
3.
o s o 20mg
1.2¢ s , , o
, m/z 303,
. [M—OCOCsHs " m/z 182 ( 3-24),
. (BE) . (EME)
BE EME
lem 1% ,
) . K
. Bond Elut Certify SPE . MTB/STFA .
( [M+1]", m/z 304; BE-TMS
[M+17", m/z 404; EME-TMS [M+1]", m/z 314;
[M+171", m/z304); +~CyHyo ., GC/CI-MS , . BE
EME o Smg s
0.1~100ng/mg . BE EME, 10.3%, 16.3%
27.71%., 5
. Ing/mg
TSQ N CID s m/z 94
. m/z 303—>181—>122—>94 .
( m/z 82, m/z 94. 196,
212, 272 MV m/2 317), 0.05~10.0mg/L, LOD  0.02mg/L,
44 NN (BE)
. API-LC/MS 4
L : ng .
0.9914,
4,
1996 .
, 20 . .
. 21

N a s m/z 44. 58,
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9.607 10.612
7273 11.541
e AREAE
8.637
4.68 l
9.448
4‘1 I (IS I I I8 IIO 1|2 1l4
t/min
(a) BB PG E
100 82
X
= 50t 182
) 83
105
55
2 198 272
0 b Lo 138130 L 18O A4 ] i)
50 100 150 200 250 300
m/z
(b) AR AR FEE
100 35
83
44
S
~ .
50 71
114 144
101 | |
0 II'II"! rrrrrrrrrrrrrrrrrrrrrrrrrrry rr e T
50 100 150 200 250 300
m/z
©) ZTHIFEE
3-24 GC/MS . MS
5000 GC/MS, EI ., 1500V, 100~330u/0. 5s;
10°C /min
HP-1 MS (30m X 0. 25mm X 0. 25pm), 150°C (3min) 280 (10min) ;
1pl, 50 1; 250°C, 270°C
b b Y
s 1990 12 19 s
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—=500ng/mL, —=200ng/mL,
Lewis . TFA
m/z 44, 58 m/z 140, 154 ¢ 3-17),
) . ¢ 3-25 3-26), GC/MS

[113~115]
°

[113]
3-17
(m/2) (m/2)
44 91 136 -TFAA 140 118 91
58 91 150 -TFAA 154 118 110 91
119
xX
< 5ol 91
39 69
0 162 199 232 287 318 329 401
T T T T T T T T T T T T T T T T L T T T T T T T T 1
50 100 150 200 250 300 350 400
m/z
3-25
Varian Saturn 3 GC/MS , ITD, 70eV, 1850V, 10pA;
10°C /min
BP-X5 (25mX 0. 22mm X 0. 25,m) , 60°C (1min) —280°C (3min) ;
260°C ; , 1. OmL/min; 20+ 1
1001 154
xX
501
St 110
73
A 281
0 o v | 176 221 216 265 , 37 4}5
50 100 150 200 250 300 350 400
ml/z
3-26 ( 3-25)
MS o GC/MS(CD)/
SIM TFA o N-
-TFA m/z 218, IOpg/ZPLLO
SPME/HS/GC/MS o
MDA ( ). MDMA ( )
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MDA EI (I 50pg
1pg; 2mL 5ng/mlL  1lng/mlL,
, (L (D)
, 10 ,
/ .
Finnigan MAT GC/ITD/CI , .
5 m/z 119, 148, 150;
m/z 91, 119, 136; / m/z 148, 166, 176;
m/z 91, 133, 150, T%~9%., CI
2.4ng/mlL  8.6ng/mL, El . 4
Cley, m/z 58 , CHCH3;NHCH;
(CH3)2NH,, m/z 119 [M—NHCHs; ] y 150
[M+17", m/z 119, 150 . m/z 133
, . / CI m/z
166  [M+1]" H, O m/z 148,
m/z 119, 148 150 SIM .
GC/MS (ED 1,2 -
3- (M m/z 147, m/z 146; m/z 105, 42, 132) .
20 80 . GC/MS N-
. GC/MS, APLILC/MS ,
Leukart N- . Borth
Lsl o GC/MS/MS MDA, MBDB
\ , Nordgren"''"™'  API-LC/MS MDMA MDA,
1000 . API/MS/MS,
GC/IR/MS .
IR MS GC IR
. MS, IR/MS 1. 1mX 0. Imm
, IR 4ul/min MS 1. OpL./min, IR
MS . EI o
5.
(LSD) . . . 20
80 Francom"''*” LSD  GC/MS ; 1990
Paul L1, BSTFA .
70°C 20min ( 3-27), GC/MS (ED ,
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LSD M m/z 395, m/z 253 m/z 293 (
3-28); SIM . LSD (LAMPA)
m/z 395, m/z 293, m/z 253 m/z 395, m/z 293 . SIM
SCAN )
10

BSTFA
—_—_—

/A 70°C (20min)

(CH,)Si

3-27 LSD  BSTFA

253
100 395
293
©
< 50t
337
7838 109 128 149 165179 319 | 353 380 | 418 435450
80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440
mjz
() SE i
100 395
B L
s 0 253
T4 279
128 21 299 | || 337
0 A ek S R -
80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440
m/z
(b) NIST Fritt
3-28 LSD EI
HP5971A MSD, EI (70eV) SIM (LSD 395. 293, 253; LAMPA 395, 293), 100ms;
HP-2 Ultra-2 (12m X 0. 2mm X 0. 33pm) , 3psi; s 250°C ;

R . 20°C /min o . 20°C /min o .
190C (2Zmin) ————>290C (7min) ———>310°C (2min)
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AR GHR Y AL (W) BRI CHA( Y423 (8)
z/w z/w
00€ oom 001 3 00C 0q! .
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1990 . Papac %7 GC/MS (NCD) LSD, 1998 . Kanel
Lzl 7ymark Rapid Trace SPE NN ., ESI-MS/MS
LSD N- LSD, 1999 , Sklerov 1% GC/ITD/MS/MS
LSD, 2003 , Libong %! -
LSD , 2mL . Bond Elu cartrid-
ges SPE . 8ul, ., MS (CD  MS/MS
; LAMPA . GC/MS LSD,
0.02ng/mL  10.0ng/mL, GC/MS/MS LSD, LSD n-
LSD [124]0
API-LC/MS LSD . .
. LSD LOD. LOQ 0.4pg/mL. 0.5ug/mL,
3 .
6.
. 20 ., ¢ ”
(China White) a s 2
. 3-29, . MS
. GC/MS . MS(ED/MS . a
. Kronstrand'?’
., Sachs 1?0 GC/MS/MS S-
7.
(PCP) . .
. PCP . . .
. GC/MS ,
M"m/z 294  m/z 251, 164, 2ng/mlL,

MS o
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1983 ,
P=S P—S .
GA/T 101—
1995 , GA/T 187—1998
. ., GA/T 195—1998
GA/T 203—1999 .
; SPE . SPE : 5g;
TBP (1.6pg/mL) 1.0mL; pH=7.2 Tris-HCI )
100mg , 40°C 45min; XAD-4 ; - (30 ¢ 1)
; 10mL - 8: 1) ; Naz SO, 3 Na
o 2g ( 2~5ml) pH=6.0 y
20min; ; GDX-403 ¢ GDX-103) ;
; ; - (9: 1)
; 80°C ; ; GC/MS .
>80%, +o0.1,
R 20 60 ,
. 20 80 , Nordgren''?")  GC/MS .
DDVP, , Stan %) Hattori 1%
i pg Meyer [130]

SPE-LC/MS , . 20 90 ;
Psathak 'Y GC/MS . . Lacorte
[152] SPE - . HPLC-DAD  GC/MS .

3- -4- ( )
. ) , m/z 278,
245, 153, 79 ,
3. 18ug/mlL,
20 80 GC/MS
[13:{0 90 ,

[134,135]
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GC/MS/MS o 4 N
3-30 3-18,
1/7.021
3/7.585
4/7.704 S/8 837
2/7.429
6 7 8 9
t/min
3-30 4 (TBP)
QP-5000  GC/MS (70eV) . 350u/0. 5s; OV-1 (25m>0. 25mm) ,
20°C /min
110°C  (1min) 280°C (10min) ; He, 97kPa; 1pl, 40 ¢ 1
3-18 4 TBP
tr/min CAS M (m/2) (m/z)
TBP 7.02 (CiHyO) 3 PO 266 99 155
(3911 7.429 298-02-2 C;Hi70,PS; 260 75 121,93
(1059 7.592 8065-48-3 | CyHy05PS, 258 88 60,100,170
7.708 60-51-5 Cs Hi2 NO3 PS; 229 93 125
(E-1605) 8. 842 56-38-2 CioHis NO5 PS 291 97 109,125
( . )
( ) ( N N
N . N )
. 10° 107
E-1605 ( ) P =S
. 20 80 s o
o b
y 6‘7R7N()2 ”» “S :Pi’, “ S,,
“()” , “() =P7” , , E’
1605 (O-1605); “—R—NO,”
, “—R—NH,” , E-1605
N-1605 N- . E-1605
E-1605 3-31 o
, E-1605 E-
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1605 ( 332),
. (3911)
, “—CHy,—S—CoH;—,
( ) .

(C_] H5 ())g P*SCHg SCZ H; —’(CZ H5 ())Z P*SCHZ S()Cg H5 —’(Cg H; ())Z P*SCHZ S()g CZ H5

(3911) (3911 ) 3911
[135] 30% (ImL) , 1. OmLO. 5mg/mL
( 60 ~80°C,
), ; GC/MS . 3911
3911, 3911 ( 3-33),
, > > ; “pP—=
0” “p=8~ , DDVP .
DDVP, 3-34, ,
. 1605 130~
140°C , . , DDVP
, i [134]
100°C, 60°C, 1min, 20°C /min
280°C, 10min ,
( 3-35), DDVP .
. DDVP . . .
. m/z 109 (CH;0),PO™" ,
m/z 79 (CH; OPOH) © . GC/MS .
’ m/z
221, m/z 221 (CCl) m/z 139
[(CH;0),POCHOH " ., DDVP
m/z 185,
DDVP  20°C 1. 6Pa, E-1605 300 .
. . HS/GC/MS DDVP
. . E-1605 . -1605

( 203 ) E-1605 E-1605
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100 97 109
291
< 50+
65 139
125 155
81
47 186
‘ 235
0 T l " T '| T T T T T T T T '|' T
50 100 150 200 250
m/z
(a) E-1605
100 - 65
9
322
202
=
=
217
193 ‘ 245 204
; I|II| IIl .'|.||. ; !2?'7 III I|lI
50 100 150 200 250 300
mjz
(b) XX -1605
100 99
155
81
X
= 50 - 127
65 109
55
0 | .‘l' . : : : : . . ;
60 80 100 120 140
mjz

(c) WhR = 2R

3-31
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100 [ 111
138
93
2 50t 81
~
65
47 P 154 170
| | 198
O | T | T T T | T T T T T T |
60 80 100 120 140 160 180
m/z
(d) TR = 2 AR
100 1 109
81
149
L 50t 99
~
65 139
127 275
0232 247
50 173 203
166 259
0 11°%°] ﬂ] il .
50 100 150 200 250 300
m/z
() 0-1605
100 125
109 261
L st
3
80
97
” 205 _~ 262
66 187 | |
: } TREC N (N A
50 100 150 200 250
m/z
(f) N-1605
3-31 -1605, E-1605

. 0-1605,

N-1605
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100 T 65
139
53
2 50+t 109
80
93 123
1 T 1 A A T |
50 60 70 80 90 100 110 120 130
m/z
3-32 E-1605
100 - 109.0
S
NN
0—1‘:—5 o
0
83 183.0 (
50 139.0 :
N
N
216.0
276.
2143 60
230.9
0
50 100 150 200 250 300 350
mj/z
100 - 97 (a) 3911 L H, o
[
125 -~ | 3
153 I
0—p —S
‘ O
199 o
S
S 50 F (
292
215
281
I T |24;7| A -
50 100 150 200 250 300
m/z
(b) 3911
3-33 3911 3911 3911
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100 49
X 50} 84
=
76 | 112
ol ||| | R L 07 1% ]
40 50 60 70 80 90 100 110 120 130
m/z
100 1 (a) ZH IR R
151
109 o cl
o I~
- 0—P—0O
<50 (\)
/
79
47 110 152
ol — o | b S L
40 60 80 100 120 140 160 180 200
mjz
(b) %45 DDVP BRI
3-34 DDVP N DDVP
.. 25C/min .
QP-5000 GC/MS  (EI , 70eV); HP-1 110°C 250°C
100 8
47 111
< 49
S s0f
‘ | 119
146
ok |v-v|l!l-"-ll-Ivvvvlll"---770----lllllllll?'7'|"'lllllilllll“l!-"l wvv!lvavvvl
40 60 80 100 120 140 160
mjz
100 ¢ (2) K& ERETIEE
109
X L
= 50
79
47 | 185
93 145
OJ'J'uf' ||6|Iqu|||. I||I|I.I.|. II|.I.I.I ™ |"1'1'5'|' N .]|3].. . II > 15.|9 |174 . |I 2|01 2%.0
60 80 100 120 140 160 180 200 220
m/z
100 - 11 (b) DDVP 5 5]
139
S 50 |47 94
=
79
64
221
0 2?45 150 171 185 207 J227 247255
s £ ¥ *: : ¥ e, 1, v 5 v L1 v T v T 12 T T LIWE: T
50 100 150 200 250
m/z
() FUE it =
3-35 MS
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Oa 09 S_ ) o
s m/z 141 m/z 78.
111, 93 ( 3-36), , . . s
. 3-37 GC/MS o 3-19
5.288
FR e S {4 2
TACHIIR=FAE  HRER 1
3.081 3,948 5359
5555
2 3 4 5 6
t/min
(a) IR R 25 BB PR it A
100 93
< 50
63 156
79 126 |
0 ! Ll : : : 1 : : :
60 80 100 120 140 160
m/z
(b) AR = P ESRY BULE
100 78
S
S 50 141
64 11 |
1) S | T - S | I
60 80 100 120 140 160
mjz
(c) et TRt 1 BRI IE
100 94
< 50
64 141
62 7|9 11 126 |
0 i TR ul] ; . 1 R . . .
60 80 100 120 140 160
m/z
(d) 7 Bt Ak 2 ) o
3-36 ( ) GC/MS
Bravo 3¢ GC/MS/MS 6
29 , H
; ; GC/MS/MS
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4.633 7.28 8625
3119 3173
6.031
3.694 4075 '\
. 1 ; , . : . AN ‘.‘A‘% J A
3 4 5 6 7 8 9
t/min
(a) BMRRRAMEE TR EAIEE
100 110
S
= S0t
79
47 P
65 | | 1 140
O L T T III T T I T L T T ! T T
40 60 80 100 120 140 160
mj/z
(b) BEER = FEEMY B (1R =3.117min)
100 110
47 79
X L
= 50 156
95
63 | l|26 141
oL A1y 1A | A A (£
T T T T T T T T T T T T T T T T T T 1
40 60 80 100 120 140 160 180 200 220
mjz
(©) 0. 0, S- = ELBHFRARIY 1 E] (1, =4.633min)
100 110
156
50
~
58
47 ‘ 79 os
125 141
V1 Y P O A M RS
40 60 80 100 120 140 160 180 200 220
ml/z
(d) EAL R B (7r=8.525min)
3-37 GC/MS
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CH;0 S
N/
1 0,0,0- 156 P
VRN
CH;O0  OCH;
CH;:0 O
] ANV 4
2 0,0,S - 156
7\
CH;0 SCH3
CH:0 S
N/
3 0,0,S - 172 P
/N
CH;O  SCH;
OH
NO,
4 2- -4 153
CH;
CH;O0 SS  OCH;
0.0,0,0- /
5 266 —(O—
/ AN
CH;0 OCH;
OH
6 3- 1- 153
CHj;
NO,
CH;0 /() CHs
N/
7 261 P—()~</:\§—N()z
/ J—
CH;0
CH;0 /S CHs
ANV
8 277 P()@N()z
/
CH;0
CH;S /s CHs
. N/
9 S 2717 P—()GN()Q
CH;0
MSs? . ,

N

DDT
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b o b
MS R
1.
2 b
o b Y b
b o
’ ’ o
LC ’ ) >
b o
- ’
( N N ) IOg; H CH2C12 H H SOOC, K-D
3~5mL; 10mL H CHzclz 50mL H
MS
o b
o b b ’
. 3 .3 ,
3_ N 3_ ’ o
MS 3-38 3-20,
674
495
759
428
221 319 87 901 970 1063
200 400 600 800 1000 S
3min20s 6min40s 10min0Os 13min20s 16min40s
t
3-38 .3 .3 GC/MS
Finnigan MAT 1020 GC/MS (EI, 70eV), 80°C, 35~400u/s;
15°C /s
SE-54  (25mX 25mm X 0. 25um), 80°C (Imin) ——>230°C (10min);
, 230°C; , 240°C; , 1pL

GC/
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3-20 .3 .3 .
3- MS
(m/2) (m/z)
427 164 164 149,131,91,39
3- 495 178 178 137,110,92,39
3- 531 180 137 147,110,91,39
674 221 164 149,122,91,58
3- 759 237 137 180,162,91,58
3 — 235
o GC/MS
3- , . . 1996
. . GC/MS ,
. 2,4-D- (
3-39), 1996 ;
Tsatsakis %70 GC/MS o
, 1-( ) , Cs Hio N2 O2 S
I
(‘Hs—‘C:N—()—C—NH—CH.;
S—CHj
GC/MS , o 3-40 .
- (1: 1) , GC/MS
API-LC/MS , GC s .
\ fg/pl~pg/ul
L138] , GC/MS/MS . m/z 164
y 0.5eV (CID), m/z 149 R
. 0.15~4.6pg , r=20. 9998,
2.
1965 Hagiwara ) . .

3-21,
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BRI FH6.467
RIS /3.705
2,4-D-FTH&/7.315
hlhl‘""l""l'"I""l""l"A"'I"A"I"L'J'\r""l'l"l""l‘ T
3 4 5 6 7 8
t/min
(2) BETREER
wor 7
276
[0
50 100 150 " 200 250 300
mj/z
(b) 2,4-D- B THERRY LR
100 - 164
149
S50t
51 122131
77 103
65 91
0 R S
50 100 150 200 250 300
m/z
(c) WRNFAR Yy o T 1]
1001 164
149
©
<50 F
5158 12243,
o | | 177 191 223
LA LA L A S B R L L S B S B S T T
50 100 150 200 250 300
m/z
(d) BRIEFHAY B

3-39 2,4-D- N GC/MS
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2.379

PR 12.994

5.569

2 3 4 5 6
t/min
(a) FAF T i
100 [41
NS 68
<
50
100
115
59
0||||||| |!||.|I|.|||I "II.'Ill. . . L : 1
40 50 60 70 80 90 100 110
m/z
(b) BRI B E
3-40 GC/MS
3-21
N, N- - 2-N, N- S, S'-(2- 5-N, N- -
1,3- -1,3- «( ) ( 1.2,3-
) )
149 355.09 237.3 271. 4
— 95% N
9.2¢g
- > > > > > > > > >
> > > > >
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o , ; 10min  2h, 69
, 25% 500mL, 2h . .
40 o ,
. MS . , GC/MS s
. CI « 322,
3-22 El, CI
ElGm/z) PCI NCI
M+ (m/=) (m/2)
— 70 103,149 150 181
— 71 104,149 — —
181(3. 5) 71 135(52),45(31),56(21)
149(40) 70 45(50),103(22),56(26) — —
; m/z 70, 71 (CH3);NCH—CH ", (CH;3),;NCH—CH;
« ) MS s M"m/z 137 o
; 3300cm ! o ,
) N, N- -2- -3- )
Me; NCH,; CHOHCH:CI, s ) (G
GC/MS , , IR
. , MS (ED o
. , ) . 3-41 3-42
. - 3+ 1)
GC/MS o
, o : > > > > > >
) 4- N
) N- -4- o
, 4h 4- 8~12h , 108h o

1986
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100.0 70
149
- I
S
500 |
56 103
84 115
51 64 | || || 97 | | 128 136 ”
.IIU”Hd.th!H”“JJlLHHL“.!HHHJJHLMJLL!.Lh.th 193
40 60 80 100 120 140 160
mjz
(a) A WA B
100.0 104
71
£ 500
~
PR |
MI,...-.ul-h-.-.éﬁ...-..Ih..-....fi‘-.?.?. - |.|.....“.8,....,.‘.3.5.,...'4?.....-
40 60 80 100 120 140 160
m/z
(b) SR B
3-41 N GC/MS
R pH1, pHI12 ; GC/MS ;

( 3-43),
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A
,\ s
1 l
T T T T T T T T T T T T
Imin40s  3min20s SminOs  6mind0s 8min20s 10min0s 11mind40s 13min20s
!

(a) JIERIEE B e A LA RSB T

100.0 [ 7
135

&
~ 500 |

56

b 45
64 181
84 | 149
I||I |'||I|l|'I|'|!|!|I|I |9|6| !.ghlll .'|1y'1."y SN l T .'.Il'... — ‘|.I' SN .2.(').7|. .
60 80 100 120 140 160 180 200
mj/z
(b) A HERHFTIEE
3-42 GC/MS
A Y
20 80 , s
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1000 17
196
181
44 89
§
207
40 60 80 100 120 140 160 180 200
m/z
3-43 MS
b / ’ o
GA/T 103—1995
, SPE .
MS . 20 80 R
Finngan MAT 1020 GC/MS 4
. 3-44,
, ; GC/MS R
3-45 o
N. Cl. Br
(NCD , . 1 2
s [Milj s s
0.5~1g «C . . N ), 0.1ng/g (mL),
. 1991 1
. 25g .

o og., 0. 1mlL;
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1/%

1/%

1/%

100 7

100

50

227

BR AR
/

Ul

A

6mind0s

50

100

11min40s

8min20s

10minOs
t
(a) 4 LIk A ER A 2500 B S T e [
183

80 100 120 140 160 180 200 220 240 260

m/z
F265 280 311 331 346 368 390
280 300 320 340 360 380 400 420 440 460
m/z
(b) — SRR AG BRI B
163

80 100 120 140 160 180 200 220 240 260

100 [ m/z
50
o [265 280 315327 343 355 369 415
280 300 320 340 360 380 400 420 440 460
m/z

(0) SURAERA BT

3-44
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80 100 120 140 160 180 = 200 220 = 240 260
100 - miz
S I
~ 50
' 419
o[268 293 321 369 |
280 300 320 340 360 380 400 420 440 460
m/z
(d) AKX AR B E
100 181 253

100 150 200 250 300
100 [ miz
S L
T 50t
0-3=I’|7'3?I-|'=|3'55|:';6|9'|'|3'9|7'|'zl‘zlslll I'I'I'I'I'IS(')SI‘I‘I'I'| T
350 400 450 500 550
m/z
(e) R AGBRAY T A
3-44 4 GC/MS
(ZOmLXZ), (5g NHQS()4+5g A12()g+0 2g
; K-D 0.4mlL; GC/MS s N N
. GC/MS m/z 97;

m/z 125, 181, 228, 265,

o GC/MS

N E-1605

m/z 293;
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S E N S A 1

3min20s  4minl0s

6min40s 7min30s 8min20s
t
3-45 GC/MS
20 80 , o
o , 1982 1990 ,
N N N N 50
; 1990 42 150 GC
HPLC { s o
MS ( PCI, NCI, MS/MS) o
- SPE o -
2~3g ( 2~3ml); ; pH=6~
7 - (1:1) 2ml. 2 ; 80°C
; . SPE .
>80%, +0.1,
GC/MS ( PCI, NCI). MS/MS o
[130] EI, CI, - El .
. Treble 140 o
i Ge/MS . ;
100mg NaBH;, ; NaOH pH=12; 10mL ;
; 3 MS . )

. Miki 12

S5min0Os

Smin50s

, GC. GC/MS
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[143] N .
GC/MS , GC/MS 3-46
3-23; ong, s
; N N s 2,4~
D- N o 2:4-D- ,
. GC/MS . N N
o 1998 s ,
GC/MS , 0 , 1999 )
5ml. . “ ” 1. 0omL GC/MS
s (M" m/z 295; m/z 266; m/z 224 .
57, 132),
3-23
(m/2) (m/2) | CAS
Atrasine - CsHyyCls 215 58 200,173,93 | 1912-24-9
;j{l});mylc CrHy, COs 276 57 185'1162’11 1713-15-1
Aeetochlor Ci4 Hy CIN, 269 59 77,146,223 | 24256-82-1
atachior Ci7 Has CIN, 311 57 160'1776’23 23184-66-9
[144] GC/MS/MS \ GC
, m/z 257 m/z 188 s
MS/MS (ED ; m/z 257, 224, 100,
m/z 188 R R O.OlNl.Spg/mL
0.08~1. 2pg/mL, 1L, 0.998  0.999.
. El o o
[145] . ( ) . 0.1~ 2mtorr;
MS (PCI. NCD ng/g N )
o 3-47 PCI, NCI ,
PCI [M+1]" m/z 358, NCI [M—1]™ m/z
356, 3-48 PCI. NCI , PCI m/z 396, NCI
m/z 394, , N 357, 395,
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100 - 258 358

80 167
X
< 216

232 293
| i | 322 340 388
-'l‘ll I.||| |. ' |I] |I.I Iy | PRI | n ]
100 150 200 250 iz 300 350 400 450
(a) IERT
100 182 356
80

£ 601

40+ 217 216 321

201 i 0 259 322

O T T T T T I| I? T T I T . |360 T T T
100 150 200 250 )z 300 350 400 450
(b) LTI
3-47
Finnigan MAT TSQ-70 s 7X10 Storr, 150°C, EI.
PCI, NCI , 1500V 200mA; s 6000mtorr;
( ) 2. 2mtorr; 13eV;
300°C /min
50°C (0. 5min)————>290°C (1min)
100 216

199

80

1%

100 150 200 250 300 350 400
miz
(a) IEESFi%E
100 - 196
80F 106
§ 60
401 394
20 138 241 283
102 215 | 272 |
0 N I II N [P | "
R L L L L L LN B L A LN BN L B LA LR LA BNLEL LR BN B L
100 150 200 250/ 300 350 400 450
mjz
(b) f S T
3-48

N GC/MS
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3-24, 3~5
4~6 o K,
b b o
’ ’
3-24
o_P W
CHCH,CCH;
OH LDs, 3mg/kg
warfarin  CoH,;50,=308.32
OH
9o u®
LDsy, 5~25mg/kg
o (O
coumatetralyl CygH,;0;=292.33
OH
“S——CHCH,CHOH Br LDs, 1. 75mg/kg
0" Yo
bromadiolone  C3yH»;0,Br=>527.43
LDsy, 0.72mg/kg
brodifacoum C;1Hy0,Br=523.4
GC/MS .
b b
MS o
- GA/T 205—1999 , SPE
o 4 pH=5~6
2h, Smin) ; GDX-403 ; ;
’ 60 GC o 1) 90 OC 1 h H
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pH6.0 GDX-403 ; N , 60°C
(tetramine. TEM) 424 . . 1949
1
Clbsoz
N
6, i,
/ N\
NVN
CysHgN, O, Sy 240.2, 20 90 ,
GC/MS [146,147] .
GC/MS , . GC .
s 20C/min  10°C /min, s
. 6 , 2h o
- N GC/MS .
C  3-49), 42.9mg/100mL, 1. lmg/
100ml.,
GC/MS R o
s GC/MS s
. TMS \ (
3-50), ) GC/MS ,
, -SPE GC/MS ,
: 2.51mg/100g. 3.81mg/100g. 5. 74mg/100g,
RSD 5%.
100.0 3
g
S s00f 130
91 115
45 ‘
59 104
ok b |“"I| |.||-|u| Ilulnn 1l |||||n|||l|]l )
40 60 80 100 120 140 160 180 200 220
mlz

3-50
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100.0
364
X
= 260
50.0
245
235 292 321 349
273
307 lu 335 | |
O A T “III| I: e I‘ s lI I‘!I 5 I‘I 5 T T T T T
240 260 280 300 320 340 360 380 400 420
m/z
3-50 -TMS
8.502

t/min
(a) JER AL TR B i
100 173
L s0r
~
340
50 100 150 200 250 300 1350
mlz
(b) R ANER A P IR
3-51 GC/MS
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’ o b
o s . 20 80
, Davieslt48] MS/MS , ,
2min, 1994 , , GC/MS ,
( 3-51),
o b
3-52 GC/MS .
bre
3min20s 6min40s 10min0Os 13min20s 16min40s
(a) 2 Bl B A2 HU AR R S T im f E ]
100.0 206
168
8
~
60 80 100 120 140 160 180 200 220 240
1000 mlz
T s500r
S
247
oLy 263 281 341 355 374
U260 280 300 320 | 340 360 380 | 400 | 420 = 440
m/z
(b) F R FTLE
3-52 MS
Finnigan MAT 1020 GC/MS , EI (70eV); SE-54 (25m X 0. 25mm X< 0. 25,m) ;
15°C /mi

160°C (Imin) ———>280°C (20min) ; 1l 50 ¢ 1
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o ’ b
b
b o
b
b
b 9
o 7 3-25 R
3-25
TNT RDX HMX
2,4,6-
C: H;N; O C5 Hs N5 Og Cy Hs N5 Og
227 222 296
CH. NO,
CH, L
O:N—N  N—NO, }hﬁ—V—ﬁHz
0;N NO,
: : HJ; éHo 0;N—N N—NO,
: : |
N H, C—N—CH,
NO, | T ’
NO, NO:
—NO, —NO; —NO,
( /C 80. 9 203 278
CE PETN NG
2,4,6-
C: H;N;Os CsHgN, Oy, Cs HsN; O
287 316 227
H; C\ /N()z
0,NOH,C  CH,ONO, HﬁF“NW
AN
O:N NO: HC—ONO;,
’ ’ 7\ |
0, NOH, C CH,ONO; H,C—ONO,
NO,
NO, ONO, ONO,
2.2( )
( /C 129.5 141~142
13. 2( )
o b
N N 5
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2.
o 3-26 [153
3-26

TNT CE
RDX . PETN
HMX NG

3.

@) (SPME)
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GC/MS . SPME s
, . SPME .
. 154l | SPME
(sl SPME . 3-27 SPME
GC/MS/SIM o
3-27 SPME [155]
/ng /°C /min
EGDN 0.5 10:1 25 20
NG 10 15+ 1 25 30
PETN 0.5 8:1 105 30
TNT 10 2:1 70 20
RDX 10 20+ 1 100 30
(2) [156]
s 0. 5cm? R 3min 3min,
; 3min, GC/MS
, . SPME
N N SPME
4.
(CO2) . (1571
. GC/MS
, GC/MS

30m GC/MS

(NG)
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GC/MS N . .
3-53 6 GC/MS (1581, :
N 15°C /min
J&W DB-5, 15m 0. 25mm X 0. 25um; 70°C
270°C (5min) ; 180°C, : El; 70eV;
ZOO‘uA; 140°C ; 40~50u; 1s,
328 415
240 NG
328 2,4-DNT
415 2.4,6-TNT
589 453 PETN
240 497 RDX
589 CE
199
497
300
351 o b 49
J 531563 (| 629 663 721 757

21 70 140 175
© 100 200 300 400 500 600 700 =
1min40s 3min20s Smin0s 6mind0s 8min20s 10min0Os 11min40s

t

3-53 6
30m GC/MS ,
, GC/MS o
. R HP5970 GC/MS , GC . 5m X 0. 2mm X
o . 20°C /min o X o
0. 33um; 70°C (Imin) 225°C (2min) ; 220°C ,
PETN. RDX o
, GC , )
200°C . “ ”
3-54 3m , GC/MS
. GC/MS : -5050A; . EI ;

70eV; 300pA; 35~400u; 1s; GC
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J&W DB-5 MS 15m X 0. 25mm X 0. 25m; 200°C ;
o . 10°C /min o . o
80°C (1min) 250°C (5min) ; 230°C; .
TNT
5 10 15
t/min
() LR S B iR R
210
63
100 29
g
S %0 51 76
105 164 179
0 fim . i 12IO .||| o al.l II. {94| '.I
100 200
mlz
(b) ¥ HifY TNT BT
3-54 TNT GC/MS (ED
TNT , EI , m/z 210
[M—OH] o
EI ) ’ 3728 o
3-28 El
TNT RDX HMX
m/z /% m/z /% m//z /%
63 57 42 27 42 25
76 27 56 22 44 27
89 67 46 100 46 100
134 20 75 25 75 10
180 15 102 5 103 7.2
193 15 120 27 120 7
164 11 128 23 128 9.2
210 100 148 5 222 2
CE PETN NG
m/z /% m/z /% m,/z /%
30 100 30 37 30 16
46 40 46 88 46 100
75 46 55 14 76 55
91 35 57 14 89 2
181 34 76 100 103 1.6
193 22 97 4.4 117 3.2
224 14 194 0.8 133 1.2
241 56 240 0.8 151 1.6
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, . GC/MS/
SIM ) GC/NCI(PCD /MS/SIM
, EI (I o 3-55
GC/NCI/MS/SIM TNT . NCI
TNT m/z 227, El o

100

50F

/%

0
t/min
(a) & B PR R EIEE
100 197
210
X 227
=50
167 181
A | i |
100 200 300
m/z
(b) TNTH T
3-55 GC/NCI/MS/SIM TNT
, GC/MS
EI s s
[159.160] _
1.
” i . PCI
[M+1] s NCI M [M—1] R
PCI/NCI o :
Finnang TSQ-70 GC/MS/MS ; . PCI/NCI; 70eV;
200#AJ 1400V ; 40~400u;
. ~300°C/min . , .
50°C (0. 5min)—>250°C (1min) ; PCI/NCI . 3-56

TNT PCI NCI , PCI m/z 228 [M+1]",



246 —

m/z 210 [M—OH]T m/z 194 [MH—20H]"; NCI

m/z 227TM~, m/z 210 [M—OH]~ m/z 197 [M—NO] ", 3-
57 PETN PCI NCI , PCI m/z 317
[(M+H]" ., m/z 346 [M+NOJ" m/z 362 [M+NO,]", m/z 254
[MH—HO;N ™ . NCI m/z 378 [M+
ONO: | ., m/z 362 [M+NO; ] |, m/2 333 [M+OH]

R m/z 240 [M—NONO:; | m/z 125 [(ONOy),H]™ R
80t
60}
K
40t
210
201 63 8|9 198
194
149
ol— ||I||.||l|||||!ll.I||||I..'I..I..I PPN ]I.... Lt |||| .|. y |- 11— ;
50 100 150 200 250
m/z
(a) TNT BB (PCI)
100+ 227
80t
60
N 210
= 197
401
201
167 228
0 T NI PEY P PR PRI PR . t
50 100 150 200 250
m/z
(b) TNT [JFTE R (NCI)

3-56 TNT (PCI, NCD

358 CE PCI NCI , CE PCI m/z 288 M+H "
; m/z 241LM—NO, ]t . m/z 224[ M—HONO; ]©  m/z 181 M—CH,
(NO2)2 ]7, NCI m/z 286 M—H]~ m/z 257 M—NO]~ .

m/z 241[M_N()2]7 N m/z 213[M_CH2NNOZ:|7 m/z 181 [M_CHzNzoéLji o
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2539 362.0
100 317.0
80+
75.9
60
S
= 0t
346.0
255.1
T
100 150 200 250 300 350
mlz
PETN JEHE[& (PCI
100~ (a) BilEl( CI) 3782
80+
60L 239.8
g
~
40F
3329
20 283.9 361.9
124.9 ‘ |
0 T T T 'II""I""I""I"":"I"I""I"II"I"!I'III"'I"I"Il”
50 100 150 200 , 250 300 350
mi/z
(b) PETNJFT i EI(NCT)
3-57 PETN (PCI. NCD
1001 91.0
80 -
241.1
60 - 104.1
5
~
119.6
40 +
181.0 224.1
20 194.2 288.2
134.3 178.9 31
0 L llln. Wl PR T | BT
100 150 200 250 300 350

mlz
(a) CES{HEEI(PCI)

3-58
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100 240.9
80
§ 60
180.8
40t
212.7 256.8
20r 285.7
3125
0 , . w1y ?.‘L..il ....il’.l'_,L'
100 150 200 250 300 350
mlz
(b) CEFIEEI(NCI)
3-58 CE (PCI, NCD
PCI NCI s
s PCI [(M+H] NCI [M—H]]
. NCI PCI 0
o 3-29 PCI NCI
3-29
PCI( ) NCI( ) PCI( ) NCI( )
TNT 3.9X10° 5.5X106 HMX 4.1X10! 1.6X107
RDX 6.7X10° 9.9X10° CE 1.1X10° 1.1x107
PETN 6.7X10° 1. 7X107
(@)
CI N s N
o RDX CI
, 3-59, o
m/z 149, m/z 105, m/z 103. m/z 75
m/z 223 [M+H]"., m/z 105 [CH3N30;3 " m/z 223 [M+H]*
, m/z 103 [C:H5N30, |+ m/z 177 [MH—NO, | * .

m/z 176 [MH—HNO, ]* . m/z 131 [MH—2NO; T,
m/z 84 [MH—2NO, —HNO, |t m/z 223 [M+H]",
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100+ 149
80}
X L
£ 60175
a0l 103
105
20}
223[M+H]"
0 P | S T T N E— ' —
70 100 150 200 250 300
m/z
(a) RDX 7E PCIF (FHHER B ) HIR1FRI g E
131
100 8
80
N
S 60f
40+ 176
104
20+
| | 223[M+H]*
0 | |' . | . I| - I. — i 1 —
70 100 150 200 250 300
mlz
(b) RDX 7E PCLIR (7 T Bl F B S) AR B &
[161]

3-59 RDX PCI

[M+C;Hs ]*
[M+CyHo ]*,
NH, ", 3-30

RDX  PCI
NH,]";
251 [M+C,H;s 1" ;
(2)

RDX

FC43 ( )

o 3-60

[M+CsH7 1" ’
[M+ H;0]",
PCI

m/z 241 [M+H3;0]";

[M+

m/z 240 [M-+

m/z 279 [M+C,Hy ™
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3-30 RDX PCI [i61]
o
0,
(m/2) /%
75 100 61 43 81 57 12 10 23
84 13 100 2 9
89 3 14 1 2 51
93 1
103 56 50 53 38
104 2 3 3 35 23 25
105 8 39 21 44 24 17 2 15 85 100 47
115 4 4 5 4 12 20 24
117 1 1 8 5 22 18
130 3 5 14
131 3 100 100 100 10 8 5 10 25
149 30 100 100 100 100 16 22 6 100 78 100
176 8 7 3 3 13 85 38 6 12 58 100
177 5 1 15
178 1 1 30 22 5 30 7 5
189 1 4 3 20 9 6
191 12 11 3
223 4 13 20 3 5 14 32 4 55 68 11 7
240 100 25
241 100
251 3 1
252 2 1 9 5 2
297 13 1 2 5 1
19 20 21 22 23 24 25 26 23 25 27 23 280 | 289
D CI 0. 2~0. 4torr,
@) CI 0.4~0. 6torr,
©) [161] .
@ 100°C ,
® 200°C,
226
100 CHs M-
- ON NO, [MZIOOH]
%0 [NO, ]
46 [M-NOT" e
Q\\” 60 [CN] NO, 197 227
R
26
40
20
i Il . II| I | || L |I | I .
0 50 100 150 200 250
m/z

(a) TNT 7E NCI JiH /19 10.7~13.3Pa B Y i 1% &

3-60



251

cH [M-H]"
100 3
L O,N NO, 226
80
s o} NO,
I [M—OH]~
401 210
- - M’
M-NO] 227
20 19i
0 T 5|0 T ](I)O T ]SIO T 2(I)O T 25|O '
mlz
(b) TNTTE NCIFIE 774 26.7~53.3Pa B B i (5]
3-60 TNT NCI
PCI 2 TNT m/z 226 [M—H]~ . m/z 210
[M—OH]™ m/z197 [M—NO] , o
o (a) m/z
26 [CN]~ m/z 46 [NO2 ]~ .
3-61 RDX NCI 2 s
H 100°C ; . RDX
2 m/z46 [NO> ] . m/z93 [NO,HNO, ]~ . m/z 129 [M
—NO, HNO, |~ m/z 221 [M—H]™ s (b) m/z 252 [M-+
NO]~ m/z 268 [M+NO; ]~
3-60, 3-61 NCI
3)
; 3-62 RDX 75°C  90°C ,
20Pa CI . 75°C m/z 223 [M-+
H]t , m/z 252 [M+NO]* . m/z 297 [MH-+CH;NNO, |
, m/z 105 [CH3N3;0; |7, m/z 149 [MH—CH,NNO, | ;
90°C s m/z 105 I:CHgNgOg:IJr,
m/z 149 [MH—CH;NNO, |’ m/z 176 [ MH—HNO, ] T,
o 3-59 (b) CI )
150°C, CI m/z 223 [M+H]" 5% ,

m/z131 [MH—2 (NO;) ", 3

b N o 9
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i
100 - [NO2 T 93 N
L 46 [NO,HNO, | HzC‘ (‘7Hz
80}
on” N Mo,
r cH,
60 -
= [M=NO, ]
40 [M—NO,HNO, ]~ 176
r 129 )
20+ ‘ [M72H2]1 [M*H]_
s 223
. 1 I [ | .
0 50 100 150 200 250
mlz
(a) RDXTE NCI J5E 7179 10.7~13.3Pa i} FEEAY B E
1or [NO; ]~ INOHNO Iy NonNo, 1 [IM-NOT™ [M+H]T [M;;OZ]_
- 46 93 129 176 223
80 |
£ 60t
40 [M—CH,NNO,|"
| [M-H]"
L 148 _
20 21| [M+NO]
- 252
S | ,||I,|||] B N . ]|||| | R
0 50 100 150 200 250
mlz
(b) RDXTE NCI R /14 26. 7~53 .3Pa i FE1FH B &l
3-61 RDX NCI [162]
. [M+H] .
3-63 . RDXj PCI
; 3-63 (a) m/z 223 [M+H]"., m/z 240 [M+NH, |*
m/z 297 [M+CH;NNO, ] T, (b) m/z
240 [M+NH,]", m/z 176 [M—NO, | ",
CI . S N ’
s (CD
; . MS/MS

’ o

2. (MS/MS)
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1%

1%
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100 [ M
223
80 [MH—-CH,NNO,]*
105 149
60 -
[MH-HNO,]*
40 176 178
[M+CH,NNO, T*
. 297
20 131 [M+H;0] .
241[M+NOJ[M+C;H/]
LI | | 252|265
) EE— SR | N § N N i :
100 150 200 250 300 mle
m/z
(a) RDX 7E CLFIRE 9 75°C B 3RAFHY BTk =]
1001
105 .
[MH-CH,NNO;]
80F 149
MH* NO,
223 111
L N
60 $H2 C|HZ
L N N
40 OZN/ ANV \N02
CH,
20l [MH-HNO,]*
176
131 |]78 |
0 | ||u i | l i | . .
100 150 200 250 300 mle
mlz
(b) RDX TE CIJFRHRLEE > 90°C R 15/ B &
3-62 RDX CI [163]
100 240
176
50
BI] 178 2|23 297
0 T T T L T T T T —
100 200 300
m/z
(a) PCIFRE 9 100°C I 3£ RDX itk [E
100
176
50
131 240
84 130
O I T I T T T T T T T T
100 200 300
m/z
(b) PCIRIRE 1 200°C I 31539 RDX Biitt =
3-63 PCI RDX [164]
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MS/MS , MS/MS
, El , CI
. MS (CDH/MS
. MS/MS .
) ) (CID) o
MS/MS )
. MS/MS
MS (CD/MS : PCI/NCI ; 70eV;
200uA\; 1400~1800V; 3 40~450u;
50C (0. 5min)— ™50 (1min) ;
120°C 26.7~33. 3Pa, 3-64 PETN MS/MS
PCI CID o CID ,
CID .
3-65 RDX CI .
3-66 RDX CI . (@) m/z 46 [NOz ]
y m/z 75 [CH3NNO; ]t . m/z 103 [CoHsN;0, |7,
m/z 105 [CH3N3;O3 ], m/2 128 [CoH2N2O3 ], m/2 149 [2(CH2NNO;) +
H]T. m/2223 [M+H]T., m/z 268 [M+NO;]"; (b) m/z 103
, m/z 177 [MH—NO; T, m/z 278; (¢) m/z 149

s m/z 223 [M+H]™

m/z 75 ’ (a)
NO: ] ; m/z 253 [MH+NO]" .
3-67 HMX CI

3-68
CID TNT CID
PCI/NCI o
40%, MS (CD/MS
3 CI ;
26.7~33. 3Pa, 3-68 (a), (b)
m/z 228 o

3. LC/MS

m/z 253 [MH-+NO]"., (d)

, m/z 177 [M —

[165]

MS/MS
. MS/MS ,
s m/z 227
H 150°C H
TNT
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/ 3
206 /2
132 135 178

100

80

1%

40}

20+
41

40 60

100

80

1%

40

26

104

65

60

* [M+NO,]" MH"
297
223
149 189
120 // I 106 105 102 191
74 75 115
3-67 HMX
194
228
164
78 90
106 116 135 152 182 211
79 | 905 123 147 180 |
I||. , ||,||I L‘|| I|| ||I | !l. II.l ' |||,| I| ) I . .
80 100 120 140 160 180 200 220 240
m/z
(a) TNT FRfERY m/z 228[M+H]" [T B FiE 228
194
164
229
182 211
180 213
80 100 120 140 160 180 200 220 240

3-68

mlz
(b) BUFHRECE 1) m/z 228 FHEFIEE

TNT
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(HRLC/MS) , . LC/MS
L166-,167J0 HRLC/MS
LC/MS .
3-69 RDX., CE. HMX PETN LC/TSP (filament-on)/MS

281
100 [M+CH,COO]"
X 50+
~
T T T T T T T lI III T T T T T T T T T T T T
200 240 280 320 360 400
mjz
(a) RDX Ay i &
257
100
[M-NO]~
241
£ st
21 318 [M+HNOJ"
| 228
281
200 240 280 320 360 400
miz
(b) CE WY1
100 - 355
[M+CHCOO0]
N
< 50
200 240 as0 Um0 360 400
m/z
(c) HMX ) i (&
100« 375
[M+CH;COO0]"
N
£ 50f
315
957 330
240 285 |
SRRV VORISR FASSPUOUT PR | NN WO | TR .
200 240 280 320 360 400
mlz
(d) PETN HJF it

3-69 LC/MS RDX. CE. HMX PETN
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LN . TSQ45 LC/MS , (TSP);

H IOOOC H 150 N4OOUD . C1g (150mm><
2. lmm) ; 1. 5ml/min; -0. Imol/L (60 : 40),

s 3-69 RDX [M+CH;COO]~ ; CE m/z 257
[M—NO]—, m/z 318 [M+ HNO ]~ m/z 241 [M —
NO., = ; HMX m/z 355 [M+CH;COO] ; PETN m/
z 375 [M+CH;COO ], m/z 330 [M+CH;COO—COOH] ., m/z 315

[M—H]™ .
3-70  RDX, NG CE LC/MS ESI N
[169] R
100r 207 tveNO, — T
[M+NO,—H] | 281.0
75k
< 89.2
= 50F
- 113.3 [M—H]"
2207
0 Y T | O B Y llln.].l.||| e Ll ol iy by
60 100 140 180 220 260 300
m/z
(a) RDX HY 1A
100 289.0
[M+CH,ONO,~H]"
75/62.1 [M+NO»-H]
N
= 50H _ [M+CH2]7
275 2412
25H [M-NO,-H]”
1080 1214 180.0
0
60 100 140 180 220 260 300
mlz
(b) NG HIJFTHE &
1001 2412
[M*~H]
7y [M* ~CH,]"
R 2285
X
s sof
[M*-NO,-H]~ 2264
55l 1953 211.6 - [M*+NO,+NO]~
182.0 2532 257 HINE BT 7518
Opstep : . L ; el
60 100 140 180 220 260 300 340
mlz
(c) CE R
3-70 LC/ECI/MS RDX, NG, CE
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o 3-70
Hypersyl 150mm X 2mm X 3pm;

- (70 :

LC/ESI/MS

ODS
30D,

150pL/min, 3-70 RDX m/z 267 [M+NO, —H] ; NG m/z
289 [M+CH;ONO,—H ] ; CE )
CE ., ( H CE NO; ), m/228 CE
M—1]" . m/z 241 M* —1] . LC/ESI/MS
5~ 10pg,
(TFA) Lol 3-71 TFA CE ,
m/z 400 [M+TFA]~ . m/z 288 [M+1]~ .
400
100
[ M+TFA]™
288
£ sop
241
181
228 257 322
- 349
131 164 III | | 186
O I||I I 1 [ r 1l . IlI " 418
150 200 250 300 350 400
mlz
3-71 LC/MS CE TFA
, ) o L.C/ESI/MS
TFA [M+TFA—H]~ ; [M+
CH;COO ]~ ; [M+NO; ]~ ,
[M+NNQO, —H]~ [M+NO,—H] .,
LC/MS ESI. TS API ,
, MS/MS (CID), ,
3-72  PETN  LC/MS/MS (PCD) CID L7, m/z 317

, m/z 317 [M+H]

m/z46 [NO, ]

. m/z 62
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[ONO; ]~ . m/z 109 [2(NO,)OH] , MS/MS
62.0
108.8
460 892 | 241.0 281.6
50 100 150 200 250 300
mlz

3-72  PETN LC/MS/MS (PCD CID

4. GC/MS [172]
s s , (1IC)
(CE) , GC/MS
s o GC/MS )
, ; (PFB-Br)
s . 4-
s 40°C 40min
s GC/MS . 3-73 .
F F F F
F F F F F F F F
NO; j%;( SCN )i;(
ji I N I I ~
F CH,DBr F CH,ONO, F CH,Br F CH,—SCN
F F F F
3-73

PFB GC/MS 3-74 3-75,
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PFB—ONO,
A 1 A T
5 . 10
t/min
100 181
46
197
© 167
S50
119
K 243
149
69 79
137 |
0 Lpl |||I|I1| |l nl |l| . I
100 200
m/z
3-74 PFB GC/MS
b 9
4_ N(); .
, NO; , PFB (PFB—NO;),
PFB—SCN
I B | j J |
5 10 15

t/min
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100+ 181
< 50F
~
161
6 81 o3 131 155 239
112 193 211
OI o |II A II|III|| |I| a1 || Ll ! I Ll : . .
100 200
m/z
3-75 PFB GC/MS
) GC/MS
o b
Y hY b
o b ’
b N Y Y b
o b b
’ o
s ’ [173] N
[174\‘ \175]\ [176] . _ (GC/MS)
[177] , . .
~
s 5
@ , .
@ . . .
©) .
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© &

, (150 ~250°C)
(200~310°C)H (200~3507C) 200 ~2507C
o 200°C , 200~
350°C N , 350~500C
s 500°C o

N o
@)
’ o
b b
N
~ ~ ~
b b b
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(2

3

GC/MS

GC/MS

o

(€Y

[182] ,

10min) ;

o

o

b

GC/MS

K-D o
) o
( )
[179]
, Tenax GC Tenax AT,
[180] ,
GDX-103 , TDX-01B
(SPME)[181] . .
s GC GC/MS
, ( 40 ~50°C), (5~
(100~120°C), (2~4h), ,



100;}.1’1]0
(6)

GC/MS

350~500°C

b

. GC/MS

N N

o GC/MS

’

o

1. GC/MS

(2000°C /min) ,

GC/MS

GC/MS

b

GC/MS

267

o
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GC/MS-QP5050A ; J&W DB-5MS
o . 4°C /min o 10°C/min o
30m X 0. 25mm X 0. 25um; 40°C (3min) 100°C 250°C
(5min); 250°C ; 20 1; 230°C ,
El 70eV; 1300V
40~400u; 1s,
3-31 s
95% GC/MS
N o 4 GC/MS
o 3-76 934 o 3-
77 . 3-78. 3-79 GC/MS
3-31
(m/2) (m/2)
(Cs~Cip) 43,57,71,85
41,55,69,83
(C,~Cp 91,105,119,133
55,69,84,97
(C,~C3) 117,132,146
128,142
3-77. 3-78. 3-79

GC/MS



269

2 4 6 8 .10 12 14 16
t/min

(a) 93" YR E S PR i

43.00

. 14 16
t/min
(b) 93* YRIMHRGEIRE Y i & i
A ‘I.AM'I‘AAM&“ T T A‘T‘ T T T T T T
6 8 10 12 14 16
t/min
(c) 93* VIl HFEM eI M Im R0 R 2 il
91.00
106.00
120.00
134.00
SN | N -
2 4 6 8 10 12 14 16
t/min
(d) 93* RIMIFF BT R R T i 1R
128.00
142.00
117.00
Mwl |I\\| T T T
2 4 6 8 10 12 14 16 18 20

t/min
(e) 93* IR ZE R/ Bl RN BT R Bl B

3-76  93F
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5 10 15 20 25 30 35 40
‘ t/ﬁn'n
(a) Febiy R TR EIEE
43.00
57.00
71.00
85.00
o
5 10 15 20 25 30 35 40
t/min ‘
55.00 (b) T e B R i

t/min
91.00 (o) Wb HRIRGERE /1m0 i & g R
106.00
120.00
134.00

(d) bt rpbeRE 2 R g

128.00
142.00
117.00
B IHLA‘. A i g o
5 10 15 20 25 30 35 40

t/min

OF vz tb =TT ES Bl E

3-77 GC/MS
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43.00
57.00
71.00
85.00

91.00
106.00
120.00
134.00

T4 6 8 "1

Jmin 0 12 14 16
(a) ¥kt SPMEFERY B T i &

(c) SPMEILSRHUHM hEf bkt /4 i o it (2 i P

128.00
142.00
117.00

"4 6 8 10 12 14

— | T, DY VO A gt
1

#/min

(d) SPMEMEFERIA BT i se 21 P (i ]

#/min

(e) SPMEZLFRINA fbf i 2 2/ BT Y BT R e ik ]

3-78 SPME GC/MS
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6 80 10 12 14 16 18
min
(a) PBFHEFEBUE A YR B T e i =

128.00
142.00
117.00

6 3 10 12 14 16 18

\

6 § 10 12 14 16 18
t/min

(d) FAVBERR PR A e B R A L (R D

e

6 8 10 12 14 16 18
t/min

(&) FAE IR TR e RE R o (R 1 P
GC/MS
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3-77

, o SPME
) ; GC/MS ,

¢ 380,

] 10 15 20 25 30 35 40
t/min
(a) RMHYEE PR E R
82.00
91.00
105.00
119.00
128.00

o iie e LT (NP U PURCN
pimaH SN FmARRatY

t/min
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2. GC/MS

-

o 5%
3-32, G, ~C Cs~Curo.
> R 3-81
, GC/MS .
Cl() ’ °
, GC/MS
1~2 o 3-82 GC/MS
2 ’ b
(;107
3-32
(m/z) (m/2)
43,57,85
91,105,119,133
117,132,146
55.69,83
128,142,156
3. GC/MS
’ o
N N ’
C‘) ’\’CZS . N . CT«) ~ CZ] °
b
o SPME Cos 120°C .
6hi'stl,  3-33
’
, Cr . Cre
N b AY Y N
3-33
(m/2) (m/2)
Cog~Cy |57,71,85,99 105,119,133
83,97,111,125 117,132,146
95,109,123,137 128,142,156
93,107,121,135 178,192,206
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bl L

4 6 8 10 12 14 16 18 20 22 24
t/min
(a) Wiz By S B T i
43.00
57.00
71.00
85.00
R 11 "“l“'l‘&lj 4 f“.“-‘mﬁfm
4 6 8 10 12 14 16 18 20 22 24
t/min
67.00 (b) ALz BB T i E]
82.00
83.00
4 6 8 2 24
t/min
9100 (c) ALz BEFHEF BRI R (8
106.00
120.00
134.00
T I'l"lkv‘l JIA e T
4 6 8 10 18 2 22 24
128.00 t/min
142.00 (d) A2 MRS e 2 o R
117.00
‘IA A v i T & v T v T v T T 4 v T
14 16 18 20 22 24

t/min
(e) WLz HE AR 2R 38/ ST SR BT i (i 1R
3-81 GC/MS
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> 4 T e T s 10 12 18 16 18 20 22
t/min
(a) Bz i B AR L TR R S P e it

43.00

57.00

71.00

85.00

> 4 T s T T T 0 12 14 16 18 20 @ 22

‘ r/\min .
€200 (b) B AYEL R WOz iR eI i o i o it 15
67.00
83.00
A A A

T T T T T T T T T * 1 T 1 T T T L T T U T T

2 4 6 8 10 12 14 16 18 20 | 2
t/min

010 (0) B AYEL 5 I 2 B FRER eI ) L i o Tk 1R

106.00

120.00

134.00

I
AL hLL LS l"Mﬁ.’i‘\‘: RPN o .
T L T 1 T T T T T T T v T v T T
2 4 6 8 10 12 14 16 18 20 2

t/min

(d) B AR R AR 28 L A e B ' o £ i ]

t/min

(e) B AR R B 23 ME PR 25 2R / BT 2R 0 BT R B i
3-82 GC/MS
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5 10 15 20 /min 25 30 35 40 45
() SRR B iR R

85.00

JJMLLM, L .
5 10 15 0 4/min 25 30 35 40 45

(b) SeiirbEla i i R s

82.00 41549

5 10 15 20 25 30 35 40 45
t/min

(¢) Beydh BRI ) T R i

117.00

120.00

134.00

h I AIA |
4 6 _ 10 12
t/min

(d) i B /B R R i R

128.00

142.00

156.00

170.00 \k

A . IM vnnﬂlAAuAA'A m ,nhn

8 10 12

r/mm

(e) % {EHEF'IE%%?E’JEE@ I
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GC/MS . $0°C (3min) —/™ 980
(10min); 270°C 240°C ,
3-83 .
GC/MS . . ; Cis
. 1~2 .
. GC/MS
350~500°C . ,
150°C (3min) —"™™ 300°C (10min); 300°C ;
260°C . : 40~550u,
, , . 500
’ Gy ~Cs ’
, 80% , . 384
o , m/z 82, 83 85
, 95% .
. . . .

Co . _LUJLMLMJ\J

T T T T T T T T T T T

16 18 20 22 24 26 28 30 32 34 36 38
t/min

(@) A S B T

82.00
83.00
85.00

..L‘lwun, ll,JAL.AA

16 18 20 22 24 26 28 30 32 34 36 38
t/min

(b) AT BT Y B E i ]
3-84
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2- , 2- .
b o
GC/MS ) N
o s ( )\
( ) 1) C14 nd C37 ’
s , s GC/
MS , .
o 3-85 .
Cy
C
Cus 25
Ciy
rawN
T T T T T T T T T T T T
4 6 8 10 12 14 16 18 20 22 24 26
t/min
(a) A S B P i B

82.00
83.00
A T T T T T T T T T T T T

4 6 8 10 12 14 16 18 20 22 24 26

t/min
(b) TEIRHAER B R T i i 1R

97.00

4 6 8 10 12 14 16 18 20 22 24 26

t/min

(c) VR T HR PR - e B BT O e o R e 1R
3-85
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85.00
4 6 8 10 12 14 .16 18 20 22 24 26
t/min
(d) TRV R e e o A 1 R
178.00
192.00

L e e IESELINL N S B S B S B B S B S B S B S B A

4 5 t/min 6 7
(e) JHEE R R ERY PR (I R
191.00
‘IA'III T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
4 6 8 10 12 14 16 18 20 22 24 26

t/min

(f) M =R E il L S P Gk

3-85
’ Cyy ~Cyy ’
~ , 1- _
o GC/MS
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(95% ) , 0
[185]
[186]
GC/MS Lis7d ]
J&W DB-5MS (30mX0. 25,;m X 0. 25mm) ,
4°C /min
80°C (3min) / 300°C (10min), 290°C,
240°C, : EI, 70eV, s
40~500u, 1s, 1400V,
GC/MS s
o 3-86 -10
3-34 . Ci3~Cys 10
; Ciz s Cis - 10
m/z 123 , m/z 183 R 3-87
-10 m/z 123 , -10
0 3-88
GC/MS o ( )

5 10 15 20 .25 30 35 40 45
t/min

(a) KE -10 SHaHR S B R EiEE

3-86
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123.00

12 14 16 18 20 22

t/min
(b) ZRE- 105 Geutirh R4 il AL A PIR0 i it 1 5]
85.00
23 24 25 26 27 28 29
t/min
(0) FRE-105 5 B ik AL A P00 B i ]
3-86 -10
3-34

1 Ciy- Cy, Hyg 194 Q‘i}/

2 Cyy- CyyHyg 194 I;;é

3 Cis5- Cy5 Hyg 208 ®<

5 8BCH)- Ci5 Hyg 208 Qf)

6 Cys- Cy5 Hyg 208 Qé
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7 Cl(;’ C](;Hg(\ 222
8 Clﬁ’ Cm H?,u 222
9 Cis- CisHyo 222
10 8BCH)- Cys Hyp 222
11 CyyHy 268
12 CyoHyo 282
C]S
Al l Acarctd l AN A, JAh. ¥ A M* A
L T T T T T i
5 10 15 20 25 30 35 40
f/min

(a) ZERMEF iEE B ik
123.00

. . . T T T T

12 14 16 18 20 22
t/ min

(b) ZFR Ao BT i i

3-87 -10
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T 12 14 16 8 20
(a) Y7 TIFHRIU AR T 25 HA E B TR i &
191.00
o1 12 i s s e s 9
t/min
(b) 3 %7 MR B 7R Stirh = R K i RORR S Fm/z191 F 5T £ i
4 6 % 10 12 T e s 200
f/min
(o) JEIRGREE A KAVES T _ESRBUIHIsi A B TR i
191.00
10 1 12 13 14 15 i 16 17 18 19
(d) 3P FRGEEE A\ S 7 - FRB s i S B thRIRR R BT m/z191 B E iR
3-88 GC/MS
3-89 GC/MS

( ) (m/z 191) .
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L B e B e T s e B e o e e e e e e B B e B e o e e e e B LI

10 12 14 16 18 20 22 24 26 28 30
t /min

(a) & E &K ESEBHImISRIGC/MS BB i il

191. 00

20 ) 24 26 28 30
t /min

(b) 1% < EFRHR TS T = FR A RERORE A BT m/z 11RO 0B (1 R ]

10 12 14 16 18 20 22 24 26 28 30
t /min

(c) BESEZEE _FIRBAYIMIS FIGC/MS B B T itk
191.00

M/\JLM

20 22 24 26 28 30
t /min

(d) HRSEZE L BRI S T =3R4 F RO TR A B im/z 191 B0 TR (1 i ]
3-89 sC/MS
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. GC/MS/MS
( . . .
)’ b
GC/MS . 3-90 (a) GC/
MS , (b)
GC/MS . (b
’ o ) SPME
. . GC/
MS/MS , (s8]
@
(b)

(a)
(h)

, GC/MS/MS

12.5 15.0 17.5
¢/ min
GC/MS L1se]
R GC/MS
m/z91
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R MS/MS s ,
o MS/MS
R m/z 91 ,
, 3-91, MS/MS ,
m/z 57 m/z 85 R
s m/z 82 m/z 83 o
(@)
A
(b)
A N
12',5 ]SI.O . ll7A5 20‘.0
t/min
3-91 GC/MS/MS L1881
(a) m/z91
(b) m/z91
GC/MS/MS y )
, . , MS/
MS o
GC /MS
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CH,—OH  HOC—R!

, 95%
) o
i
CH,—O0C—R!

I
‘ + HOS—R2—> CH— CO—R?+H,0

CH—OH
CH;—OH
HOC—R?
, R
b
50 ,

0
|

CH,—Co—R’
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( . ) s ,
( . ), ,
2.
: GC/MS .
o 10mL ,
1mL 0. 5mol/L , 70°C , 15min,
. : 1. 5mL
3% ( ) 70°C 20min,
. . . 1~2mL :
, GC/MS .
. GC/MS
HP-FFAP 30m X 0. 35um X 0. 25mm  J& WDB-
4°C /min
5MS 30m X 0. 255m X 0. 25mm; 150°C  (3min) % 250°C
(10min) ; s 20+ 1; 230°C,
: El; 70eV; 200 ;
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(Cao:0) 1~5 0~1 0~1 0~1
(Cyp: ) 1. 10 0~2 5~15 0~1
(sz (1> 1~3
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babital
cyclobarbital
phenobarbital
mephobarbital
pentobarbital
allobarbital
aprobarbital
secobarbital
butethal
butabarbital
vinylbital
phenytoin
butalbital
amobarbital
methaqualone
mecloqualone
chlorprothixene
promethazine
chlorpromazine
phenothiazine
perphenazine
trifluoperazine
fluphenazine
dazepam
chordiazepoxide
temazepam
flurazepam
fludiazepam
flunitrazepam
oxazepam
medazepam

oxazolam

184
236

210
238
212
212
224
252

226
250
270
315
284
318
199
403
407

284
299
300

302
313
286
270
328

156,141
207,141,236
204,232
218,246
156,141,197
167,124,208
167,195,210
168,167,195
141,156,185
156,141,183
156,83
180,223,252
168,181
156,141,197
235,250
235,255,270
58,221,313
72,284
58,318
199,167
246,232,403
113,248,266
280,437,406
221,256,283
282,299
271,300
86,387
274,301,302
285,312,313
268,239,205
242,207,270
251,283

,209

, 407




309

(m/2)
33 nitrazepam 281 280,253,281
34 tetrazepam 288 253,288
35 nimetazepam 295 267,294,295
36 clobazam 300 300,77,283,255
37 nordazepam 270 242,270
38 ethyl loflazepate 360 109,166,287,360
39 delorazepam 304 304,275,269
40 halazepam 352 324,351,352
41 camazepam 371 72,271,371
42 clonazepam 315 280,314,315
43 n cloxazolam 348 305,263,307
44 lormetazepam 334 305,307,334
45 lorazepam 320 239,274,302
46 prazepam 324 269,295,324
47 pinazepam 308 280,308
48 propafenone 341 72,297,312
49 propafenone— H, O 323 91,98,294,323
50 o loprazolam 164 70,464
51 ¥ bromazepam 315 236,315,288
52 W haloxazolam 376 283,281,376
53 I clotiazepam 318 289,318,291
54 s ketazolam 368 256,283
55 estazolam 294 259,294,205
56 alprazolam 308 308,279,273
57 triazolam 342 313.342,238
58 atropine 289 124,289
59 atropine— H, O 271 124,271
60 pethidine 247 71,172,247
61 pethidine-M 233 71,158,233
62 nicotine 162 84,162
63 phenacetin 179 108,109,179
64 aminopyrine 231 56,97.123
65 amitriptyline 277 58,277
66 nor amitriptyline 263 202,220,263
67 phenmetrazine 177 71,177
68 aspirin 180 120,138,180
69 acetylsalicylicacid ME 194 135,174
70 codeine 299 299,229
71 procaine 236 86,99,120,164
72 lidocaine 234 86,234
73 pyrrocaine 232 71,218,232
74 THC tetrahydrocannabinol 314 314,299,231
75 CBD cannabidiol 314 231,246,314
76 CBN cannabinol 310 295,310
7 LSD lysergide 323 221,323




310

(m/2)
78 thebaine 311 42,311,296
79 morphine 285 285,268
80 O-acetylcodeine 341 341,282
81 O- 6-acetyl-morphine 327 327,268
82 heroin 369 327,369
83 papaverine 339 324,338,339
84 noscapine 413 220,205
85 cocaine 303 82,182,303
86 ephedrine acetate 207 58,100,189
87 amphetamine 135 44,91,134
88 methamphetamine 149 58,91,148
89 acetylamphetamine 177 86,118,177
90 methadone 309 72,294
91 buprenorphine 467 378,410,435,467
92 dihydroetorphin 413 55,216,296,380,395
93 fentanyl 355 245,146,189,283
94 thio-norfentanyl 384 82,97,179.255,328
95 -3- fentanyl 357 259,216,203,160
96 a fentanyl 259 259,203,146,110,56
97 ~a- fentanyl 359 289,302,222,140
98 sufentanyl 342 289,42,110,238
99 fentanyl 343 257,200,110,56
100 thialphaactnylfentanyl 384 259,56,146,203
101 bassa 207 121,150,207,91,77
102 carbofuran 221 164,149,221
103 ( mipcine 193 121,136,193
104 dicresyl 165 108,165
105 carbaryl,denapon 201 144,115,201
106 landrin B 193 136,121,193
107 chlordimeform 196 44,117,196
108 dettol 156 121,91,77,51,65
109 shachongsuan 356 70,103,149
110 cartap 273 71,104,151
111 181 71,42,56,59,181
112 2,4~ 2,4-D-butyl ester 276 57,185,276
113 2,4~ 2,4-D-isobutylester 276 57,175,276
114 2,4~ 2.4-D 220 162,220
115 2,4,5- 254 196,198,254
116 3,4~ 3,4-D 220 220,175
117 (BHC) lindane 288 181,219,290
118 DDD(TDE) dichlorodichlorophenylethane 318 235,237,165,199
119 DDT dicophane 352 235,237,165,117
120 aldrin-R 362 66,263,291
121 dieldrin 378 79,263,380
122 DDVP dichlorvos 220 109,185,220
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(m/2)

1605
(TBP)
203( )

1605

(391D

(4049)

1 (1059

I (1059)
¢ -1059)

trimethylthionophosphate
itrimethylthionophosphae
parathion
phosphoricacidtributylester
sulfotep

methamidophos

dimefox

mecarbam

trichlorfon
carbofenothion

methyl parathion
fenitrothion

fenitrooxon

phorate

dimethoate

omethoate
methylcarbophenothn
phencapton

malathion

demeton-O

demeton-S

methyl demeton
phenkapton

triazophos

temephos

disulfoton

acephate

diazinon

tetramethrin
fenvalerate
pyrethrin |
pyrethrin [
permethrin
fenpropathrin
detamethrin
chlorfenethol
dichlorokelthane
diphenylsulfone

sulphenone

156
156
291
266
322
141
154

256
342

277
261
260

213
314
317
330
258
258
460
376
313
466

183
304
246
332
419

156,126
110,156
97,109,125
99,155,211
65,97,121,202
94,141
44,110,154
131,329
109,185,220
157,342
109,263
277,260
109,244,261
75,260,121
87,125,229
156,110,213
157,314
160,132
125,173,285
88,171,258
88,171,258
88,230
45,186,376
161,313

466

88,274
42,136,183
179,137,304
94,141,190,218
332
125,167,225,419
123,162,328
133,160,167
183,163
55,97,181,265,208
181,253,93,505
139,251,266
139,251
125,218
125,159,252
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(m/z)
163 tetradifon 354 159,227,356
164 pentachlorophenol 264 266,264
165 prothoate 285 115,285
166 tetramine 240 42,922,212
167 fluoroacetamide 77 44,77
168 fluoroacetanilide 153 111,153
169 diphacinone 340 173,167,340
170 br-phosacetim 344 250,187,171,63,277
171 coumatetralyl 292 282,188,121 115,91,277
172 warfarin 308 265,308
173 phosazetim 374 206,99,168,63
174 antu 202 143,202
175 ( ) metronidazole 171 81,124,171
176 ( ) isolan 211 72,211
177 ambam 246 161,102
178 zineb 274 144,102.76,72
179 (TTX) tetrdotoxin 320 302,284.,162,94
180 -BSA tetrdotoxin-BSA 407 392,378,318,203,73
181 cantharidin 196 128,96,70,53
182 crotoic acid 151 100,85,55
183 aconitine 645 630,615,599,165,60
184 koumone 306 70,120,223,277
185 strychnine 394 334,316
186 camphor 152 95,152
187 rotenone 394 192,394
188 oxytetracycline 460 46,100,460
189 chlortetracycline 478 84,58,478
190 chloramphenicol 322 153,170
191 trimethylpropylstannane 208 165,193,151,135,120
192 chlorotrimethylstannane 200 185,165,150,135,66

I-1 (1996 1 )

o
©

B W b
~
—_
—
~
-
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13
14
15
16
17
18
19
20
21
22
23
24

26
27
28
29
30

32
33
34
35
36
37
38
39

41
42
43
44

46
47
48
49

I EEEE

72
73
74
75
76
77
78
79
80
81
82
83
84

86

87
88
89
90
91
92
93
94
95
96
97
98
99
100
101
102
103
104
105
106
107
108
109
110
111
112
113
114
115
116
117
118

( ) A
( ) B
( ) C
©
@©
0}
( )P
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(1996 )
41 82
1 83
2 42 84 n
3 43 o 85
4 44 @ 86
5 |(1.2- 45 @ 87
46 ( IR 88
6 47 o 89
7 90
8 48 o 91
9 49 92
10 50 R 93
11 51 94
12 52 95
13 53 ( ) 96
14 54 ( P2 97
15 55 98
16 56 @ 99
17 57 o 100
18 58 @ 101
19 59 102
20 60 @ 103
21 61 104
22 62 105 o
23 63 106
24 64 107
25 65 108
26 66 ( o 109
27 67 110
28 68 111
29 69 112
30 70 113
31 71 114
32 72 115
33 73 ( YD N
2 o o 116 o
75 117 1
35 76 118 (0]
36 77 i .
37 78 1o N
38 79
39 80
40 81
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N- (n-acetylanthranilic acid)
(ephedrine)
(ergometrine)
(ergotamine)
(isosafrole)
(lysergic acid)
3,4~ -2-
(3,4-methylenedioxyphenyl-2-propanone)

1- -2- (1-phenyl-2-propanone)

(acetic anhydride)

(acetone)
(anthranilic acid)
(ethyl ether)
(hydrochloric acid)
(methyl ethyl ketone)

(phenylacetic acid)

(piperidine)

(potassium permanganate)

(piperonal) (sulphuric acid)
(pseudoephedrine) (toluene)
(safrole)
;1. 1988 » , 22 (
)
2 11
3. PCP P-2-P , N-
( )
2,5-
2,5-
2,5-
3,4,5-
N- 3,4,5-
3,4,5-
v 1998 2 24 , 1988
s 22

74 o
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