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LC- MS
LC/IMS/IMS
120 16 84 14
GC/MS LC/IMS
140
LC/IMS/IMS
1/100 110 114 117 1/100
105 70 120%
25% 30%
PRTR
26 13 FIA-MS
ESI 13
1mg/L
LC- MS

-LC-TOF/MS LOCs




27

LC-

120

1

MS

ADI

GC/MS

16

14

LC/MS

GC/MS LC/IMS

LC/MSMS
76
LCMSMS
2)3
20
20
25 10
4
2
PRTR
100



LC-Hu

14

5 LAS

LAS
AS
AES

PAR-UV
PAR LC-UV
PAR-UV

PAR

PAR-LC-UV
PAR
-PAR LC
PAR-UV
PAR-LC-UV

AE
NPE

OPE

FA
10 FA
LAS
FIA
FA
LC-Hu
26
HA/MS
PAR-UV
FIA-MS
PRTR
FIAIMS
uv 70,000 100,000
9
53



GCIMS
(AIQ9) °1 AIQS
11, 12)
1000
13,14
24 LC-TOF-MS
GC/MS 300
LC LOCs
LC-TOFMS  AIQS
LC-TOFMS  AIQS
GCIMS LC-TOFMS 2
1200 ppt
1 LC/MSMS
11
120 16

GC/MS LC/IMS

140 1
12

@
—Q SP standard (Millipore )

@)

©)

@)

®)

©)

13
10 mg
10 mL
1000 mg/L
100 pL
10 mL

10 mg/L

14

LC/MS/MS (Shimadzu Prominence

UFLC - LCMS 8050 )



ESI

15

151

1/10

2003

1/10

MRM
2
LC/MS/MS
20
20
1/10
1/100
1/100
500 mL
20 mg

2,3)

1/10

152 LC/IMSMS

100 uL  LC/MS/MS
SN

153

LC/MS/MS

21



NPE, EO= 1- 15
OPE, EO= 1-
10
AE1-20, EO= 1- 20

PEG -300 PEG-700 PEG-1000

PPG -400
PPG-600 PPG-1000
HDTMAC  NN-
=N- AO
170
(D
270J
2
20C 3)
()
22
23FIAMS
FIA/MS

FIA  HARVARD Apparutus Punpll:50py L/min

MS ZMD Xevo
TQD ESI
2 3kV 25 50V
120 350
3 LC MS

31

Dr. Ehrenstorfer GmbH
Fluka LKT laboratories Sigma-Aldrich Santa
Cruz Biotechnology

(1000 pg/mL) 20

Wellington Laboratories Cambridge Isotope
Laboratories Sigma-Aldrich

LC /
MS
PCB
HPLC 1moll
Waters Sep-Pak PS-2
Oasis HLB Plus Sep-Pak AC2( Nihon
Waters) Whatman GMF-150
(47 mm) GE Healthcare Japan

(GL-SPE vacuum

manifold system)  GL

HPLC Milli-Q-Plus

Millipore
LC-TOF/MS

1200 HPLC, 6220 MSD

Agilent

32
AIQS LOCs
7 LC-TOFMS ESI

AIQS LOCs Log Pow -2.20
8.53 257



128
log Pow -220 5.03
33
5 9
10 mL
10 mL 20mL
34
(200 mL) (1 M, pH
7.0)
(47 mm, GF/C)
3mL 2
Sep-Pak PS2 Oasis HLB Plus
Sep-Pak AC2
10 mL
40 AC2
5 mL 3
mL
200 uL
@ouL B
400 pL
(Millipore Milliex LG, Merck
Millipore)
35LC-TOFMS
LC-TOF/MS Table 1
100 V
100, 150, 200,250 V. 4 2
100V 4
100V
9 0,
0.004, 0.010, 0.020, 0.040, 0.10, 0.20, 0.40, 1.0 pg
mL-1 methomyl-d3,
pirimicarb-d6 imazalil-d5 0.20 pg

/mL LC 2.
1 LC/MSMS
11
LC/MSMS
LC/MS/MS 1 2
140 10 pg/L
LC/MSMS 100 pg/L
MRM 1
12
140
2 3
3
1/100
1/10 117
1/100 105
70 120%
25% 30%
/100 1/10
114 1/100
105



26
FIA-MS

FIA-MS

PPG

7
10 22
NAC
AE NPE OPE
PPG
PEG
5
PAR-UV

4 ZMD
FIA-MS
HDTMAC ESI
ESI 4
HDMAC
m/z284
4
AO 229 ESI
m/z230  m/z252
[M+H]
[M+Na]
4 m/z460 m/z482
[2M+H]
[2M+Na]
AS 12 14 16
288 316 344
ESI
AS
5
AES
1 3 ESI
m/z265
m/z44
6
LAS
FIA-MS 7
A B LAS
1 mg/L
LAS 0.2 mg/L
1/10
FIA-MS 100
ZMD 6
AO Xevo TQD  FIA-MS



ZMD m/z460
MS
FIA-MS
10 mg/L
Xevo TQD
FIA-MS 8
31 AO AES
AE AS ESI m/z265 309
353 397
AES
ESI
m/z230
AO
1 mg/L
100 pg/L
3 LC MS
AIQS 300 LOCs
50%
LC-TOF/MS
8) 0.01 pg/L
31

5
(9 128
200mL 0.5 pg/L
2.4,
C18 log Pow 2
PS2, HLB
PLS-3 log Pow 0 4
3
AC2
4
AC2 20
4
LOCs
AC2 3
32
LOCs
2
LC
LOCs
(AQUALoader

III, GL science and GL-SPE manifold system)

3.1

logPow 4



3 (Millex LG, Nihon Waters, Millex GS,
Nihon Waters 13CP020AS, Advantec)

128 20%
Millex GS
13CP020AS log Pow 4
50%
Millex LG
33
2
(HLB + AC2 PS2 + AC2)
257
log Pow 220  8.53
0.05 0.2 pg/LL
34
)
(%) = 100 X (A-B) / C
)
A= H l’lg/L’ B= 4
ng/L; C= ,hg/L
8 02ug/l  50%
HLB +AC2
245 PS2 + AC2 240
80.1% 79.4%
LOCs

0.004 040 (
0.039) ug/ L
0.01 pg/L
34
5 190
0.20ug/L 34.
@)
%) = 100 X (A-B) / C
@)
A= , ug/L; B =
. gL, C = ,
ng/L
8 190
25
sulpiride 5 079 124 pg/L
100%
Sulpiride
174 (logPow 2.2 8.53) 50%
LOCs
35



10%

PS2
72.5
162 % 8
LC/MS
LOCs
13C
190
72
72
20
20 66%
20 119
21%
6
20
20

23%

AC2

60.9 %

16)

10%

25

21.1

42

36

LC

ESI

Siduron
100V

( 9A)

LC-TOF/MS 10000

GC

siduron

(100, 150, 200, 250 V)

siduron

( 9B)

siduron

metformin
( 10A)
( 10B)

metformin

135
LC-MS/MS-SRM

SRM



LC/MS/MS

37
5 1/100  1/10
114 117 1/100
105
11 70 120%
1 29 25% 30%
17-19)
metformin
46 106%
67%
2.
2
0 62.6% 11.6% PRTR
26
13 FIA-MS
300 ESI
13
metformin
Img/L
1 LC/IMSMS
120 16 3. LC- MS
&4 14
-LC-TOF/MS
GCMS LC/MS
LOCs

140
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1. LC/IMSMS

LC

MS

(DL)

Shim-pack FC-ODS
2.0 mm L.D. x150 mm, 3pum
5SmM
5 mM
B5% (0 min) — B45% (4 min) — B75% (24-27 min) — B5% (27.1-
40 min)
0.20 mL/min
40°C

5°C

100 pL
ESI
+4.5 kV (ESI ) -3.5kV (ESI )

1.5 L/min

10 L/min
250°C
400°C




RT (m/z)
# ID 1/100  (pg/L)
(min)
(ng/L)
1 002 (2,2-DPA) C3H,4CI,0, 143.0 4.72 ESI- 141 35 143 > 99 08 03 3
2 003 2, 4-D (2, 4-PA) CsHsCl,03 221.0 14.22 ESI- 219 > 125 219 > 161 03 03 3
3 004 EPN C14H14NO4PS 323.3 39.63 ESI+ 324 > 296 324 > 157 0.04 0.03 0.3
4 EPN C14H1sNOsP 307.2 24.76 ESI+ 308 > 280 308 > 94 0.03 0.3
5 006 CgH10N,0,S 230.2 2.75 ESI- 229 197 229 > 106 9 3 30
6 007 C4H1oNO3PS 183.2 5.42 ESI+ 184 143 184 > 49 0.06 0.03 0.3
7 008 CgH14CINs 215.7 19.93 ESI+ 216 174 216 > 96 0.1 0.1 1
8 009 Ci3H1oCINOsPS, 367.9 35.06 ESI+ 368 > 199 368 > 125 0.03 0.03 0.3
9 011 C14H20CINO, 269.8 30.81 ESI+ 270 > 238 270 > 162 03 03 3
10 012 Ci13H16NO4PS 313.3 37.42 ESI+ 314 105 314 > 97 0.08 0.03 0.3
11 C13H16NOsP 297.2 26.54 ESI+ 298 242 298 > 270 0.08 0.03 0.3
12 013 C1sH24NO4PS 345.4 37.55 ESI+ 368 > 267 368 > 326 0.01 0.01 0.1
13 C15H24NOsP 329.3 29.66 ESI+ 330 > 201 330 > 229 0.01 0.01 0.1
14 014 MIPC) C11H15NO, 193.3 20.07 ESI+ 194 95 194 > 77 0.1 01 1
15 015 (IPT) C12H1504S; 290.4 27.64 ESI+ 291 231 291 > 189 3 3 30
16 016 (IBP) Ci13H»103PS 288.3 33.71 ESI+ 289 91 289 > 205 09 03 3
17 019 CisH3NOS 265.4 42.72 ESI+ 266 91 266 > 71 03 03 3
18 020 C14H150,PS; 310.4 34.60 ESI+ 311 > 283 311 > 109 0.06 0.03 0.3
EDDP
19 021 C5H2503 376.5 49.87 ESI+ 394 177 394 > 359 08 03 3
20 022 CsHsCIsN.OS 2475 32.85 ESI+ 247 > 219 247 > 183 0.04 0.03 0.3
21 023 a- CoHsClsO03S 406.9 34.54 ESI- 419 > 287 419 > 359 01 01 1
22 B- CoHsClgO3S 406.9 37.22 ESI- 419 > 287 419 > 359 01 1
23 CoHsClsOsS 4229 36.05 ESI- 421 97 423 > 97 01 01 1
24 026 C1sH25N505 391.4 28.22 ESI+ 392 > 205 392 > 116 1 1 10
25 (52)- C1gH25N505 391.4 30.04 ESI+ 392 > 205 392 > 116 1 10
26 027 C1oH23PS20, 270.4 38.53 ESI+ 271 159 271 > 131 0.006 0 0.03
27 028 C16H22N405S 350.4 28.84 ESI+ 351 100 351 > 72 0.08 0.03 0.3
28 030 (NAC) C12H14NO; 201.2 17.01 ESI+ 202 145 202 > 127 05 03 3
29 031 C15H45CIsNO 334.7 34.92 ESI+ 334 139 336 > 139 04 03 3
30 032 C12H1sNO3 221.3 15.69 ESI+ 222 165 222 > 123 0.05 0.03 0.3
31 033 ACN C1oHsCINO, 207.6 14.31 ESI+ 208 105 208 > 77 0.05 0.03 0.3



32
33
34
35
36
37
38
39
40

41
42
43
44
45
46
47
48
49
50
51
52
53
54
55
56
57
58
59
60
61
62
63
64
65
66
67
68
69
70

039

040

041
043
044
046
048

051
053
054
055
056
057
058

059
062
063
064
065
066
067
068
069
070
071
073
075
077
078
079
080
081

082
084

CNP-

MEP

MPP

CNP

(TPN)
CYAP
(DCMU)

(DDVP)

(CAT)

(MBPMC)

(DEP)

(MEP)

(BPMC)
(MPP)

C12HsCIsNO3
C12HsCIsNO
CoH11CIsNO5PS
CgH11CIsNO4P
CsClsN2
CoH1oNOsPS
CoH1CI2N,O
C4H,CI,0,P
CgH1502PS3

C1sH16FsNO,S,
C7H1,CINs
C11HaNsS
CsH1oNOSPS,
CeHisNsS
C1sHNOS
C12H21N,04PS
C1HaiN,04P
C17HaoN,0
CoH1oNoSs
C1oH1sN404Ss
C1:H1N4O4S;
C1,H1CINOS
C17HxNO,
C/H4CIsNO,
C4HsClsOP
CoH7N5S
C1sH16FaNsOs
C17HaNO,
C14H2sNOsPS,
CaoH16CN,05
C1sH17N,0,PS
C1sHaN,0,S
CiHuNO

C12H4C|2F6N4OS

CoH12NOsPS
CoH12NOgP
C12H17NO;
C1oH1503PS;
C1oH1504PS

318.6
288.6
350.6
334.5
265.9
243.2
2331
221.0
274.4

401.4
201.7
255.4
229.3
213.3
263.4
304.4
288.3
268.4
240.4
354.5
342.4
257.8
277.4
256.5
257.4
189.2
335.3
271.4
353.5
403.3
340.3
330.5
173.2
437.2
277.2
261.2
207.3
278.3
262.3

36.62
36.52
45.43
32.21
27.90
20.60
21.08
15.19
37.92

41.17
15.51
33.45
10.74
19.87
39.14
35.70
23.20
27.97
15.02
18.05
15.16
37.75
39.42
15.64
10.80
12.28
46.82
30.92
39.29
35.13
28.91
44.73
14.65
33.76
27.43
16.28
24.56
35.14
23.21

ESI+
ESI+
ESI+
ESI+
ESI-
ESI-
ESI+
ESI+
ESI+

ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+
ESI+
ESI+
ESI+
ESI+

320
288
350
334
245
228
233
221
275

402
202
256
230
214
286
305
289
269
241

355
343
258
295
254
257
190
336
272
354
403
341

331

174
435
278
262
208
279
263

288
93
198
278
182
118
72
109
89

354
68
186
199
68
168
169
153
151
88
88
151
125
222
196
109
163
236
129
171
91
189
181
132
330
125
104
95
247
231

319
290
352
336
245
228
233
223
275

402
202
256
230
214
146
305
289
269
241
377
365
258
295
256
259
190
336
272
354
405
341
331
174
435
278
262
208
279
263

\%

93
93
200
280
175
90
46
109
61

224
124
68
125
124
69
153
84
91
120
64
248
89
109
198
109
136
252
171
255
91
205
108
117
250
246
216
152
169
216

0.001
0.001
0.03
0.03
0.5
0.03
0.2
0.08
0.04

0.09
0.03
0.2
0.5
0.3
0.03
0.03
0.03

0.2
0.8

0.2
0.2
0.06
0.05

0.6
0.3
0.009
0.04
0.02
0.2
0.5
0.005
0.1

0.3
0.06

0.03
0.03
0.3
0.03
0.1
0.03
0.03

0.03
0.03
0.1
0.3
0.3
0.03
0.03
0.03

0.1
0.3

0.1
0.1
0.03
0.03

0.3
0.3
0
0.03
0.01
0.1
0.3
0
0.1
0.1
0.3
0.06
0.03

0.01
0.01
0.3
0.3

0.3

0.3
0.3

0.3
0.3

0.03

0.6
0.3



71
72
73
74
75
76
77
78
79
80
81
82
83
84
85
86
87

88
89
90
91
92
93
94
95
96
97
98
99
100
101
102
103
104
105
106
107
108
109

085
087
088
089

090
092
093
095
096
097
098

MPP
MPP
MPP
MPP

099 2-

100
103
104
105
106
107
108
109

110
111
113
114
115
118
119
120
03

06

09
13

(PAP)

(MBC)

(MCPP)

(DMTP)

C1oH1505PS
C1oH1506PS
C1oH1504PS;
C1oH1505PS:
C12H1704PS;
CgH.Cl,0,
C17H26CINO,
C13H21N204PS
C13H21N205P
C16H23N30S
C17H26CINO,
C13H11CI.NO,
C15H17CI2N30,
C12H11CI2NO
C1oHgNO;5S
C15H2BrNO
CyHgN3O,

C19H21CIN,O
C1oH12N205S
Ci3H19N30,
C20H30N205S
Ci3H16F3N304
Ci12H1604S
CoH1sNO3PS;
C1oH1906PS>
C1oH100;PS
C1oH11CIO3
CsH10N20,S
Ci15H21NO4
CeH11N,04PS3
C17H20N20
C16H14N202.S
C17H1gNO>
CoH1/NOS
C13HsCl,F3N4,OS
C20H23CIO;S

C14H1BC|N203PS
C12H15CINO4PS;

278.3
294.3
2943
301.3
320.4
271.9
311.9
332.4
316.3
305.4
311.9
2841
342.2
256.1
223.3
3123
191.2

328.8
240.3
281.3
410.5
335.3
256.3
283.3
330.4
3143
214.7
162.2
279.3
302.3
268.4
298.4
298.4
187.3
397.2
442.9
348.8
360.8
367.8

10.72
11.08
16.62
17.78
33.92
29.67
43.77
37.48
28.57
43.35
39.97
29.02
35.40
27.25
10.45
30.54
11.77

38.04
9.36
45.77
41.83
46.30
21.89
18.33
27.71
16.07
16.91
8.17
20.72
22.13
29.28
28.88
27.61
27.58
26.58
11.12
9.14
37.28
37.33

ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+
ESI-
ESI+
ESI+
ESI+

ESI+
ESI-
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+
ESI+
ESI+
ESI+

279
312
295
328
321
271
312
333
317
306
312
314
342
254
215
312
192

329
239
282
411
336
274
284
348
315
213
163
280
320
269
299
270
188
395
465
366
361
368

264
295
280
311
247
243
238
96
244
201
252
282
159
228
198
194
160

125
132
212
195
236
18
104
331
99
141
88
220
145
151
148
119
55
330
429
349
257
182

279
312
295
328
321
269
312
333
317
306
312
316
342
256
215
314
192

329
239
282
433
336
274
306
348
315
213
163
280
320
269
299
270
188
395
465
366
361
368

104
217
109
125
275
241
57
180
216
57
147
284
69
230
102
196
132

218
197
194
186
220
163
204
99
127
35
106
192
303
91
120
228
126
331
305
85
138
111

0.07

0.3
0.2

0.2
0.5
0.9
0.5
0.5
0.5

0.2

0.4

0.1

0.7
0.03

0.5

0.6
0.04
0.3
0.2

0.05
0.1
0.02
0.02
0.03
0.05

0.03
0.03
0.03
0.03
0.03

0.3
0.1
0.1
0.1
0.3
0.3
0.3
0.3
0.3

0.1

0.3

0.1

0.3
0.03

0.3

0.3
0.03
0.3
0.1

0.03
0.1
0.01
0.01
0.03
0.03

0.3
0.3
0.3
0.3
0.3
10

W W W w w

-
o

10
10
30

0.3
30
30

30

0.3

10

0.3

0.1

0.1

0.3
0.3



110
111
112
113
114
115
116
117
118
119
120
121
122
123
124
125
126
127
128
129
130
131
132
133
134
135
136
137
138
139
140

16
11
22
24
36
38
40
53
56
64
70
71
73
75
75
81
01
02
04
05
06

07
08
09
10
11
12
13
14

cis-

trans-

ECP)

BPPS)

PHC)

(SAP)

N-2,4-

C15H22CINO,
C15H1sCIN;O
C7H;CIsNOsPS
C1oH13CI.03PS
C22H19CI2NO;
C1oH10Cl304P
Ci1gH2602
C21H22CIN30O,
C15H20CIN3O
C15H15CI2N20,
Ci13H2:04PS
Ci1oH2604S
C11H1sNO3
C21H20Cl,03
C21H20Cl,03
C,HsNO,PS
C22H17N30s
C13H13CI2N303
Ci14H20N20
C16H1sCINO,S
CoH+1CI05PS
CgH11Cl,04P
C13H15CINgO7S
C14HoCI2NOs
C20H1gNO3
Ci3H12F3N505S
C17H16F3NO-
Ci14H24NO4PS3
C16H1sN4O7S
CeH18AIOgP;

C10H14N2

283.8
291.8
322.5
315.2
416.3
331.5
274.4
383.9
293.8
329.2
304.3
350.5
209.3
391.3
391.3
1411
403.4
330.2
232.3
323.8
301.1
285.1
434.8
342.1
321.4
407.3
323.3
397.5
410.4
354.1
162.0

31.22
28.83
39.03
44.79
48.15
27.80
42.78
44.10
27.33
33.83
34.89
46.77
15.45
48.93
49.41
4.47
25.24
39.79
25.42
30.51
37.66
25.27
13.41
38.60
45.16
11.16
27.87
33.68
17.82
2.81
9.83

ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI+
ESI-
ESI+

284
292
322
315
433
331
257
384
294
329
305
368
210
408
408
142
404
328
233
324
301
287
435
359
322
408
324
398
411
109
163

252
70
125
259
191
127
239
197
70
302
221
231
111
183
183
94
372
141
94
127
269
109
182
310
96
182
262
158
149
81
107

284
292
324
317
433
333
257
384
294
329
305
368
210
351
351
142
404
330
233
324
301
287
457
359
322
452
324
398
411
109
163

176
125
125
261
416
127
105
154
125
86
141
175
93
319
319
125
344
141
137
59
125
255
178
342
78
200
242
314
182
63
106

2 1 10
04 03 3
03 03 3
0.1 041 1

1 1 10
0.1 041 1

1 1 10
0.1 041 1
05 03 3
02 041 1
0.01 0.01 041
0.2 041 1

2 1 10

1 05 5

05 5
0.02 0.01 041

5 3 30

3 2 20

3 3 30

2 1 10

2 1 10

1 10

3 3 30

2 1 10

3 3 30
03 03 3

2 1 10

1 1 10

5 3 30
20 10 30
0.06 0.03 0.3




1/100  1/10 1/100 1/100  1/10 1/100
117 105 114 105
8 6 9 8
a - CYAP
a - cis- cis-
cis- trans- cis- trans- trans-
7 7 7 7
EDDP NAC EDDP NAC EDDP EDDP
DEP DEP DEP DEP
8 22 10 20
B - B -
CNP CNP- DDVP a - CNP CNP- a - B -
MEP B - TPN DDVP
ACN CNP MEP ACN CNP CNP- TPN
CNP- TPN CYAP DDVP DDVP
MEP

MEP




PRTR
LAS 30 27
N,N- =N- AO 224 27
AS 275 27
= HDTMAC 389 27
= AE 407 26
OPE 408 26
= AES 409 27
NPE 410 26
PEG - 26
PPG - 26
PBG - 26
FIA/IMS
* miz
N AE1-20 NPE OPE PEG PPG
M+23]"  [M+23]" [M+23]" [M+23]" [M+23]"
0 165 243 229 85 99
1 209 310 273 129 157
2 253 331 317 173 215
3 297 375 361 217 273
4 341 419 405 261 331
5 385 463 449 305 389
6 429 507 538 349 447
7 473 552 582 393 505
8 518 596 626 437 564
9 562 640 670 481 622
10 606 684 714 525 680
11 650 728 - 570 738
12 694 772 - 614 796
13 738 816 - 658 854
14 782 860 - 702 912
15 826 904 - 746 970
16 870 - - 790 1028
17 914 - - 834 1086
18 958 - - 878 1144
19 1002 - - 922 1202
20 1046 - - 966 1260
21 1090 - - 1010 1318
22 - - - 1054 1376
23 - - - 1098 1434
24 - - - 1142 1492

* Na+



FIAIMS
m/z

HDTMAC AO AS AES LAS
ESI+ ESI+ ESI- ESI- ESI-
284 230 265 265 297
285 460 293 309 311
321 353 325
397 339
441 353

485

7 LC-TOF-MS

LC : Agilent 1200

Column
Mobile phase

Gradient profile

Column temp

GL Sciences Inertsil ODS-4  (2.1x150mm, 3um)
A : 5 mmol CH;COONH, in H,O

B : 5 mmol CH;COONH, in CH;0H

A 95:B 5 (0 min) — A 5:B 95 (30 min-50min)

40

Injection volume 2 uL
Flow rate 0.3 mL/min

MS: Agilent 6220 MSD
Ionization ESI-Positive

Measurement mode
Fragmentor Voltage
VCap voltage

Scan range (m/z)

Scan

100 V and 100, 150, 200, 250 V
3500 V

50-1000




Reagent water, 200 mL

Effluent,

200mL
200 ng L™ 50ng L 200 ng L
LOD, | RT, Log
No. | Class Compound HLB+AC2 PS2+AC2 HLB+AC2 PS2+AC2 PS2+AC2
ngL' | min Pow
Avg, Avg, Avg, Avg, Avg,
RSD, RSD, RSD, RSD, RSD,
% % % % %
% % % % %
(n=7) (n=7) (n=7) (n=7) (n=5")
1 | Pest | Asulam 8| 203 -0.11 62.3 10.0 194 | 129 | 673 19.3 243 63.1 NT
2 | PP Sulfanilamide 40 | 3.65 -0.62 49.3 29.6 19.7 | 957 | 45.6 16.2 | 389 | 40.1 NT
3 | Pest | Methamidophos 8| 435 -0.8 64.2 28.7 | 80.1 16.6 | 94.2 12.1 87.2 11.6 NT
4 | Pest | Acephate 20 | 6.51 -0.89 74.2 14.7 | 79.0 | 14.6 | 106.9 7.3 89.6 10.8 NT
5| PP Sulfadiazine 20 | 8.05 -0.09 79.6 11.6 | 81.7 | 104 | 98.1 11.9 | 999 7.3 248 | 20.8
6 | PP Acetaminophen® 20 | 8.3l 0.46 77.9 89 | 457 | 109 | 932 44 | 473 124 | 44.0 | 287
7 | Pest | Butocarboxim sulfoxide 8 8.87 90.0 59| 117.8 12.2 | 131.5 114 | 115.2 9.4 NT
8 | PP Terbutaline 8 8.97 0.9 87.6 57| 815 10.2 | 94.0 4.3 | 101.7 49 | 523 18.0
9| PP Sulfamethizole 81 9.03 0.54 84.5 9.7 | 853 92| 89.0 154 | 90.8 6.3 28.1 6.0
10 | PP Sotalol 81 9.08 0.24 91.6 6.1 82.3 10.1 | 116.7 4.1 944 | 259 | 1182 11.3
11 | PP Salbutamol 80 | 9.30 0.01 90.0 6.0 | 853 11.6 ND ND ND ND | 712 18.4
12 | PP Atenolol® 8| 9.80 0.16 90.2 59| 89.1 82 | 110.2 34 | 1045 50| 62.7| 347
13 | Pest | Dinotefuran 8| 9.89 -0.64 83.5 4.6 | 657 9.7 | 106.9 391 705 | 215 NT
14 | PP Sulfamethoxazole® 20 | 10.40 0.89 87.9 7.3 829 | 11.0 | 100.3 9.1 | 101.8 7.2 879 | 38.9
15 | Pest | Aldicarb sulfone 8 | 10.56 -0.57 86.3 8.8 85.8 14.6 | 120.6 | 27.7 78.0 6.1 NT
16 | PP Sulfathiazole 20 | 10.62 0.05 80.5 129 | 86.1 17.8 93.6 | 21.4 | 100.1 7.6 | 49.8 | 33.0




17 | Pest | Nitenpyram 8 | 10.89 -0.66 72.8 13.6 | 79.7 | 12.1 87.7 15.7 | 87.8 11.1 564 | 222
18 | PP Sulfapyridine® 8 | 11.41 0.35 88.0 87| 84.8 | 11.1 | 100.7 133 | 99.0 6.7 | 80.8 | 28.6
19 | Pest | Oxamyl 8 | 11.50 -0.44 86.3 58| 86.7 | 11.2]| 111.7 57| 94.9 5.7 NT

20 | Pest | Propamocarb 8 | 11.51 0.84 78.4 18.1 89.6 9.3 | 111.7 79 | 93.1 5.7 NT

21 | PP Sulfamerazine 8 | 11.55 0.14 90.1 86| 849 | 11.6 | 1015 11.5 | 99.2 6.6 | 53.5 | 206
22 | Pest | Flumetsulam 8 | 11.64 -0.68 84.8 75| 93.6 7.5 | 108.3 24| 97.6 6.1 62.8 17.4
23 | PP Sulfamonomethoxine 8| 11.78 -0.04 89.4 7.7 | 844 9.4 | 103.1 10.1 99.9 6.7 | 76.6 | 23.1
24 | Pest | Benzobicyclon metabolite 8 | 12.20 3.06 81.9 15.6 98.2 149 | 110.3 11.8 | 124.5 14.1 NT

25 | PP Sulpiride® 20 | 12.21 0.57 92.9 53| 933 4.7 | 112.6 35| 1054 4.8 | 353.8 | 31.8
26 | PP Cotinine® 8| 12.21 -0.23 82.4 154 | 80.0 | 17.6 | 111.5 15.7 | 98.1 3.7 | 60.9 11.8
27 | Pest | Methomyl 8| 12.22 0.093 70.7 20.5 | 714 | 23.7 | 106.1 158 | 91.2 9.6 NT

28 | PP Ranitidine 20 | 12.52 0.27 46.1 2771 393 | 11.5| 384 | 294 | 489 13.7 | 67.8 12.9
29 | Pest | Thiamethoxam 8 | 12.76 -0.13 86.8 55| 852 | 109 | 107.7 4.1 93.5 5.3 NT

30 | Pest | Pymetrozin 8 | 12.98 -0.18 78.3 7.7 | 845 94| 929 | 204 | 884 84 | 555 | 21.6
31 | PP Cimetidine 8 | 13.34 0.4 57.3 18.3 13.1 293 | 34.0 | 439 | 25.1 52.6 | 113.9 | 47.6
32 | Pest | Thifensulfuron-methyl 80 | 13.88 0.02 83.7 4.8 | 95.0 8.8 ND ND ND ND | 69.0 13.6
33 | Pest | Metsulfuron-methyl 80 | 13.89 0.018 82.5 6.1 92.1 8.3 ND ND ND ND | 744 9.4
34 | Pest | Imazaquin 8 | 14.65 0.34 81.4 72| 685 | 14.7 | 106.9 4.6 | 839 94 | 446 | 243
35 | Pest | Thiofanox-sulfoxide 8 | 14.68 -0.245 89.5 6.0 | 110.5 | 13.7 | 121.6 132 | 958 | 21.7 NT

36 | Pest | Florasulam 80 | 14.70 -1.22 89.7 59 92.5 6.7 ND ND ND ND 69.2 11.9
37 | Pest | Azimsulfuron 80 | 14.72 0.043 82.9 5.1 83.2 | 10.0 ND ND ND ND | 49.6 18.3
38 | Pest | Trinexapac-ethyl 40 | 14.85 2.44 93.9 12.7 94.9 11.1 ND ND ND ND NT

39 | PP Carbadox 80 | 15.04 -1.37 63.5 18.1 90.5 | 22.8 ND ND ND ND | 63.1 15.7
40 | Pest | Chlorsulfuron 80 | 15.09 -0.99 81.3 59| 88.6 9.3 ND ND ND ND | 64.5 19.0




41 | Pest | Clothianidin 20 | 15.13 0.7 92.6 62| 935 6.7 | 112.2 43| 925 8.6 NT

42 | Pest | Imidacloprid 40 | 15.21 0.57 82.9 6.7 | 852 7.9 | 110.9 56| 934 7.4 | 81.7 8.8
43 | Pest | Thiofanox-sulfone 8 | 15.28 0.186 85.1 92 92.0 | 19.1 | 116.6 19.7 | 93.4 5.8 NT

44 | PP Antipyrine 8 | 1541 0.38 83.9 11.0 | 783 | 19.2 | 110.5 134 | 97.6 34| 715 16.4
45 | Pest | Clofencet 80 | 15.43 -2.2 75.6 94 | 751 | 215 ND ND ND ND | 81.6 | 1254
46 | PP Sulfadimethoxine 8 | 15.47 1.63 88.4 7.8 | 87.0 7.5 | 103.5 10.6 | 100.1 45| 518 17.9
47 | Pest | Cinosulfuron 80 | 15.53 2.04 86.2 5.4 93.2 9.1 ND ND ND ND 78.2 9.0
48 | PP Pirenzepine 8 | 15.75 0.6 90.1 6.5 | 88.8 7.4 | 109.0 32| 974 5.0 | 106.5 7.5
49 | Pest | Foramsulfuron 80 | 15.89 0.166 85.4 571062 | 11.3 ND ND ND ND | 70.3 14.0
50 | PP Primidone 20 | 1591 0.91 88.5 7.6 | 102.5 63| 934 8.7 | 90.1 7.1 NT

51 | Pest | Dioxacarb 20 | 15.96 0.57 78.2 99| 773 | 19.5 | 107.7 189 | 73.0 | 439 NT

52 | Pest | Vamidothion 8 | 16.02 0.15 82.5 89 | 755 | 194 | 96.0 56 | 833 7.1 NT

53 | Pest | Thiabendazole metabolite 8 | 16.06 1.73 82.0 54| 94.6 93| 90.8 55| 872 7.7 | 51.9 12.5
54 | Pest | Flazasulfuron 80 | 16.11 -0.06 82.3 3.6 83.9 11.5 ND ND ND ND 72.5 7.7
55 | Pest | Sulfosulfuron 80 | 16.29 1 91.8 5.6 96.8 7.7 ND ND ND ND 85.0 7.9
56 | Pest | Acetamiprid 8 | 16.35 0.8 93.5 4.7 | 935 | 12.0 | 113.0 10.7 | 96.0 78| 713 14.1
57 | Pest | Ethoxysulfuron 80 | 16.37 2.89 92.8 4.8 | 100.4 9.9 ND ND ND ND NT

58 | PP Scopolamine 81 16.43 0.98 93.4 59| 959 8.6 | 103.2 35 993 35| 724 12.2
59 | Pest | Triasulfuron 80 | 16.59 1.1 88.9 4.8 | 101.3 8.7 ND ND ND ND | 854 9.2
60 | PP Trimethoprim® 8 | 16.66 091 94.7 53| 97.0 7.3 | 103.4 4.3 | 102.5 6.5 | 90.9 9.3
61 | Pest | Chloridazon 8| 16.71 1.19 87.7 50| 91.7 | 113 ] 111.1 57| 90.6 9.6 | 65.1 13.7
62 | PP Metoclopramide 8 | 16.85 2.62 91.3 63| 92.1 11.4 | 99.0 4.7 | 947 129 | 893 9.5
63 | Pest | Tribenuron methyl 40 | 16.89 0.78 53.1 236 | 228 | 129 | 788 | 327 | 493 | 246 | 825 | 263
64 | Pest | Fenthion oxon sulfoxide 8 | 16.90 -0.11 91.6 8.4 99.3 15.8 | 134.6 25.8 | 105.0 8.0 78.2 15.7




65 | PP | Candesartan® 8 | 16.92 5.01 91.0 79| 91.1 9.4 | 99.1 9.4 | 101.6 57| 84.7 | 208
66 | Pest | Imazosulfuron 8| 17.11 1.72 83.8 56 | 842 | 14.1 96.7 103 | 94.8 8.1 71.8 8.4
67 | PP | Clenbuterol 80 | 17.16 2.61 89.1 62| 91.0 5.6 ND ND ND ND NT

68 | PP | Pentoxifylline 20 | 17.44 0.29 99.9 55| 90.0 | 16.0 | 123.8 8.1 | 1054 47 | 835 9.1
69 | Pest | Mesosulfuron-methyl 80 | 17.45 1.17 87.6 58 | 1113 | 11.3 ND ND ND ND | 785 8.8
70 | Pest | Fenthion oxon sulfone 8| 17.48 -0.078 84.7 6.6 | 823 | 152 | 1133 10.6 | 94.2 5.6 NT

71 | Pest | Oxycarboxin 8 | 17.50 0.772 87.4 9.5 87.3 15.0 | 108.5 10.3 97.6 15.0 NT

72 | PP | Ifosfamide 8| 17.52 0.86 95.2 59 | 843 | 17.2 ] 106.5 11.9 | 98.0 102 | 73.7 8.7
73 | PP | Disopyramide® 8 | 17.55 2.58 94.5 52| 98.7 6.0 | 110.5 34| 1045 6.8 | 111.2 12.1
74 | PP | Ormetoprim 8| 17.62 1.55 90.9 33| 93.1 37 | 111.4 5.0 | 104.0 50| 728 10.9
75 | Pest | Carbendazim® 8| 17.70 1.51 86.9 79| 83.6 | 21.6 | 106.6 134 | 92.1 108 | 85.6 | 10.6
76 | Pest | Ethametsulfuron-methyl 80 | 17.71 0.89 93.8 5.6 | 101.6 7.4 ND ND ND ND 70.7 8.0
77 | PP | Metoprolol 8 | 17.76 1.88 93.6 6.1 | 95.7 8.9 | 107.6 4.5 | 102.0 3.6 | 79.7 8.6
78 | Pest | Naptalam 80 | 17.78 0.004 86.9 44| 955 9.9 ND ND ND ND NT

79 | PP | Dicyclohexylamine® 8 | 18.03 3.69 86.2 124 | 87.8 | 13.2 | 1094 8.1 99.9 30 | 63.7 | 599
80 | Pest | Pyrazosulfuron-ethyl 80 | 18.24 3.16 87.4 4.8 | 888 | 122 ND ND ND ND | 643 17.7
81 | Pest | Trifloxysulfuron-sodium 80 | 18.27 -0.43 91.3 4.4 | 103.0 8.3 ND ND ND ND | 61.8 10.3
82 | PP | Ethenzamide 8 | 18.27 1.4 713 192 | 759 | 283 | 1035 | 24.1 | 984 5.2 NT

83 | PP | Acetohexamide 20 | 18.32 2.44 94.4 18.6 | 89.2 99| 1134 6.6 | 1122 | 26.1 NT

84 | PP | Cyclophosphamide 8 | 18.35 0.8 90.3 6.6 | 855 | 174 | 987 9.9 | 100.4 95| 75.1 | 203
85 | Pest | Thiacloprid 8 | 18.38 0.55 90.8 6.0 | 90.5| 13.3 | 1054 4.1 | 96.7 73| 66.8 13.6
86 | Pest | lodosulfuron-methyl-sodium 80 | 18.45 -0.7 91.0 4.1 | 1046 | 233 ND ND ND ND | 96.2 | 223
87 | PP | Phenacetin 8 | 18.54 1.58 83.6 10.8 | 80.1 | 22.7 | 110.8 16.7 | 97.5 3.1 79.1 | 38.9
88 | Pest | Butocarboxim 20 | 18.56 1.1 61.5 329 | 56.0 | 283 | 78.0 | 298 0.0 0.0 NT




89 | Pest | Halosulfuron-methyl 80 | 18.57 | -0.0186 85.8 6.6 85.3 11.7 ND ND ND ND 65.7 7.1
90 | Pest | Tricyclazole 8 | 18.91 1.42 82.1 8.3 81.5 | 21.8 | 1133 16.4 | 91.7 8.1 66.6 12.8
91 | PP Warfarin 8 | 19.10 2.27 90.1 6.2 82.6 13.2 99.1 4.2 | 102.9 53 73.7 10.6
92 | Pest | Metosulam 80 | 19.39 2.46 87.4 6.2 | 105.7 8.9 ND ND ND ND 85.6 9.9
93 | Pest | Penoxsulam 80 | 19.54 -0.354 88.6 55| 101.8 7.0 ND ND ND ND 87.1 9.2
94 | Pest | Tepraloxydim 20 | 19.58 2.88 71.5 133 674 | 254 93.2 11.4 83.1 20.0 73.8 10.7
95 | PP Tolbutamide 20 | 19.62 2.34 91.9 6.0 83.1 13.4 | 105.4 8.9 | 100.5 43 72.8 24.8
96 | Pest | Metolcarb 20 | 19.66 1.63 64.9 31.5 61.6 | 294 98.2 31.5 84.0 | 26.8 NT

97 | Pest | Chlorimuron-ethyl 80 | 19.86 0.11 85.3 64 | 972 16.3 ND ND ND ND 84.0 9.3
98 | PP Naproxen 40 | 19.91 3 86.5 9.2 | 659 | 45.6 | 104.7 14.3 | 100.2 9.3 NT

99 | PP Carazolol 8 | 19.96 3.59 90.2 5.5 95.2 9.2 | 1015 2.3 | 101.9 7.9 82.2 10.2
100 | PP Bisoprolol 8 | 19.97 2.14 93.7 6.3 95.3 79 | 1054 3.7 | 109.3 8.9 96.4 11.1
101 | PP Epinastine 8 | 20.14 3.51 93.4 5.5 91.9 11.4 | 105.0 4.4 | 106.2 49 | 112.4 11.1
102 | PP Ketoprofen® 8 | 20.16 3.12 86.0 7.4 82.3 19.3 | 104.1 6.4 | 102.5 6.6 NT

103 | Pest | Diclosulam 40 | 20.33 0.85 90.8 6.3 88.2 5.7 99.9 6.2 93.1 10.2 78.3 14.1
104 | Pest | Cyanazine 8 | 20.47 2.24 84.9 6.5 83.9 17.3 | 102.3 79| 932 5.7 70.1 11.5
105 | Pest | Metribuzin 8 | 20.58 1.6 70.0 17.8 61.2 | 38.6 94.9 22.0 83.9 12.0 66.7 | 21.5
106 | PP Flumequine 40 | 20.65 2.41 93.7 6.5 78.6 14.3 96.7 10.8 | 111.3 22.1 73.1 13.5
107 | Pest | Bromacil 40 | 20.77 2.14 86.3 7.4 84.6 | 222 | 100.7 102 | 929 | 212 81.1 9.4
108 | Pest | Sulfentrazone 80 | 20.79 1.48 88.7 44| 933 11.4 ND ND ND ND 71.5 10.3
109 | Pest | Propoxur 8 | 20.83 1.56 67.4 26.5 754 | 20.6 | 959 20.4 86.5 12.6 NT

110 | Pest | Thidiazuron 8 | 20.83 1.77 86.1 54| 90.0 10.6 | 103.1 49 | 90.3 12.9 NT

111 | Pest | Azamethiphos 8 | 20.89 1.05 105.6 13.4 | 109.2 | 254 | 143.7 18.6 | 135.1 18.4 NT

112 | PP Ifenprodil 8 | 20.97 4.25 91.3 57| 957 7.4 84.4 2.9 | 103.5 29.9 | 103.8 13.8




113 | PP | Lincomycin 80 | 21.01 0.91 89.3 6.6 | 86.1 7.7 ND ND ND ND | 70.6 8.3
114 | Pest | Thiabendazole® 8 | 21.02 2.39 82.1 59| 91.1 127 | 96.5 8.7 | 887 7.8 | 72.0 7.1
115 | Pest | Bendiocarb 40 | 21.21 1.72 76.1 185 | 74.7 | 23.2 | 100.5 184 | 91.5| 11.2 NT
116 | PP | Mepirizole 8 | 21.30 1.01 80.8 134 | 679 | 219 | 1039 | 207 | 822 9.1 74.6 | 16.0
117 | Pest | Clodinafop 80 | 21.32 2.486 87.9 6.0 | 944 | 157 ND ND ND ND | 792 | 115
118 | Pest | Carbofuran 8 | 21.42 1.52 79.3 185 | 85.8 | 22.7 | 112.0 | 185 | 101.8 86 | 749 | 107
119 | Pest | Fluazifop 80 | 21.50 1.98 86.4 54| 87.8 | 17.7 ND ND ND ND | 83.6 8.0
120 | PP | Betaxolol 8 | 21.57 2.69 92.3 6.7 | 93.6 8.8 | 105.6 4.1 | 106.2 6.0 | 96.7 8.9
121 | Pest | Isouron 20 | 21.60 1.98 78.1 135 | 87.1 | 21.0 | 107.5 195 | 83.0 | 11.1 83.3 12.9
122 | Pest | Tebuthiuron 8 | 21.72 1.82 78.4 135 | 81.6 | 254 | 1103 193 90.7 | 10.7 | 768 | 13.5
123 | PP | Propranolol 8 | 21.76 3.48 91.1 6.7 | 919 | 10.1 | 112.0 7.7 | 101.7 6.5 912 7.8
124 | PP | Carbamazepin® 8 | 21.90 1.51 91.8 54| 820 | 163 | 104.2 7.8 | 101.9 42| 9438 8.7
125 | Pest | XMC 8 | 22.08 2.3 65.3 280 | 72.6 | 24.0 | 944 | 256 | 87.7| 164 NT
126 | Pest | Bensulfuron-methyl 80 | 22.13 0.79 87.1 49 | 942 9.9 ND ND ND ND | 873 7.1
127 | PP | Prednisolone 8 | 22.16 1.62 93.7 59 97.0 9.1 | 108.0 7.7 | 102.9 3.6 | 80.6 | 11.2
128 | Pest | Fenthion sulfoxide 8 | 2221 1.806 98.4 6.1 96.5| 18.6 | 1413 | 24.4 | 108.1 9.6 | 969 | 13.0
129 | Pest | Carbaryl 8 | 22.41 1.85 79.1 128 | 78.1 | 25.8 | 106.1 | 20.8 | 89.1 11.1 NT
130 | Pest | Ethiofencarb 8| 2243 2.04 55.1 251 | 33.1 | 51.6 | 651 | 355 | 504 | 147 NT
131 | Pest | xylylcarb 8| 2243 2.09 61.9 295 | 72.0 | 27.1 | 89.7| 275 | 89.6 | 144 NT
132 | Pest | Fenthion sulfone 8 | 22.76 2.342 88.3 52| 825 | 248 | 1143 17.4 | 97.7 | 11.1 NT
133 | PP | PropyphenazoLe 8 | 22.77 1.74 76.6 16.6 | 69.6 | 28.0 | 100.1 266 | 734 | 268 | 92.6 | 11.1
134 | Pest | Iprodione 20 | 22.79 2.8 88.0 58 | 832 | 252 | 1112 | 182 | 892 | 125 NT
135 | Pest | Monolinuron 80 | 22.94 2.2 67.7 28.6 | 68.0 | 26.7 ND ND ND ND NT
136 | PP | Losartan® 8| 23.13 6.1 82.4 8.7 | 873 7.6 | 944 | 137 | 97.0 49| 59.0 | 174




137 | Pest | Tralkoxydim 1 8 123.20 5.02 70.9 146 | 70.0 | 322 | 952 | 223 | 672 | 21.0 NT

138 | PP Diphenidol 8 | 23.25 43 90.7 7.0 | 944 6.9 | 105.2 4.7 | 100.1 39| 972 10.3
139 | PP Tolperisone 8 | 23.38 3.81 85.6 10.1 843 | 132 | 999 75| 934 7.0 | 66.8 | 203
140 | Pest | Dimethirimol 8 | 23.39 2.79 73.1 156 | 763 | 253 | 106.1 222 | 87.6 12.0 | 90.0 13.7
141 | Pest | Pirimicarb 8 | 23.40 1.7 68.8 244 | 758 | 219 [ 1052 | 264 | 89.0 134 | 838 11.5
142 | Pest | Furametpyr 8 | 23.63 2.36 84.8 7.8 | 81.6 | 22.3 | 106.2 12.5 | 93.1 8.6 | 89.6 10.7
143 | Pest | Cyclosulfamuron 80 | 23.64 1.41 84.9 4.1 91.5 9.6 ND ND ND ND 95.5 5.8
144 | PP Dexamethasone 8 | 23.64 1.83 96.1 5.7 | 104.6 6.5 | 103.8 4.2 | 1049 6.6 | 91.1 11.0
145 | Pest | Thiodicarb 8 | 23.69 1.62 92.3 57| 926 | 16.4 | 108.7 52| 93.1 7.6 NT

146 | Pest | Isoprocarb 8 | 23.74 2.3 69.1 25.1 77.0 | 22.7 | 91.0 154 | 893 15.2 NT

147 | Pest | Methabenzthiazuron 8 | 23.82 2.64 71.9 152 | 754 | 314 | 107.6 | 29.5 | 84.1 13.1 85.6 15.6
148 | Pest | Fomesafen 40 | 23.92 29 91.0 6.7 987 | 11.2 | 99.2 6.6 | 100.1 179 | 88.7 8.3
149 | Pest | Mepanipyrim metabolite 8 | 23.97 82.0 8.0 | 819 | 2241075 155 | 918 102 | 963 14.9
150 | Pest | Forchlorfenuron 8 | 23.98 32 82.7 5.0 92.9 6.7 | 100.3 4.5 90.7 9.5 74.7 10.2
151 | Pest | 2,3,5-Trimethacarb 8 | 24.07 225 68.5 213 | 746 | 24.0 | 102.0 | 2596 | 91.2 | 13.34 NT

152 | PP Griseofulvin 8 | 24.11 2.18 89.4 5.1 852 | 10.0 | 103.2 4.0 | 100.3 44 | 851 8.7
153 | PP Etodolac® 8 | 24.20 2.5 76.2 103 | 654 | 19.6 | 88.7 6.3 85.6 124 | 68.0 12.5
154 | PP Dextromethorphan 20 | 24.22 3.6 90.4 7.7 85.6 | 10.6 | 102.8 4.8 | 100.4 2.3 | 105.1 11.6
155 | Pest | Diuron® 8| 24.23 2.85 86.0 6.6 | 859 | 21.6 | 104.0 145 | 91.6 9.6 | 97.6 12.2
156 | PP Lidocaine® 8 | 24.37 2.44 77.8 172 | 8.0 | 132 | 977 92| 96.0 54 99.1 | 412
157 | PP Virginiamycin M1 20 | 24.40 -0.659 83.8 8.0 | 86.8 53| 975 122 | 94.0 89 | 48.6 | 402
158 | PP Paroxetine 8 | 24.54 3.6 79.5 103 | 47.7 | 455 | 795 93] 90.0 15.0 | 56.7 10.8
159 | Pest | Metominostrobin E) 8 | 24.58 232 82.5 82 | 789 | 23.4 ] 109.9 152 | 914 11.7 | 822 15.2
160 | PP Haloperidol 8 | 25.08 43 86.9 62 | 898 6.6 | 97.6 32| 957 35| 744 18.5




161 | PP Fluvoxamine 8 | 25.18 32 56.7 222 | 485 | 429 | 576 | 315 | 69.8 16.0 | 348 | 295
162 | Pest | Fenobucarb 8 | 2523 2.79 63.4 274 | 69.0 | 235 87.6 | 239 | 840 | 202 | 715 11.2
163 | Pest | Propanil 80 | 25.40 3.12 89.7 10.0 | 649 | 42.7 ND ND ND ND | 934 13.5
164 | PP Erythromycin 8 | 25.50 3.06 90.4 54| 914 7.6 | 90.7 6.3 95.6 6.7 | 132.2 12.0
165 | Pest | Inabenfide 20 | 25.52 3.13 85.6 56| 905 9.1 98.5 6.8 | 925 8.7 83.4 9.4
166 | Pest | Siduron 8 | 25.58 3.8 90.5 5.3 90.6 | 17.9 | 107.8 7.1 | 107.3 122 | 93.8 9.6
167 | Pest | Sethoxydim 8 | 25.61 4.51 433 176 | 374 | 350 | 556 | 357 | 408 | 265 73.8 12.6
168 | PP Fluoxetine 8 | 25.76 4.05 81.1 9.0 | 54.8 | 488 75.8 11.9 | 89.6 48 | 578 15.6
169 | Pest | Methiocarb 20 | 25.80 3.08 117.9 179 | 741 | 233 86.7 104 | 879 9.8 NT

170 | PP Azithromycin® 8 | 25.82 4.02 111.9 19.6 | 80.1 14.6 | 124.6 14.8 74.9 12.2 NT

171 | Pest | Ametryn 8 | 25.94 2.98 68.8 158 | 69.6 | 203 93.8 142 | 80.3 16.6 88.1 9.1
172 | Pest | Linuron 40 | 26.00 3 78.0 19.9 | 67.1 27.7 |1 103.6 | 27.0 | 83.2 14.3 93.1 16.1
173 | Pest | Fluridone 8 | 26.00 1.87 85.6 7.6 | 88.1 89 | 118.1 42| 97.0 8.0 | 106.1 29.7
174 | PP Imipramine 8 | 26.04 4.8 84.4 83 81.1 83 | 90.6 7.7 1 919 32| 799 9.5
175 | PP Diazepam 8 | 26.04 291 83.9 7.7 78.8 | 25.6 | 103.1 20.2 | 98.1 54| 912 12.7
176 | Pest | Azoxystrobin 8 | 26.07 2.5 85.1 7.8 80.1 11.4 | 108.1 56 | 86.6 18.3 87.0 12.6
177 | Pest | Promecarb 8 | 26.07 3.1 61.7 246 | 723 19.0 | 989 | 236 | 76.7 | 213 NT

178 | Pest | Pyriftalid 20 | 26.13 2.6 92.6 7.3 78.7 | 21.3 | 109.9 114 | 93.0 7.5 NT

179 | Pest | Dimethomorph(E) 8 | 26.17 2.63 82.0 70 | 764 | 13.0 | 894 14.8 87.1 10.5 83.6 10.4
180 | Pest | Tralkoxydim 2 8 | 26.24 5.02 83.4 21.1 64.9 | 265 96.7 | 239 | 71.7 | 29.1 NT

181 | Pest | Fenamidone 8 | 26.27 2.8 82.3 6.5 | 7713 15.1 94.8 53 84.4 15.9 85.9 11.9
182 | Pest | Boscalid 40 | 26.31 2.96 81.3 74 | 78.0 | 18.6 | 100.7 11.7 | 90.0 11.2 85.9 10.6
183 | Pest | Pyriminobac-methyl Z) 4 | 26.46 2.11 113.7 144 | 772 | 24.6 | 104.8 18.3 89.7 79 | 30.7 | 46.6
184 | PP Testosterone 40 | 26.62 332 85.5 8.2 80.0 | 22.6 | 103.1 21.7 | 104.8 7.1 86.0 11.9




185 | Pest | Dimethomorph(Z) 8 | 26.67 2.73 94.9 38 89.6 | 14.1 | 109.2 6.5 | 963 6.2 | 90.2 9.5
186 | Pest | Dymron 8 | 26.69 2.7 89.7 53 89.2 | 10.0 | 103.6 49 | 93.1 7.7 | 93.0 12.8
187 | PP Verapamil 8 | 26.71 3.79 87.5 6.1 82.2 5.6 | 98.7 59| 920 6.4 85.4 7.5
188 | Pest | Ferimzone(E)" 8 | 26.81 2.83 58.5 11.6 | 53.4 | 184 | 824 124 | 499 | 244 | 61.7 17.2
189 | PP Tilmicosin 80 | 26.81 4.95 94.3 99| 614 | 256 ND ND ND ND NT

190 | Pest | Fenhexamid 80 | 26.91 3.51 85.4 7.3 88.6 | 16.4 ND ND ND ND 84.2 10.9
191 | Pest | Cumyluron 8 | 26.95 2.61 85.5 5.1 842 | 13.8 97.3 84 | 914 8.1 78.2 14.4
192 | Pest | Benzobicyclon 8 | 26.96 3.1 79.8 49 | 789 | 135 86.3 7.0 | 729 129 | 56.2 17.2
193 | Pest | Chloroxuron 8 | 26.98 32 83.3 15.0 | 84.6 | 18.5 | 100.4 10.8 | 90.0 7.4 86.5 14.6
194 | Pest | Ferimzone(Z)* 8 | 27.07 2.83 75.0 122 | 732 | 209 | 107.4 15.6 | 76.2 6.5 86.4 17.0
195 | Pest | Triticonazole 8 | 27.16 3.29 83.2 54| 857 | 183 93.9 89 | 920 10.2 87.4 13.6
196 | Pest | Triflumizole metabolite 8 | 27.18 64.4 23.0 | 70.7 | 21.1 90.2 | 233 83.1 16.6 | 64.3 10.2
197 | Pest | Tetraconazole 8 | 27.21 3.56 106.1 12.5 782 | 212 | 944 12.9 | 80.1 16.1 82.8 11.0
198 | PP Clarithromycin® 8 | 27.23 3.16 87.4 6.3 88.2 6.8 94.8 72| 938 7.7 | 785 | 237
199 | Pest | Methoxyfenozide 8 | 27.32 3.7 92.5 50| 90.8 10.1 | 108.7 35| 983 6.1 NT

200 | PP Diltiazem® 8 | 27.35 2.8 88.0 6.1 84.2 59 | 101.9 4.1 96.0 7.5 | 100.7 | 222
201 | Pest | Simeconazole 8 | 27.56 32 76.3 11.1 81.4 | 197 | 956 12.1 91.6 9.4 84.6 10.9
202 | Pest | Prometryn 8 | 27.59 3.1 86.9 18.1 67.3 194 | 89.2 13.8 | 773 | 21.7 | 752 12.1
203 | Pest | Iprovalicarb 8 | 27.60 32 83.7 7.5 839 | 21.1 | 108.1 11.5 | 934 9.4 NT

204 | Pest | Thifluzamide 8 | 27.64 4.1 116.1 17.1 | 104.5 19.5 | 1289 9.8 | 93.8 19.2 89.6 9.8
205 | Pest | Flufenacet 8 | 27.67 32 71.5 128 | 775 | 239 | 999 | 212 83.9 148 | 73.8 15.3
206 | Pest | Cyazofamid 8 | 27.69 32 67.1 88 | 652 | 13.8 89.4 9.9 | 69.7 104 | 343 15.1
207 | Pest | Butafenacil 8 | 27.70 32 83.9 4.6 | 822 | 132 | 103.4 7.1 90.5 4.8 83.9 10.5
208 | Pest | Fipronil 40 | 27.91 4 87.6 6.2 | 832 | 26.1 97.4 7.1 96.0 8.5 84.5 11.4




209 | Pest | Chromafenozide 8 | 27.92 2.7 88.6 49 | 88.6 | 10.3 | 104.5 4.7 | 96.1 7.0 | 935 4.6
210 | Pest | Epoxiconazole 8 | 27.94 3.44 75.2 54| 805 | 229 | 925 129 | 89.0 114 | 904 7.1
211 | PP Amitriptyline 8 | 28.07 4.92 82.1 9.5 80.0 | 124 | 904 9.9 | 92.1 6.2 | 73.8 12.7
212 | Pest | Mepanipyrim 8 | 28.12 3.28 65.9 112 | 742 | 31.0 | 829 | 243 722 | 27.0 | 71.0 | 247
213 | PP Roxithromycin® 8 | 28.18 1.7 85.5 6.8 83.0 75 | 92.7 53 90.1 8.1 81.6 9.2
214 | Pest | Bensulide 8 | 28.29 4.2 84.2 33 80.1 126 | 97.4 7.1 89.7 8.8 84.6 10.4
215 | Pest | Diflubenzuron 8 | 28.31 3.89 78.1 7.8 773 17.7 | 922 14.1 83.9 13.1 75.9 12.4
216 | Pest | Tebuconazole 8 | 28.31 3.7 99.8 13.0 | 785 19.0 | 92.8 10.5 89.8 122 | 914 8.5
217 | Pest | Tetrachlorvinphos 20 | 28.35 3.53 72.2 11.1 76.1 | 25.1 929 | 227 | 79.0 16.0 NT

218 | PP Dipyridamole 8 | 28.42 1.5 48.0 40.4 | 39.6 | 53.7 | 443 17.6 | 42.0 | 239 | 78.6 11.0
219 | Pest | Tebufenozide 8 | 28.53 4.25 87.7 4.4 | 88.0 9.4 | 105.2 4.1 93.0 6.3 NT

220 | Pest | Fentrazamide 8 | 28.80 3.6 75.8 9.1 7571 21.7 | 91.0 156 | 80.8 | 21.9 NT

221 | Pest | Fenoxycarb 8 | 28.81 4.07 72.6 84 | 782 | 3l1.1 834 | 253 76.1 27.5 67.9 | 203
222 | Pest | Naproanilide 20 | 28.81 4.31 71.0 10.0 | 725 | 274 | 797 | 21.7| 709 | 268 | 72.4 12.7
223 | PP Promethazine 8 | 28.90 4.81 68.4 383 69.9 | 634 | 54.8 159 | 362 | 363 NT

224 | Pest | Etobenzanid 8 | 29.03 3.68 76.5 16.3 63.8 | 36.5 63.5 30.1 57.3 39.7 | 724 | 320
225 | Pest | Anilofos 40 | 29.16 3.81 77.1 8.8 84.6 | 264 | 959 15.5 81.8 18.5 82.3 15.5
226 | Pest | Oxadiargyl 20 | 29.33 3.95 91.9 156 | 725 | 262 | 8l6 | 289 | 712 | 474 NT

227 | Pest | Prochloraz 8 | 29.42 4.12 74.2 6.6 | 74.8 156 | 86.8 12.7 82.0 18.7 NT

228 | PP Chlorpromazine 8 | 29.80 5.41 45.8 16.5 | 43.6 | 27.1 54.9 13.6 | 51.8 19.0 | 30.5 17.3
229 | Pest | Difenoconazole 20 | 29.81 4.4 91.8 140 | 719 | 193 84.3 126 | 79.6 | 22.7 81.6 10.4
230 | Pest | Pencycuron 40 | 29.82 4.68 72.7 8.1 76.8 18.7 | 82.6 11.8 | 782 | 243 78.0 18.7
231 | Pest | Pirimiphos-methyl 20 | 29.82 4.2 64.9 239 | 579 | 203 50.7 | 356 | 56.6 | 57.8 NT

232 | Pest | Cyprodinil 40 | 29.84 4 56.8 16.7 | 722 | 354 | o646 | 333 579 | 47.0 | 46.0 | 275




233 | Pest | Terbucarb 8 129.99 5 66.3 155 777 | 15.6 | 83.3 18.7 | 79.0 | 20.5 NT

234 | Pest | Pyraclostrobin 40 | 30.00 3.99 71.7 94| 77.6 | 28.1 83.9 18.6 | 78.1 158 | 75.4 14.9
235 | Pest | Cyflufenamid 40 | 30.06 4.7 67.8 7.3 81.5 | 303 | 784 | 229 | 735 | 329 | 737 10.2
236 | PP | Norgestimate 8 | 30.32 5 60.7 63| 614 | 203 | 535 139 | 74.0 106 | 733 5.8
237 | Pest | Pyrazolynate/Pyrazolate 40 | 30.33 2.58 75.1 8.1 82.1 19.7 88.1 15.1 91.4 48.0 NT

238 | Pest | Triflumizole 8 | 30.41 2.88 61.5 10.1 715 | 17.6 | 73.5| 207 | 717 | 349 NT

239 | Pest | Indoxacarb 80 | 30.57 4.65 64.3 5.0 75.3 26.5 ND ND ND ND 72.6 10.7
240 | Pest | Fenoxaprop-ethyl 40 | 30.90 4.58 55.3 16.1 69.9 | 436 | 49.6 | 37.1 53.9 | 50.1 51.2 | 319
241 | Pest | Oxaziclomefone 40 | 30.99 4.01 65.5 129 | 73.0 | 294 | 85.1 257 | 65.0 | 40.1 64.8 | 245
242 | Pest | Benfuracarb 40 | 31.05 4.22 51.8 13.3 57.0 | 225 | 532 | 26.1 46.6 | 35.1 56.4 | 26.5
243 | Pest | Imibenconazole 40 | 31.30 4.94 61.3 68| 705 | 11.0 | 64.0 176 | 664 | 28.0 | 73.4 15.4
244 | Pest | Quizalofop-ethyl 40 | 31.32 4.28 59.0 144 | 643 | 32.1 60.1 24.1 603 | 563 | 545 | 26.0
245 | Pest | Benzofenap 40 | 31.32 4.69 68.0 8.1 73.6 | 227 | 72.0 16.7 | 703 | 31.7 | 73.6 16.4
246 | PP Fenofibrate® 8 | 31.45 5.3 49.9 147 | 59.0 | 37.7 | 379 | 434 | 585 | 59.7 | 387 | 362
247 | Pest | Furathiocarb 40 | 31.54 4.6 59.7 13.6 | 734 | 344 | 797 | 663 | 66.1 40.7 | 61.2 153
248 | Pest | Lactofen 80 | 31.59 4.84 54.5 122 | 58.7 | 442 ND ND ND ND NT

249 | Pest | Clomeprop 40 | 31.61 4.8 52.2 13.1 63.0 | 423 | 563 | 349 | 539 | 522 | 534 12.6
250 | Pest | Cloquintocet-mexyl 40 | 31.90 5.03 50.5 109 | 50.8 | 27.1 57.4 | 30.0 | 558 | 452 NT

251 | Pest | Chlorfluazuron 40 | 32.97 5.8 355 102 | 37.6 | 15.6 | 413 11.0 | 488 | 385 | 47.1 12.9
252 | Pest | Fenpyroximate 80 | 33.52 5.01 33.7 10.6 | 40.0 | 39.1 ND ND ND ND | 522 6.0
253 | Pest | Avermectin Bla 80 | 33.83 4.4 48.5 47.9 58.8 | 62.6 ND ND ND ND NT

254 | Pest | Carbosulfan 40 | 33.95 5.4 7.7 - 11.7 | 30.7 ND ND ND ND NT

255 | Pest | Spinosyn A 4 | 34.52 4.5 345 14.8 | 31.1 | 428 | 652 194 | 552 | 615 | 53.7 13.9
256 | Pest | Spinosyn D 8 | 34.92 4.5 40.7 148 | 268 | 33.5| 562 152 | 314 | 226 | 46.6 18.6




257 | PP Salinomycin 35.51 8.53 73.9 6.8 | 63.6 | 220 | 89.1 9.0 | 76.6 6.2 | 82.6 14.6
1 | Sur | Methamidophos-d6 4.22 -0.78 66.1 288 | 778 | 16.2 NT NT NT NT | 758 12.9
2 | Sur | Sulfamethoxazole-d4 9.83 0.66 81.1 99| 854 9.7 NT NT NT NT | 485 18.3
3 | Sur | Sulfadimethoxine-d6 15.14 1.6 85.3 8.0 | 86.1 5.9 NT NT NT NT | 51.8 18.2
4 | Sur | Simazine-d10 20.64 2.3 77.7 16.7 | 79.0 | 275 NT NT NT NT | 76.8 12.3
5 | Sur | Diflubenzuron-d4 27.44 3.7 69.4 8.9 69.3 | 272 NT NT NT NT 83.0 12.3
6 | Sur | Ethofenprox-d5 34.32 7.3 24.2 23.1 37.5 | 40.0 NT NT NT NT | 29.7 | 229
1 | Mat | Cimetidine-d3 13.27 0.26 NT 99.1 3.8 NT NT 64.1 10.2
2 | Mat | Clothianidin-d3 14.42 -0.15 NT 99.7 2.1 NT NT 494 | 226
3 | Mat | Imidacloprid-d4 14.57 0.33 NT 102.6 29 NT NT 77.8 10.6
4 | Mat | Carbendazim-d4 17.13 1.51 NT 100.7 22 NT NT 77.6 6.8
5 | Mat | Carbofuran-d3 20.46 1.70 NT 99.4 2.7 NT NT 86.5 4.5
6 | Mat | Diuron-d6 23.32 2.70 NT 98.7 3.1 NT NT 101.1 3.4

Pest: Pesticide; PP: PPCPs; Sur: Surrogate; Mat: Matrix; LOD: limit of detection; RT: retention time; log Pow: octanol-water partition coefficient; NT: not tested; ND: not detected

*: Detected in effluents used for recovery test

°: Recovery test was done using 5 effluents collected from 5 sewage treatment plants.




] Sor bent
Code Commercial name Sorbent type . Manufacture
weight, mg
C18 Sep-Pak C18 Plus Octadecyl silica (ODS) 360 Nihon Waters
o Nihon
PS2 Sep-Pak PS2Plus Styrenedivinylbenzene (SDB) 300
Waters
) Styrenedivinylbenzene (SDB) + Nihon
HLB Oasis HLB Plus ] ) 225
N-vinylpyrrolidone Waters
_ Nihon
AC2 Sep-Pak AC2Plus Activated carbon 400
Waters

Styrenedivinylbenzene (SDB) + )
PLS3 InertSep PLS-3 200 GL Science
N-methacrylate
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VOC
PT-GC/MS

MilliQ

0.2ug/L

pH2
PT GC/MS

MilliQ

VOC

VOC

-GC/MS
-GC/MS

VOC PT-GC/MS

6 VOC
18

pH2 MilliQ

0.2pg/L 2.0ug/L



1 2
m'z AQUA PT 5000J (Tekmar)
AQUQ TRAP1 (GL Science)
117 119 60°C
1,4- 88 58 45@/m
12 o o 10min
L2 20C
49 84 309H1L/m1n
166 | 129 3min
130 | 132 GC GC-2010 (SHIMADZU)
78 77 150°C
83 85 He (100kPa)
129 | 127 AQUATIC-2 (GL Science),
P e LD. 0.25mm, Length 60m, df 1.40pm)
40°C(2min)-20°C/min-
173 171 . .
100°C-5°C/min-200°C(3min)
1.2- 62 | 64 MS GCMS-QP2010 (SHIMADZU)
91 92 El
74 32 SIM
1L,1,1- 97 | 99 220
200
- 73| 57 -
1,1- 61 | 9
108 110
74 76
118 120
91 106
75 48
119 121
(x1,000) - (x1,000) . (x1,000)
704 72.00% 4.57108.00 3 17200 g
] © 4.0 < 1.75 -
6ol | @ 1| ® 11 (o)
] 3.5 1505
5.0 3.0 1257
4.0 2.5 1.00—;
] 2.0 ]
3.0 ] 0.75
B 1.5*: E
2-0’5 103 0.50
1'O€ 0.5—? 0.25
7‘\““\“'—"\¢‘_ﬁ\ g T e :'\““T““\“v‘\“
13.0 185 i 24-0 14.5 11.0 5 iy 120 12.5 17.0 U iy 180 18.5
0.2pg/L
(b) (c)




(x100) . (x1,000) (x100)
-118.00 3 175.00 ]
3.0 > 1 b
b 1.754] ]
1| @ 1| (o) 91 (M
2.5 1.50 ]
] 1 2.5
] 1.25] b
2.0*7 5: ]
] 1.00-] 2.0
1.5+ 1 4
] 0.75*: 1.5*7
1.0 0.50 E
] ] 1.0
0.5 0.5 ]
L —— —— R ; 1
215 22.0 2.5 23.0 16.0
RT (min)
1 0.2pg/L
(d) ©)]
(x0.1)
1.504 E
1 4.0
1.259 ]
] 3.59
1.007 3-03
2.57
0.751 ]
] 2.07
0_50—: 1.59
] 1.07
0.257 1
] 0.5
0. 00— ———— - 0. o'
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voC
pH2 VOC
voC
MilliQ

pH 10pg/L
5°C

MilliQ pH
pH 2 Victor Glezer "

pH

1) Glezer, V., et al., 1999. Hydrolysis of haloacetonitriles: linear free energy relationship, kinetics and
products. Water Res. 33, 1938-1948.
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d e
pH2 5<C
4
1
10%
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g
< 50 H (@) 10
40 0.8
| ] Na
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L 2 Na
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(h)
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(@) (b) (© (d)
09 .05
2% % & 2 |'m =
~ 07 1= " ada g @ C 04— g W -
[ ]
06 1 (¢) * .
1 03 * @
Zi L 4 Na
E [ ] Na -
02 H
03 L 2 Na (f) ¢ " * L 2
0.2 01 ¢
0.1
0.0 T T 1 0.0 T T
0 20 40 60 0 20 40
(h) (h)
4
(© ®
b VOC PT-GC/MS
20%
10 1 0.0002mg/L
0.001mg/L
0.0002mg/L 0.0002
0.0005 0.001 0.002mg/L 0.001mg/L 0.001 0.002 0.005
0.01mg/L

VOC PT-GC/MS

1) 24 9 6 0906



mg/L mg/L mg/L % %
0.002 0.0002 0.0000 -9.8 4
1,4- 0.05 0.001 0.0001 9.7 7
-1,2- -3.0(ci 2.9(ci
T o) oo 00 ] 2ot
0.02 0.0002 0.0000 10.1 18.4
0.01 0.0002 0.0000 -4.3 4.6
0.01 0.0002 0.0000 -6.1 2.8
0.01 0.0002 0.0000 -4.8 2.4
0.06 0.001 0.0031 19.2 6.1
0.1 0.0002 0.0004 22 3.1
0.03 0.0002 0.0015 17.4 11.4
0.09 0.0002 0.0000 9.1 1.8
1,2- 0.004 0.0002 0.0000 -14.7 124
0.4 0.001 0.0000 -3.0 2.6
( 0’01) 0.001 0.0006 -2.0 1.6
1,1,1- 0.3 0.0002 0.0000 -4.7 2.8
-t- 0.02 0.001 0.0000 -53 3.7
L,1- 0.1 0.0002 0.0000 7.8 13.5
- 0.0002 0.0000 0.3 1.3
- 0.0002 0.0002 -11.8 54
0.06 0.0002 0.0000 -0.1 6.1
-1.5(ortho 2.2(ortho
04 00006 00000 -2.9(metz§, para; 5.2(met:, para;
- 0.0002 0.0000 -4.5 2
- 0.0002 0.0000 -6.8 1

23

VOC PT-GC/MS

10




22

ICP-MS
ICP/MS
1)
2Cr
36Ar160 36Ar12C 35C I lGOH
2)
ICP-MS
3)
3)
4)
1
11

3 4

18

ICP-MS 4 22



2
(1)
Be
1000mg/L ()
Ga
1000mg/L ()
In
1000mg/L ()
Tl
1000mg/L ()
2)
Ultrapur 1.38 ()
3)
15
ICP XSTC-760C SPEX
Fe  30mg/L
Al) B Cu
Zn  10mg/L
Mo  7mg/L
Cr Mn Smg/L
As Ni Pb
Se  1mg/L
Cd 0.3mg/L
Sb U 0.2mg/L
7
Ag 1000mg/L
()
Bi

1000mg/L ()

Ba
1000mg/L

Li
1000mg/L

Sr
1000mg/L

()
Co

1000mg/L

1000mg/L

Q)

5)

1/10

ICP-MS

(

(

(

1))

(

)

)

)

)



D
1 11
1/10 3 4
4 22
H 96.8 103.4 ICP-MS
T 90.4 111.1 0 93.2
107.2 T Sr
111.1% 110 %
H 0.4
6.1RSD T 0.4 8.3 0 ICP-NS
1.1 8.6
2 11
H
ICP-MS 1) 2003
0 10
261
cV 100 15 7 22
o 26 3 31
2) 2003
7
Se 15 10 10
1/10 1y g/L 1/9 Cu 1010001 26

1/10 100y g/L 1/2800 31



3) 60(5)
p433-440 2011

4) 2012
24 9 6 0906 1
5) 2014
Q&A
26 1 15
6) 2003
5
15 10 10
1010001

http://www.mhlw.go.jp/topics/bukyoku/ke
nkou/suido/kijun/dl/kabettenS.pdf
7) JA#EZE : ICP

p167-168
E
1)
52
p222-223
(2015).
2) 52

p305 (2015).

po/L pg/L
Li - -
B 1000 -
Al 200 100
Cr 50 -
Mn 50 10
Fe 300 -
Ni - 20
Co - -
Cu 1000 -
Zn 1000 -
As 10 -
Se 10 -
Sr - -
Y - -
Mo - 70
Ag 10)
Cd -
Sb - 20
Ba - 700
Pb 10 -
Bi - -
U - 2
* USEPA



2-1 ICP-MS

E
RF 1500 w
. m/z
17.0 L/min
. Li 7 o
1.20 L/min B 11 Be
1.09 L/min Al 27
Cr 52
_ Mn 55
1.0 mL/min Fe 56
Co 59
2-2 ICP-MS Ni 60 71
S Cu 63 Ga
Zn 64
RE 1500 w As 75
15.0 L/min Se 78
. Sr 88
0.30 L/min Y 89
0.74 L/min Mo 95
Ag 107
Cd 111 o
0.3 mL/min Sh 121
Ba 135
2-3 ICP-MS Pb 208
Bi 209 2057
F U 238
RF 1550 w
14 L/min
0.8 L/min
1.0 L/min

0.4 mL/min




BL [STD1|STD2|STD3|STD4|STD5|STD6|STD 7|STD 8 Bl
Fe 3 6 15 30 60| 120 1 300 6
Al 1 2 5 10 20 40 0.4 40 6
B 2 5 10 20 40| 100 2 200 6
Cu 05 1 2 5 10 20 0.2 20 6
Zn 05 1 2 5 10 20 0.2 20 6
Mo 0.35 0.7 1.4 35 7 14 - - 6
Cr 0.25 05 1 25 5 10 20 0.2 20 7
Mn 0.25 05 1 25 5 10 0.08 8 6
As 0.1 0.2 05 1 2 4 0.06 6 6
Ni 0.05 0.1 0.2 05 1 2 4 100 04 " | 40° 8
Pb 0.2 05 1 2 4 10 0.2 20 8
Se 0 05 1 2 4 10 0.4 40 5
Cd 0.15 0.3 0.6 1.2 3 0.07 7 5
Sh 001 002| 004 0.1 0.2 0.4 08 2 03| 30~ 8
U 001 002| 004 0.1 0.2 0.4 08 2 01| 107 8
Sr 1 2 5 10 20 40| 100 - - 7
Ba 1 2 5 10 20 40| 100] - - 7
Li 0.2 0.4 1 2 4 8 20 - - 7
Bi 002| 004 01| 02| o4 o8 7 - 7

Ag

Y
0.1 0.2 05 1 2 4 o] - - 7

Co




pg/L Ho/L % Y WY % U1 Reps RSDH RSDH
H H T (0] H T (0]
Li 2 - 0.015 994 99.1 102.1 43 3.8 2.0
B 10 1/100 0.61 100.1 1094 1025 6.1 8.3 3.8
Al 10 1/20 (1/10) 0.28 101.9 91.9 107.2 2.2 6.1 4.2
Cr 1710 0.039 100.6 985 101.6 11 17 2.3
Mn 1/10 (1/2) 0.036 99.6 99.6 102.1 13 0.9 2.3
Fe 30 1710 0.50 100.2 102.6 103.1 14 1.6 3.1
Ni 1 1/20 0.033 98.8 96.0 102.2 14 1.1 1.7
Co 1 - 0.003 97.1 101.0 100.6 1.0 3.1 2.2
Cu 10 1/100 0.035 97.7 93.8 97.0 14 1.9 2.0
Zn 10 17100 0.083 96.8 98.3 994 15 25 3.7
As 1 1710 0.050 100.1 1035 103.2 2.8 1.7 1.2
Se 1 1710 0.11 98.3 98.7 93.2 2.3 2.2 3.8
Sr 10 - 0.041 1025 1111 95.8 5.2 57 8.6
Y 1 - 0.002 97.4 100.3 99.6 0.9 0.8 15
Mo 7 - 0.017 1034 1034 103.1 0.6 1.0 2.3
Ag 0.2 - 1/50 3) 0.003 97.8 96.0 97.8 12 24 47
Cd 0.3 1710 0.010 99.7 90.4 975 15 2.2 11
Sh 0.2 1/100 0.006 100.1 105.1 106.4 21 1.1 1.8
Ba 10 1/70 0.044 98.0 98.8 95.2 12 15 3.2
Pb 1 1/10 0015 100.3 939 97.7 0.4 14 13
Bi 0.2 - 0.002 97.0 101.2 1004 0.8 0.7 15
U 0.2 1710 0.002 101.0 105.7 101.4 0.8 0.4 2.0
1)5
2) 4




