


1.1.
GC/ECD( GC/MS)
R ~ | 0.05ug/L
(a,B,Y.d ) [GC/ECD( GC/MS)
, , C p.p"  0,p" )
(cis,trans )
trans-
(G!B!SOZ )
1.2.
1) (HCH BHC) o
Cl Cl
CeHsCl cl cl
290.8 “
(IUPAC) 1,2,3,4,5,6-hexachlorocyclohexane (mixed isomers)
<y )
112 113.5 5.6mPa(20 )
7.3mg/L(25 ) 43.5 7.4 6.4
28.9 27.6 24.7 20.8
2.9 35.7 24.0 6.7
36.7 31.4 12.8( g/L 20 )
pH7 191 pH9 11
2) DDT
ccl,
0 OO
Cl HC Cl
354.5

(IUPAC) 1,1,1-trichloro-2,2-bis-(4-chlorophenyl)ethane

108.5 260 0.025mPa(20 )
1000 1000 770
310 500 40 60

( o/l 20 )



3) DDD

CHCl,

(p’p. ) CI‘@*HA—( —cCl

C14|'|1oC 1 4
320.0
(IUPAC) 1,1-dichloro-2,2-bis(4-chlorophenyl)-ethane

110 110.5 185 193

4) DDE
(P.p" ) (::) i (::)
Cl C Cl
C14H8C I 4
318.0
(IUPAC) 1,1-dichloro-2,2-bis(p-chlorophenyl)-ethylene
88 90 316.5
5)
364.9
(IUPAC) (1R,4S,4aS,5S,8R,8aR)-1,2,3,4,10,10-hexachloro-1,4,4a,5,8,8a-
hexahydro-1,4:5,8-dimethanonaphthalene
104 104.5 ImPa(20 )
0.027ppm(27 ) 660 830 90
50 1040 1050 30
( g/L 20 )
6)
C1,HsCIE0
380.9

(IUPAC) (1R,4S,4aS,5R,6R,7S,8S,8aR)-1,2,3,4,10,10-hexachloro-1,4,4a,
5,6,7,8,8a-octahydro-6,7-epoxy-1,4:5,8-dimethanonaphthalene



)

8)

9)

175 176 0.0237mPa(20 )
0.186ppm(25 29 ) 260 560 50
40 700 480 20
( g/L 20

C1,HsCIE0
380.9
(IUPAC) (1R,4S,4aS,5S,6S,7R,8R,8aR)1,2,3,4,10,10-hexachloro-1,4,4a,

5,6,7,8,8a-octahydro-6,7-epoxy-1,4:5,8-dimethanonaphthalene

245 () 0.0266mPa(25 )
170 138 183 33
127.1(  g/L 20 )

373.3
(IUPAC) 1,4,5,6,7,8,8-heptachloro-3a,4,7,7a-tetrahydro-4,7-
methanoindene
95 96 53mPa(25 )
0.056ppm(25 29 ) 750 1060 1020
45( g/L 20 )

CyoHsCI50
389.3

(IUPAC) 1,4,5,6,7,8,8-heptachloro-2,3,3a,4,7,7a-hexahydro-4,7-
methanoindene-[2,3-b]oxirane



10)

C14HsCI50
370.5
(IUPAC) 2,2,2-trichloro-1,1-bis(4-chloro-phenyl)ethanol

78.5 79.5 0.053mPa
0.8ppm 440 440 50( g/L 20 )
pH5 85 pH7 64 99 pH9 26
11)
CHSO—QTH —@—oom
C16Hi1sC150, “c%
345.7
(IUPAC) 1,1,1-trichloro-2,2-bis(4-methoxy-phenyl)-ethane
89
0.1ppm(22 ) 400 400 400
30 2- 30 36( g/L 20 )
12) (HCB) f
Cl Cl
Cl Cl
CeClg
Cl
284.8
(IUPAC) hexachlorobenzene
226 1.45mPa(20 )
13)

409.8
(IUPAC) 1,2,4,5,6,7,8,8-octachloro-2,3,3a,4,7,7a-hexahydro-4,7-
methanoindene

Cl cl
Cl
(Gos
ClOHGC I 8 Cl
Cl

104 107 1.3mPa(25 )



0.1mg/L(25 )

14) trans-

444 .2
(IUPAC) 1,2,3,4,5,6,7,8,8-nonachloro-2,3,3a,4,7,7a-hexahydro-4,7-
methano-indene

Cl Cl
Cl
(eS8
C10H5C I 9 cl
Cl cl
122 123

Cl cl
Cl
(5%
Cl

423.8
(IUPAC) 2,3,4,5,6,6a,7,7-octachlor-1a,1b,5,5a,6,6a-hexahydro-2,5-
methanoindeno-oxirene

al o
SO
CHeCl 05 o J

406.9 cl
(IUPAC) 6,7,8,9,10,10-hexachloro-1,5,5a,6,9,9a-hexahydro-6,9-methano-
2,4,3-benzodioxathiepin-3-oxide

15)

16)

o-isomer 108-110 [3-isomer 208-210
1.2mPa(80 )
0.32mg/L(22 ) 200 200 24
65( g/L 20 )

17) S0, ( )

Cl

Cl o
0so
CQHGC I 6048 Cl O/

422.9 cl
(IUPAC) 1,4,5,6,7,7-hexachloro-5-norbornen-2,3-dimethanol



1.3.

1.4.

50ml>=<2

100ml
1 5ml
|
5ml
2%DEG
1 s
4
0.02ug/ml

A

( Sep-Pak Plus

(1:1 V/V)20nml

0.5ml

5ml 2ul

500ug/ml

(910mg))

2ul  GC/ECD

HCH(o,B,y.© ) p,p-DDT o,p-DDT p,p’-DDD p,p’-DDE

S0,

trans-

cis-

[3_
0,p’-DDD o,p’-DDE

trans-

GC/MS

0.001



1.5.

GC/ECD 1.1
1.1
(a ) 0.002ng 0.05ug/L
B ) 0.002ng 0.05ug/L
<y ) 0.002ng 0.05ug/L
S ) 0.002ng 0.05ug/L
DDT(p,p ) 0.002ng 0.05ug/L
DDT(o,p’ ) 0.002ng 0.05ug/L
DDD(p,p’ ) 0.002ng 0.05ug/L
bbD(o,p’ ) 0.002ng 0.05ug/L
DDE(p,p’ ) 0.002ng 0.05ug/L
DDE(0,p’ ) 0.002ng 0.05ug/L
0.002ng 0.05pug/L
0.002ng 0.05ug/L
0.002ng 0.05ug/L
0.002ng 0.05ug/L
0.002ng 0.05pug/L
0.002ng 0.05ug/L
0.002ng 0.05ug/L
0.002ng 0.05pg/L
(trans ) 0.002ng 0.05ug/L
(cis ) 0.002ng 0.05ug/L
trans- 0.002ng 0.05ug/L
0.002ng 0.05ug/L
(a ) 0.002ng 0.05ug/L
B ) 0.002ng 0.05ug/L
(S0, ) 0.002ng 0.05ug/L
1.6.
[ 1]
( ) GC/ECD(®Ni)
14%
( DB-1701 ¢p0.25mm><30m 0.25um)
80 (2min)-30 /min-190 3.6 /min-280 (5min)
250 , 300
(He) 2.5ml/min (N,) 60ml/min
( 1Imin)

10



( ) GC/ECDC®Ni)
5%

( DB-5 ¢p0.25mm><30m 0.25um)
80 (@2min)-»30 /min-190 3.6 /min-280 (5min)
250 , 300
(He) 1.5ml/min (N,) 60ml/min
( imin)
( ) GC/ECD(®Ni)
5%
( DB-5 ¢p0.25mm><30m 0.25um)
80 (@2min)-30 /min-190 -3.6 /min-280 (5min)
200 300
(He) 1.5ml/min (N,) 60ml/min
( 1min)
1
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
80 (2min)-10 /min-220 20 /min-280 (5min)
250 300
(He) 1.0mI/min
( 1min)
70eV
El
m/Z=272
|
( ) GC/MS(SIM )
( Rtx-200 ¢0.25mm><30m 0.25um)

70 (2min)-30 /min-180 -5 /min-230

-30 /min-280 (2min)

250 280

(He) 80kpa
( 1min)
70eV

El
m/Z=139 250

11



1.7.

GC/ECD
GC/MS
1.1
1.7.1.
5ml 2%DEG
2
1.7.2.
1.2
1.2 %)

(85:15) (1:1)

0-15ml 15-20ml 0-15ml 15-20ml
(a ) 88 0 0 0
B ) 100 0 0 0
Y ) 97 0 0 0
S ) 105 0 0 0
DDT(p,p' ) 106 0 0 0
DDT(0,p’ ) 105 0 0 0
DDD(p,p’ ) 101 0 0 0
pDDD(o,p’ ) 99 0 0 0
DDE(p,p’ ) 105 0 0 0
DDE(0,p’ ) 101 0 0 0
94 0 0 0
107 0 0 0
104 0 0 0
97 0 0 0
105 0 0 0
93 0 0 0
99 0 0 0
86 0 0 0
(trans ) 103 0 0 0
(cis ) 98 0 0 0
trans- 104 0 0 0
93 0 0 0

Sep-Pak Plus

[ER
=
«Q

12



1.7.3. GC
GC
GC

4,4"- GC

1.7.4.

4,4"-

2/3

27

1000000
900000
800000
TO0UOD
6o
500000
63
400000

300000

200000 135

160000

pfz--> 4 1}

109“9
100 teg

l 160 191
15 169 .33J‘ 217
140 1&0 tsﬂ#ﬁ {WWHMM

200 230

204 l 22

20

L

210

!

53 94

260

Jot
287

aan

Jie
iR

280 300

" 330

o

-
R0

1.1

13




2.1.

2.2.
D

2)

GC/MS(SIM)
~ | 0.05ug/L
- GC/NMS(SIM)

CH,CH,

COCH,CI
N

Cl4H20C I N02 CHZOCHB
269 8 CH,CH,

(IUPAC) 2-chloro-2',6'-diethyl-A-methoxymethylacetanilide
« ) (40 )
40.5 41.5 100 /0.0026kPa 2_.1mPa(25 )

242mg/L(25 )

Cl

T

N

CeHyCIN,
215.7

N YNHCHZCHg
=N

NHCH(CH,),

105

(1UPAC) 6-chloro-~#2-ethyl-/N*-isopropyl-1,3,5-triazine-2,4-diamine

3.85>10mPa(25 )
33mg/L(pH7 22 )
15

175.8

4.0 n-

14

24

205.0 /101kPa

31
0.11 n-

28
8.7
( o/l 25 )



3)

4)

5)

O—CONHCH,4

CyoH1NO, “

201.2
(IUPAC) 1-naphtyl methylcarbamate

142 4.1><102mPa(23.5 )
120mg/L(20 ) 400 500
200 300 200 250 100

100( g/kg 25 )

1-

S
(C2H50)||l_04®7 NO,
291.3

(IUPAC) 0, 0-diethyl C-4-nitrophenyl phosphorothioate

6.1 150 /80kPa
0.89mPa(20 )
11mg/L(20 ) >200
50 100 ( g/L 20 )

(pH1 6)
CH,O_
>P-SHC—CO,C,Hg
CH,0” I
S H,C—CO,C,Hs
C10H1906PSZ

330.3
(IUPAC) diethyl(dimethoxythiophosphorylthio)succinate

2.85 156 157 /0.7mmHg

5.3mPa(30 )
145mg/L(25 )

15



6)

)

8)

SCH3

CoHyaN,0S

(CHG)BUZN\N
|
L
NH,
214.3

(IUPAC) 4-amino-6-tert-butyl-4,5-dihydro-3-methylthio-1,2,4-
triazine-5-one

126.2 132 /2Pa
0.058mPa(20 )
1.05g/L(20 ) 1780 1000
850 820 450 340
220 n- 150 190 87
90 77 1.0 g/L 20 )
(20 )
c
Noz—<: :HO—@Q
C1H.CINO,

284.1
(IUPAC) 4-(2,4-dichlorophenoxy)-1-nitrobenzene

70 71 8><10-%mmHg (40 )
0.7 1.2mg/L(20 )

CoHsNH NHC,Hs

N
r
CHy,CIN, T

Cl
201.7
(1IUPAC) 6-chloro-#2,V*-diethyl-1,3,5-triazine-2,4-diamine

225 227 ( ) 2.94>10"mPa(25 )
6.2mg/L(pH7 20 ) 570 1500 130
n- 390 n- 3.1( mg/L 25 )

16



) o,

(C3Hy7)2N CF3

C13Hi16FaN30,
335.3

(IUPAC) o, ,a-trifluoro-2,6-dinitro-/N, A-dipropyl-p-toluidine

NO,

48.5 49 96 97 /24Pa
6.1mPa(25 )
0.184mg/L(pH5) 0.221mg/L(pH7) 0.189mg/L(pH9)
>1000
33 40 50 67( g/L 25 )
52 pH3 6 9
10)
Cl o
Mo
N CH=CH,
CLHCINO, ﬂ:
286.1 “ °
(IUPAC) (RS)-3-(3,5-dichlorophenyl)-5-methyl-5-vinyl-1,3-oxazolidine-
2,4-dione
108 131 /0.05mmHg
0.13mPa(20 )
2.6mg/L(20 ) 1.54 33.4 23.3
n- 0.45 10.9 47.5( g/100ml 20 )
50 24h
0.1mol/L 3.8h  50%

17



2.3.

1 200ml

10g( )

(simazine-d,; 0.1ug/ml) 1ml

(75:25) 100+50ml

L
|
( Sep-Pak Plus (910mg))
5ml
(85:15)20ml
L
0.001%PEG Iml 2ul
2.4.
simazine-d,,
20 ug/ml 0.001%PEG
0.01 0.2ug/ml 2ul GC/MS
2.5.
2.1
2.1
0.02ng 0.05ug/L
0.02ng 0.05ug/L
0.02ng 0.05ug/L
0.02ng 0.05ug/L
0.02ng 0.05ug/L
0.02ng 0.05ug/L
0.02ng 0.05pg/L
0.02ng 0.05ug/L
0.02ng 0.05ug/L
0.02ng 0.05ug/L

18




2.6.

1]
( ) GC/MS(SIM )
( Rtx-200 ¢p0.25mm><30m 0.25um)
70 (2min)-30 /min->190 -5 /min-230
-30 /min-280 (5min)
250 280
(He) 1ml/min( )
70eV
El
2.2
( 1min)
2 1
( ) GC/MS(SIM )
5%
( DB-5ms  ¢p0.25mm><30m 0.25um)
60 (2min)-30 /min-190 -5 /min-220
-30 /min-280 (5min)
250 280
(He) 80kpa
70eV
El
m/Z 198 144
simazine-d,, m/Z 211 193
( 1min)
2.2
(min)
201 |144 115 144 115 6.32
202 |201 186 158 201 186 7.62
216 (215 200 173 200 215 7.68
335 |[306 290 264 248 306 264 8.01
214 (198 182 171 144 198 144 8.28
270 |269 237 188 160 146 188 160 9.24
286 (285 212 198 178 124 285 212 9.83
330 |[173 158 125 173 215 10.06
291 |291 139 97 291 139 10.94
284 |283 252 202 139 283 202 12.75
simazine-d,, 212 |211 193 179 211 193 7.62

19




2.7.
2.7.1.

2.7.2.

(75:25) 2.3
2.3 ( %)
(75:25)
100ml 50ml 50ml
97 0 0 97
92 2 0 94
74 9 0 83
90 0 0 90
96 0 0 96
96 1 0 97
84 0 0 84
85 6 0 91
94 0 0 94
102 0 0 102
0.2ug 200ml  NaCl 10g
2.4
2.4 ( %)
(85:15)
0-15ml 15-20ml
91 7 98
87 9 96
97 20 117
103 7 110
111 10 121
91 10 101
90 4 94
87 12 99
93 96
93 100
lug Sep-Pak Plus

20



2.7.3.

( Sep-Pak Plus (690mg))
5ml

(98:2)20ml

(9:1)15ml

2.7.4. GC/MS
GC/MS

0.001%PEG

simazine-d,

1-

2.1 2.10 MS

#81: ALACHLOR
160
95004 188

90007
85004
80007
75004
7000
65007
60007
55007
50007
45001
40007
35007
30007
25007
20001 77 o4 117
1500
10001 s
500

146
237

132

202
269

2249

1l &5 105 1ra H
‘\“ ‘ \\‘\ L \M\ “ Ll
T T T

J H\ \‘\“\ HH ly MMHM ‘ | “H N“\ ‘\ M‘ 254

f H T
60 80 100 120 140 160 180 200 220 240 260
mJs/ z— —=

2.1 MS

21
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101305
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a1=7

1 T T
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so
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#88: PARATHION

9000+
8000
7000
6000
5000+

40001 97109

3000

139
155
2000+ 125
235
186 263

1000+ 218

172 M ‘ ‘248 ‘
o M \m‘u HH\‘ ol \H \\m‘ W — . 2922 1l I . z27s

100 120 140 160 180 200 220 240 260 28O0
m/z——>=>

2.4 MS

#71: MALATHION
173

9000

8000 125

7000

93
6000

5000
4000+ 158

30004

2000 143
55 79

10001 256 285

‘ ‘ 211 ‘
o mw\ Wl 1 ‘H\ u‘m‘ uj‘h H‘ ol 18 “ 22523‘8 M\ 271 Hh : 331‘

f
60 80 100 120 140 160 180 200 220 240 260 280 300 320

m/z——>

2.5 MS
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#10: METRIBUZIN

7a

103
82

‘ ‘ 115
= 153

u =2
H‘HH Mmu\‘u H‘mm i m‘\ \‘\ i T

171 182

1908

=214

m"Msr=z——=

9000

8000

7000

6000

5000

4000+

3000

2000

10007

51

7o go oo 100 110 120 150 140 150 160 170 180 150 200 210 =220

2.6 MS

#64: NITROFEN
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73
109
\ \H o7
il

190 ‘
I \‘ [ \‘\M 126‘\\ 151 M H\ Ll ll

L

253

2i‘37
L

mJ/z——=>

80 100 120 140 160 180 200 220 240 260 28O0

2.7 MS
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"M==

m/z——>
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#59: VINCLOZOLIN

9000 124 187
8000
7000
6000
5000
40004
3000

145

2000/ 15

1000+

o7
i=]
109 172
H ‘ ‘ "I
LN A — T

73
‘ il
LTl ‘
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1
60

o]

m/z——>=>

2.10 MS

2.8.

24
The Pesticide Manual 11th Ed.
The Merck Index 10th Ed.
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3.1.

3.2.
D

2)

GC/MS(SIM)
R 0.05ug/L
—GC/NS(SIM)
Cl\ CH, (|:N [¢]
/C=CHV—COO—CH©/ \O
Cl
CyoH1gCI,NO, CH,
416.3
(IUPAC) (RS)-ax-cyano-3-phenoxybenzyl (1RS)-cis, trans-3-(2,2-
dichlorovinyl)-2,2-dimethylcyclopropanecarboxylate
2.3>%<107"Pa(20 )
0.01mg/L(20 )
, >450
337 103 ( g/L 20 )
pH4
220
Cl\ CH, [¢]
/C=CHV—COO—CH2©/ \O
Cl
Ca2Ha0C1,05 s
391.3
(IUPAC) 3-phenoxybenzyl (1RS)-cis, trans-3-(2,2-dichlorovinyl)-
2,2-dimethylcyclopropanecarboxylate
34 35 200 (0.01mmHg)

0.045mPa(25 )(cis 0.0025mPa trans 0.0015mPa both 20 )
0.2mg/L(20 )

>1000 258 ( g/kg 25 )

50 2

27



3)

(‘:N
C (‘ZHCOZCH o

419.9
(IUPAC) (RS)-ax-cyano-3-phenoxybenzyl (RS)-2-(4-chlorophenyl)-3-

methylbutyrate

19.2uPa(20 )
<10ug/L(25 )

53 200 84 ( g/L 20 )
pH4
3.3.
L 400ml
209( )
(75:25)100ml >=<2
1
( Sep-Pak Plus (910mg))
5ml
5ml><4
(85:15)15ml
1
GC/MSD
0.02%PEG Iml 4ul
3.4.
40 ug/ml
0.02%PEG 0.02 0.4 pg/ml
4ul  GC/MS
3.5.
3.1
3.1
0.08ng 0.05ug/L
0.08ng 0.05ug/L
0.08ng 0.05ug/L

28



3.6.

(

5
(

) GC/MS(SIM )
%
HP-5ms  ¢@0.25mm><30m 0.25um)
60 (Imin)->10 /min-300 (3min)
250 230
(He) 1.5ml/min( )
40.0psi(1min) - 13.4psi
70eV
El
m/Z=181(209)
m/Z=183(163)
m/Z=419(181)

29



3.7.

3.7.1.
(75:25)
3.1 (%)
(75:25)
93 125
112 127
86 115
5% 100ml 50ml>=<2 1ug
3.7.2.
3.2
3.2 (%)
(85:15)
0-20ml 0-10ml 10-20ml | 20-30ml
0 80 0 0 80
0 87 0 0 87
0 90 0 0 90
0.4ug Sep-Pak Plus
3.7.3.
GC/MS
0.02%PEG

30



3.7.4.

GC/MS
3.3
3.3
(min)
23.67
23.77
416 |209 181 163 181 209
23.84
23.88
22.8
391 |183 163 127 183 163
22.9
24.6
420 |419 225 181 167 125 419 181
24.8
LY
143
1000000 ™
800000
800000
700000
800000
500000
400000
200000 00
200000/
51
100000,
21
o zs 0 ’.,2_95 3331 355 0 ame ez ast a1e seagmie  ss3 s
Miz=> 40 B0 60 100 120 140 180 1B 200 220 40 260 280 300 370 340 380 260 400 420 440 4D 4B0 500 530 S40 560 560

3.1 MS
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FrAX '
6500000 i

6000000
$500000
500000
4500000
4000000
3500000
3000000
2500000
127
000000
1500000

1000000

1 5%

500000
2 \ 218

295 3N 350 s 200

o 235 ) 273 3870 315 a0 420 457 479 500 29 304
b - T T T

Infz—> 4 60 B0 100 120 140 160 180 700 220 240 280 280 300 320 340 360 380 400 420 440 450 480 500 530 540 560 560

3.2 MS

noY R

300000

2500000

1500000
197

1000000
v

103

283
200 253 267 201 308318 %] 303395 ayy 392495 Jas 452885 479

0 M T T 1 T T T T T T MRS T
fz—> 40 80 BO 100120 140 (80 180 200 220 240 260 200 J00 320 340 360 380 400 420 440450 480 500

3.3 MS
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3.7.5.

2 4
B )
3.6. 2
2
2
230nm
4
29%
cis trans

3.8.

33
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4.1.
2,4- 2,4,5-
GC/MS(SIM)
2,4~ - - N 0.05ug/L
2,4,5- - - GC/MS(SIM)
4.2.
1) 2,4- (2,4-PA 2,4-D)
C OCH,COOH
221.0
(IUPAC) (2,4-dichlorophenoxy)acetic acid
140.5 1.1=<10%Pa(20 )
311mg/L(pH1 25 )
1250 243 1.1 6.7
5.8 ( g/kg 20 )
(pKa 2.64)
2) 2,4,5- (2,4,5-T)
C
C OCH,COOH
CgHsC1505
255.5 cl

(IUPAC) (2,4,5-trichlorophenoxy)acetic acid

153 156 700nPa(25 )
150mg/L(25 )
>50g9/L
400mg/L  ( 25 )
pH5 9

34




4.3.

1 200ml
2mol/L 10ml 10ml
1 80 30

4mol/L 20ml 30g( 209)
1 100mI+50ml

1l 4% 50ml ><2

1 50ml

4mol/L 20ml 50ml ><2

1- (5:2) 1ml

5% 100ml 50ml><2

( Sep-Pak Plus (690mg))
5ml
5ml>=<2
(96:4) 10ml
L

Iml 2ul

4.4.
2,4-PA 2,4,5-T 500ug/ml
40 pg/ml 1:1 2ug/ml
ImlC 2ug )
CC
0.01 0.2ug/ml 2ul  GC/MS

35



4.5.

4.2
4.2
2,4-PA 0.02ng 0.05ug/L
2,4,5-T 0.02ng 0.05ug/L
2,4-PA 2,4,5-T
4.6.
GC/MS(SIM )
5%
( HP-5MS  ¢@0.25mm><30m 0.25um)
80 (Imin)-10 /min-150 -5 /min-220 (1min)
250 230
(He) 1.7ml/min( )
( 1min)
70eV
El

2,4-PA m/Z=276(278) 2,4,5-T m/Z=310(312)

36



4.7.

4.7.1.
2,4-PA 2,4,5-T
4.3
4.3 )
(96:4)
0-10ml 0-10ml 10-20ml 20-30ml
2,4-PA 0 100 0 0 100
2,4,5-T 0 107 0 0 107
Sep-Pak Plus
2,4-PA 2,4,5-T 0.4ug
4.7.2. GC/MS
4.4
4.4
min
2,4-PA 221.0 277.0 278 276 220 185 | 276 278 14.5
2,4,5-T | 255.5 311.5 312 310 219 310 312 16.9
L PN .
“34000]
32000
J000);
28000
28000 185
24000
200004
12000, " 145
2000
4000 ki 220
00 1 J“ 1 'ﬂ”Jl J“szos ngmzssm | 207 313 327 343 38 89 495
raoto o B 1% i 10 A0 140 6 7o 240 0 0 0 % ok 3 k0 e |
4.1 2,4-PA MS

37



4.7.3.
2,4-PA

4.7.3.1

¥R

50000

45000

400001

350001

30000

250001

20000

15000

10000

5000/

97

ki
.llLL (0

5%

4.2 2,4,5-T

0.02 0.4ng

GC/ECD

4.3.

0.5ml
(25 ) 1

100ml
50ml><2

50ml
5ml =<3
50ml

 SAssRaans Satd
z——) 40 0 80 IOD |20 |40 |IO 180 200 220 240 260 280 300 320 340 ;BO 380 lW 420 44Q 460 480

219

GJI 3¢ JG! 393 us

MS

)

0.05%PEG
- Iml
10ml
@5 )
5ml
C-100 130 15
(95:5) 100ml
(95:5) 70ml

38
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1 (25 )

2ml 2ul
4.7.3.2.
2,4-PA 10ug/ml
2ml (20ug)
0.1 ug/ml 2ul  GC/ECD
4.7.3.3.
( ) GC/ECD(®Ni)
50%
( DB-17 ¢0.25mm><30m 0.25um)
70 (2min) 30 /min-220 -5 /min-240
-30 /min-280 (3min)
250 280
120kPa
( 1min)
4.8.
2,4-PA
2,4,5-T
“ 77p.21  26(1995)

39
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5.1.
4
2 18
HPLC/UV
| 0.2pg/L
. - L HPLC/UV Mo
5.2.
1 (mancozeb)
S
CHZNHgS—
Mny Zn y
(CHeMNN,S )X (Zn)y CHZNH|CS|S_
(265.28)x (65.38)y |
manganese ethylenebis(dithiocarbamate)(polymeric)complex
1UPAC hylenebis(dithi b | i |
with zinc salt
192 194 ( ) (20 )
2) (maneb)
S
CHZNHcllS—
Mn

(C,HeMNN,S,)x CHzNHICS'S—
(265.28)x

(IUPAC) manganese ethylenebis(dithiocarbamate)(polymeric)

192 204 ( )

40

(20 )




3) (zineb)

S

CHZNHES—
(C,HgN,S,Zn)x CHZNH(I;TS_
(275.8)x |
(IUPAC) zinc ethylenebis(dithiocarbamate)(polymeric)

157 ( )
<0.01><1073Pa(20 )
10mg/L( )
(
4) (ziram)
Cli3

C6H12N284Zn C({:“E_S_ Zn
305.8 i

(IUPAC) zinc bis(dimethyldithiocarbamate)
246 (240 244 )

<1><10"Pa( )
0.03mg/L(20 )

41



5.3.

[ ]
L 200ml
|
159 L- 15g
12mol/L pH 9.6 10.0
L 60
|
0.4mol/L 5ml
2mol/L pH 7.5 7.8
0.05mol/L (3:1) 70mI><2
L- 0.1g 1%PEG 0.5ml
L
Cis ( Sep-Pak Plus C,3(360mg))
5ml
10ml><2
1 5ml
|
( Sep-Pak Plus N(1710mg))
5ml
30ml
L- 0.1g 1%PEG 0.5ml
1
(7:3) 2ml 5ul
5.4.
10mg( ) L-
50ml 200pg/ml
L-
10ug L-
200ml 300ml 0.4mol/L
5mi 2mol/L pH7.5 7.8
500ml 0.05mol/L
(3:1)70ml 5
70ml
300ml 100g
(3:1)100ml L- 0.1g 1%PEG
0.5ml 40 Iml
(7:3) 0.02 0.4pg/ml

42

2ug/ml

5ul



5.5.

HPLC/UV

5.1
0.1ng 0.2ug/L
0.1ng 0.2ug/L
0.1ng 0.2ug/L
0.1ng 0.2ug/L
1]
( ) HPLC/UV
0DS
( J"sphere ODS-H80 (¢p2.0mm><15cm)
40
(7:3)
0.2ml/min
272nm
0.1ng
2]
( ) HPLC/UV
0DS
( TSKgel 0DS-80Ts ¢p4.6mm><25cm)
40
(7:3)
0.9ml/min
272nm
0.1ng

43

5.1

0.1ng

0.1ng



5.7.

GC/FPD(S)
2 HPLC/UV
5.7.1.
Na
s s
CH,-NHC-S CHy-NHC-
| >zn  EDTA 4Na |
CH,-NHC-S > CH,-NHC-
s s
Zineb
( e )
EBDC )
5.7.2.
5.3. 200ml
159 15% L-
(10mol/L
5.7.3.
5.2

HPLC/UV

S
S-Na CH,~NHC-S~CH,
(CH) N+ CHyl
S-Na CH,~NHC-S~CH,
S
159 L-
15%
H9.6 10 Yy 8oml

44



5.2 ( )
3:1) (3:1) (3:1) (1:1)
EBDC 100 84 85 20 9 7
DMDC 100 81 85 81 41 14
0.05mol/L 7Oml 2
lug 10ml
EBDC
(3:1 V/V)
5.7.4. Cy
Cis DMDC EBDC 5.3
5.3 Gy (%)
20ml 0-5ml 5-10ml
EBDC 91 0 91
DMDC 95 0 95
Sep-Pak Plus Cg
lng
5.7.5.
DMDC EBDC 5.4
5.4 %)
0-10ml 10-20ml 20-30ml 30-40ml
EBDC 66 31 3 0 100
DMDC 93 8 0 0 101
Sep-Pak Plus N
lpg
C18
5.7.6.
EDTA
EBDC
3

45




5.7.7. DMDC EBDC uv

sAnP REF:  272.8NH_ @.432R
+8.504
9.190
CAsDLU.)
+0.09A . an
208.0 20.8CNK/DIV.) 350.0
5.1 EBDC uv
SAMP ! REF:  272.0NM  8.5064
+1.88A . * * *
9.200
AsBI0.)
+8.000 N
280.8 28.8¢NN/DIV.) 350.0
5.2 DMDC uv
5.7.8.
5.7.8.1.

5.7.1.

¢ 55 )

5.5 (

46



5.7.8.2.

SPEED"98
3 " " EBDC
EBDC-Na EBDC
HPLC-UV EBDC
(metiram)
i i
CH,NHCS — CH,NHCS —
CHMH%S——ZNNHQ—- CHMH%S——
S S
— 3
- _X
x>1
Ci6HaaN11S16ZN5
1088.7
(1UPAC)

zinc ammoniate ethylenebis(dithiocarbamate)-poly(ethylenethiuram disulfide)

140 ( )
0.0lmPa (20 )

« )
/ log P 2 (pH7)
30

5.8.
Gustafsson K.H. Thompson R.A. J. Agric. Food Chem.29 729-732(1981)
Gustafsson K.H. Fahlgren C.H. :ibid. 31 461-463(1983)

) <
<< p.159(1992)

a7



6.1.

6.2.

6.3.

6.4.

/FL

~HPLC 0.05ug/L

CH;—C=——NOCONHCH;

CoHioN,0,8 SCHy
162.2

(IUPAC) S-methyl A~(methylcarbamoyloxy)thioacetimidate

78 79 0.72mPa(25 )
57.9g/L
1000 730 420
30( g/kg 25 )

200ml 10g
100+50ml

0.1%PEG Iml

HPLC- /FL
(9:1)1ml 20ul

20ug/ml
(9:1) 0.01 0.2ug/ml 20ul
/FL

48

HPLC-

220



6.5.

6.1
6.1
0.2ng 0.05ug/L
6.6.
( ) HPLC- /FL
[HPLC 1]
0DS
( STR ODS- 4. 6mm><150mm)
(82:18)
Iml/min
45
[ 1
1 0.05mol/L 0.2ml/min
90
2 0.1mol/L o- 0.01%
0.3mol/L 0.2mI/min
45
[ |
340nm 445nm

49




6.7.

6.7.1.

6.7.2.

6.2

6.2

100ml 50ml 50ml

) 85 11 0

96

0.1ug 200ml

HPLC/MS/MS

( ) HPLC/MS/MS( )
[HPLC ]
0DS
( YMC-Pack ODS-A-312 ¢p6mm><150mm)
(85:15:0.1)
Iml/min
40
[MS/MS ]
ES(+)
140
10eV
162.9-105.9

[19-Aug-1988 MS+ methomyl St0.8ppm conet5
13:52:

352zt
{RICO § (0238)Cn (Topd. Hi): b (320.00): Sm (56, 20.70) sean Ens:a‘
1004 62
I
i
I |
! i
i i
I |
!
I
|
,
i
‘ i
i
i ‘ on7
o
1048 | ‘
i i |
| ]
I 1238
fi 2\ ; | 12058
Uw‘ 218 | [1e2e 1708, ol 2078
e s H,mx pese 50
i g 2821
! }‘H\ [ by 1419 1569 w\ 1720 ‘\ 1939 \\1 | 210.0221.9[2259 23592463 26292648 2790 % 2070
BRI h il B ! f

miz
00 110 120 130 140 150 160 170 180 _ 190 200 210 220 230 240 250 260 270 280 280 300

6.1 HPLC/MS

50

10g




T19-Aug1588 MSMS+ methomyl st0.Bppm cone15 collito
1

4:50:06
12202 1(0.177) Ca (Top A, Hij Sb(3,20.00); Sm (3G, 240.70) Daugitters of 163E8+
100- 878 8.75e6;
\
i 105.9
' ‘ |
i
| \
i I i
| | 1
. ! ;
. . i
! I
i . ‘
! "
%
1 \ 1
. ! i
i !
! i
‘ i
' i
i i |
i i
! i
| | \
| i
]
i !
‘ | |
650 | i
i ' | |
| !
1 20 | 1089
! 420 47 560.580 873|890 106, 1220 1629
ols0a 1 % LY i86dq 810 T 1010 [/ w214, |.1230 1358 sy oM 1641 1751 1703
304 0 6 70 s e a0 1o 120 130 140 150 1e0 | 170 | 180 |

6.2 HPLC/MS/NS
(n/z=162.8 MS/NS

6.8.

24
The Pesticide Manual,11th Ed.
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7.1.

7.2.

HPLC/UV
—HPLC/WV
1 (carbendazim)
u
N/
CgHgN30, O: />—NHCOOCH3
191.2 N
(IUPAC) methyl benzimidazol-2-ylcarbamate
302 307 ( )
0.09mPa(20 ) O0.15mPa(25 ) 1.3mPa(50 )
29mg/L(pH4) 8mg/L(pH7) 7mg/L(pH8) ( 24 )
5 0.3 0.3
0.1 0.135 0.068
0.036 <0.01 <0.01
( g/L 24 )
50 2
2) (benomyl)

CONH(CH,)5CHs

N
@[ />—NHCOOCH3
C14H1gN,05 N

290.6
(IUPAC) methyl 1-(butylcarbamoyl)benzimidazol-2-ylcarbamate

140 ( ) <4_9uPa(25 )
4mg/kg(pH3 10) pHL pH13 25 )
94 53 18 10
4 ( g/kg 25 )

52



7.3.

L 400ml
NaCl 20g( ) 0.5mol/L 20ml
+ ( )
2mol/L pHE 7
L 100ml><2
L 0.1mol/L 80ml><2
2mol/L pH6 7
80ml><2
1
HPLC/UV
(8:2) 2.5ml 50ul
7.4.
500ug/ml
(8:2) 0.01 0.2 pg/ml
7.5.
7.1
7.1
0.5ng 0.07ug/L
7.6.
( ) HPLC/UV
0DS
( YMC-Pack Pro C18 ¢p3mm><250mm)
0.01mol/L (55:45)
40
0.3ml/min
285nm

53

100ml >=<2

50 ul



7.7.

7.7.1.
7.7.2.
HPLC/MS/MS
HPLC/MS/MS
( ) HPLC/MS/MS
[HPLC ]
0DS
( YMC-Pack ODS-A-312 ¢p6mm><150mm)
(85:15:0.1 V/V/V)
40
Iml/min
[MS/MS ]
ES(+)
130
22V
15eV(MS/NS )
(n/Z) 191.9-159.9
7.7.3. uv MS
SAMP : REF : 285.2NM 9.646A
+1.80A ' ' y
9.208
CA’0IV.)
+B8.00A . . . N . T . N
2e0.0 26.6(NH-DIV.) 350.8

7.1 uv

54

MS



HPLC/MS

AZ00 1 (0.270) Cn (Top.4, Hi): Sb (3.20.00 ); Sm (SG, 2x0.70) Scan ES+
1919 1.53e9
100+
%
} 192.9
’; 64.0 193.9
' 8 92139 ) 355.1
I 79.983.0 117.9 1SE i c 2299 %60'9 2971 3” 13412 - 335,),39[:1]2
! y 1 ; : et 1 m/z

T 3 T T
| 50 75 100 125 150 176 200 225 250 275 300 325 350 375 400

HPLC/MS/MS
(m/Z=191.9 MS/NS )
| A213 1(0.198) Cn (Top.4, HY; Sb (3,20.00 ); Sm (SG, 2¢0.70) Daughtets of 192ES+
! 159.9 1.77e8
i 100-
!
%4
1920
161.0
158.2 193.0
0 21061 se. 799809 920 1050 1169 13194349 r16|.7 1743 |-
i T T T T T T T T T YT T T T 1
0 B0 80 100 120 140 160 180 200

7.2 MS
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7.8.

7.9.

56

p.56 58 p.108 109(1995)



8.1.
GC/ECD
1,2- -3- ( ) - GC/ECD 0.05ng/L
8.2. 1,2- -3- (DBCP)
H H H
|
T
Br Br ClI
C;HsBr,Cl
236.3
(IUPAC) 1,2-dibromo-3-chloropropane
196 0.8mmHg(21 )
8.3.
[::::::](Dean&Stark )
Condenser
200ml 10ml
60
1 ( )
GC/ECD
2ul
8.1 Dean&Stark
8.4.
1,2- -3- 20 pg/ml
0.001 0.02 pg/ml 2ul

57



8.5.

1,2- -3- 8.1
8.1 1,2- -3-
1,2- -3- 0.002ng 0.05ug/L
8.6.
( ) GC/ECD(®Ni)
50%
( DB-17 ¢p0.25mm><30m 0.25um)
60 (2min)-»10 /min-140 -30 /min-280 (6min)
250 280
(He) 2.5ml/min( )
(N,) 60ml/min
(N,) 6mI/min
( 1min)
8.7.

24
The Pesticide Manual 11th Ed.
The Merck Index 10th Ed.
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9.1.
HPLC/UV
R R ~| 0.05ug/L
—HPLC/UV
9.2. (PCP)
OH
Cl Cl
CHCIS0
Cl Cl
266.3 :
(IUPAC) pentachlorophenol
191 16Pa(100 )
80mg/L(30 )
215g/L
9.4.
1l 400ml
20g 0.5mol/L 20ml
100ml >=<2
1
1l 0.2mol/L 100ml >=<2
1 50ml
2.5mol/L 20ml 100ml >=<2
0
HPLC/UV
0.5% (65:35) 2ml 50ul

59



9.5.

500mg/L
0.5% (65:35) 0.01 0.2ug/ml
50ul
9.6.
9.1
9.1
0.5ng 0.05ug/L
9.7.
( ) HPLC/UV
0DS
( Phenomenex® Luna 5u C18(2) «¢p4.6mm><250mm)
0.5% (65:35)
40
0.8ml/min
215nm

60



9.8.

9.8.1.
pH
9.1
9.1
50ml>=<2
5%Nacl 200mI+1mol/L 10ml 116%
5%NaCl 200ml 113%
0.2mol/L 200ml 0%
PCP 0.4ug
9.8.2.
GC/ECD
9.1 uv
HPLC/UV
SAMP : REF : 215.8NH 1.266A
+2.89A7 * '
8.5008
{asDIv.>?
+8.088A0 —_— . -
200.9 20.8CHH/DIV.) ise.0
9.1
9.8.3.
9.9.
47

61



10.

10.1.
pH
HPLC/FL
HPLC/FL
o ( 0.05pg/L
) —HPLC/FL
10.2.
FNH
N\(N
NH,
84.1
(IUPAC) 1A-1,2,4-triazol-3-yl amine
157 159 4.4>10"%Pa
280g/kg(25 ) 2609/kg(75 )
10.3.
10.3.1.
100ml
20ml CE1020)
0.2mol/L (pH 6.0)"* 6ml
250ml
20ml
2 H 200-400mesh  1ml
( 50W><8)
10ml

62

cC



10ml 2.8% 12ml

1

[ ]

0.2mol/L
0.5%
1

1 0.1mol/L

HPLC/FL

20ul
10.3.2.
|

100ml

1 0.2mol/L

20ml
5ml
250ml
1
]
0.2mol/L
0.5%
1
1 0.1mol/L

HPLC/FL

20ul

*1 0.2mol/L
pH 6.0
*2  1mol/L Imol/L

*3 0.2mol/L 800ml

3 1ml
200ul
Iml
pH 6.0
(
" 1ml
200ul
Iml
0.2mol/L
1mol/L
0.2mol/L

63

25ml

CE1020)

1,000ml



10.4.

500ug/ml
0.0025 0.05 pg/ml( 0.001 0.02 pg/ml)
1ml 0.2mol/L
iml 0.5% 200ul 1
0.1mol/L Iml
20ml  HPLC/FL
10.5.
10.1
10.1
0.05ng 0.05ug/L
0.02ng 0.05ug/L
10.6.
( ) HPLC/FL
0DS

( YMC Pack ODS-AM-312 ¢p6.0mm><15cm)

40
0.05mol/L (pH 3.0) (7:3)
0.8ml/min

380nm

484nm

64



10.7.

cc
HPLC/FL
pH
HPLC/FL
cc HPLC/FL
10.7.1.
10.2
10.2
0 100ml 150ml 200ml 250ml
(%) 49 23 6 3 81
0.5ug  0.05mol/L (pH 6.0)6ml
10.7.2.
0.5ug iml
10ml 2.8%
10.7.3.
GC/MS HPLC/MS  ( ) HPLC/FL  (
10.7.3.1. GC/MS GC/MS
10.7.3.1.1.
100ml
l
20ml ( CE1020)
0.2mol/L (pH 6.0) 6ml
250ml
1 20ml
"2 H 200-400mesh  1ml

65

)



( 50W><8)

10ml
10ml 2.8% 12ml
1
200ul 1% TMCS/BSTFA 50ul
1 30
1ul
10.7.3.1.2.
( ) GC/MS(SIM )
( Rtx-200 ¢p0.25mm><30m 0.25um)
80 (2min)-20 /min-280 (5min)
280 280 190
70eV
El
( 1min)
m/Z 228 213
10.7.3.2. HPLC/MS HPLC/MS
10.7.3.2.1.
[ ]
500ml
1ml
L 0.2mol/L (pH 6.0) 6ml
|
20ml ( CE1020)
(9:1)250ml
2ml
iR 10ml
|
H 200-400mesh  1ml
( 50W><8)
15ml
10ml 20% 16ml
1ml

66



1ml 1ml
10ml Iml
10ml Iml
ik 2ml

10ul

10.7.3.2.2.
( ) HPLC/MS

( TSKgel Amide-80 «¢p4.6mm><15cm)
40
0.2% (85:15
0.8mL/min
API-ES(Positive)
:85.1m/z(1000m )
70V
:10L/min(350 )
:35psi
3500V

10.7.3.3. HPLC/FL HPLC

10.7.3.3.1.
]

100ml
10ml
0.2mol/L pH 6
L 25ml

20ml ( CE1020)
5ml ( 20ml )
(9:1)250ml
1
]
0.2mol/L Iml
0.5% 200ul
1
L 0.1mol/L Iml

67



HPLC/FL

40ul

10.7.3.3.2.
( ) HPLC/FL
0DS
( YMC ODS AM-312 ¢p6.0mm><15cm)
0.05moL/L
40
0.8mL/min
380nm 484nm
13.6

68
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