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E)-Fenpyroximate
E)-Ferimzone
Z)-Fenpyroximate
-Ferimzone
1-(3, 4-Dichlorophenyl)-3-methylurea
1-(3, 4-Dichlorophenyl)urea
1-(4-1sopropylphenyl)-3-methylurea
1
1

(
(
(
(

-(4-1sopropylphenyl)urea
-naphthaleneacetamide
1-Naphthaleneacetic Acid
2,4,5-T
2,4, 6-Tribromophenol
2,4, 6-Trichlorophenol
2,4-D (2, 4-PA)
2,4-DB
2, 4-dimethylaniline
2, 6-Dichlorobenzamide
2-Naphthoxy acetic acid
2-Phenylphenol
3-(3-Indolyl)-propionic acid
3,4, 5-Trimethacarb
3-Indolyl-acetic acid
3-Methylphosphinicopropionic acid
4-(3-Indolyl)-butyric acid
4-Chlorophenoxyacetic acid
6-chloro-3-phenylpyridazin-4-ol
6-Furfurylaminopurine
Acephate
Acequinocyl
Acetamiprid
Acibenzolar-S-methyl
Acifluorfen
Aclonifen
Acrinathrin
Alachlor
Alanycarb
Aldicarb
Aldicarb-sulfone (Aldoxycarb)
Aldicarb-sulfoxide
Allethrin
Allidochlor
Ametoctradin
Ametryn
Amidosulfuron
Aminocarb
Aminopyralid
Amisulbrom
Amitraz
Amitrole
AMPA
Ancymidol
Anilazine
Anilofos
Aramite
Asulam
Atraton
Atrazine
Atrazine-2-hydroxy
Atrazine-desethyl
Atrazine-desethyl-2-hydroxy
Atrazine-desisopropyl
Avermectin Bla
Avermectin B1b
Azaconazole
Azadirachtin
Azamethiphos
Azimsulfuron
Azinphos-ethyl
Azinphos-methyl
Aziprotryne
Azobenzene
Azoxystrobin
Barban
Beflubutamid
Benalaxyl

134098-61-6
89269-64-7
149054-53-5
89269-64-7
3567-62-2
2327-02-8
34123-57-4
56046-17-4
86-86-2
86-87-3
93-76-5
118-79-6
88-06-2
94-75-7
94-82-6
95-68-1
2008-58-4
120-23-0
90-43-7
830-96-6
2686-99-9
87-51-4
15090-23-0
133-32-4
122-88-3
40020-01-7
525-79-1
30560-19-1
57960-19-7
135410-20-7
135158-54-2
50594-66-6
74070-46-5
101007-06-1
15972-60-8
83130-01-2
116-06-3
1646-88-4
1646-87-3
584-79-2
93-71-0
865318-97-4
834-12-8
120923-37-7
2032-59-9
150114-71-9
348635-87-0
33089-61-1
61-82-5
1066-51-9
12771-68-5
101-05-3
64249-01-0
140-57-8
3337-71-1
1610-17-9
1912-24-9
2163-68-0
6190-65-4
19988-24-0
1007-28-9
65195-55-3
65195-56-4
60207-31-0
11141-17-6
35575-96-3
120162-55-2
2642-71-9
86-50-0
4658-28-0
103-33-3
131860-33-8
101-27-9
113614-08-7
71626-11-4

C24H27N304
C15H18N4
C24H27N304
C15H18N4
C8HB8CI2N20
C7H6CI2N20
C1TH16N20
C10H14N20
C12H1INO
C12H1002
C8H5CI303
C6H3Br30
C6H3CI30
C8H6CI203
C10H10CI203
C8HT1IN
C7H5CI2NO
C12H1003
C12H100
C1TH11INO2
CT1TH15NO2
C10HONO2
C4H904P
C12H13NO2
C8H7CIO3
C10H7CIN20
C10HON50
C4H10NO3PS
C24H3204
C10H11CIN4
C8HON20S2
C14H7CIF3NO5
C12H9CIN203
C26H21F6NOS5
C14H20CINO2
C17H25N30452
C7H14N202S
C7H14N204S
C7H14N203S
C19H2603
C8H12CINO
C15H25N5
COH1T7N5S
COH15N50752
C1TH16N202
C6H4CI2N202
C13H13BrEN50452
C19H23N3
C2H4N4
CHENO3P
C15H16N202
C9H5CI3N4
C13H19CINO3PS2
C15H23Cl04S
C8H10N204S
C9H17N50
C8H14CINS
C8H15N50
C6H10CINS
C6HTIN50
C5H8CINS
C48H72014
C47H70014
C12H11CI2N302
C35H44016
C9H10CIN205PS
C13H16N1005S
C12H16N303PS2
CT10H12N303PS2
C7H11N7S
C12H10N2
C22H17N305
C1THICI2NO2
C18H17F4NO2
C20H23NO3

421.2002
254.1531
421.2002
254.1531
218.0014
203.9857
192.1263
178.1106
185.0841
186.0681
253.9304
327.7734
195.9249
219.9694
248.0007
121.0891
188.9748
202.0630
170.0732
189.0790
193.1103
175.0633
152.0238
203.0946
186.0084
206.0247
215.0807
183.0119
384.2301
222.0672
209.9922
360.9965
264.0302
541.1324
269.1183
399.1286
190.0776
222.0674
206.0725
302.1882
173.0607
2752110
227.1205
369.0413
208.1212
205.9650
464.9576
293.1892

84.0436
111.0085
256.1212
273.9580
367.0232
334.1006
230.0361
211.1433
215.0938
197.1277
187.0625
169.0964
173.0468
8724922
858.4766
299.0228
720.2629
3239737
424.1026
345.0371
317.0058
225.0797
182.0844
403.1168
257.0010
355.1195
325.1678

4222075
255.1604
4222075
255.1604
219.0087
204.9930
193.1336
179.1179
186.0914
187.0754
254.9377
3287807
196.9322
2209767
249.0080
122.0964
189.9821
203.0703
171.0805
190.0863
1941176
176.0706
153.0311
204.1019
187.0157
207.0320
216.0880
184.0192
385.2374
223.0745
210.9995
362.0038
265.0375
542.1397
270.1256
400.1359
191.0849
223.0747
207.0798
303.1955
174.0680
276.2183
2281278
370.0486
209.1285
206.9723
465.9649
294.1965
85.0509
112.0158
257.1285
2749653
368.0305
335.1079
231.0434
212.1506
216.1011
198.1350
188.0698
170.1037
174.0541
873.4995
859.4839
300.0301
721.2702
3249810
425.1099
346.0444
318.0131
226.0870
183.0917
404.1241
258.0083
356.1268
326.1751

420.1929
253.1458
420.1929
253.1458
216.9941
202.9784
191.1190
177.1033
184.0768
185.0608
2529231
326.7661
194.9176
2189621
246.9934
120.0818
187.9675
201.0557
169.0659
188.0717
192.1030
174.0560
151.0165
202.0873
185.0011
205.0174
214.0734
182.0046
383.2228
221.0599
208.9849
359.9892
263.0229
540.1251
268.1110
398.1213
189.0703
221.0601
205.0652
301.1809
172.0534
274.2037
226.1132
368.0340
207.1139
204.9577
463.9503
292.1819
83.0363
110.0012
255.1139
272.9507
366.0159
333.0933
229.0288
210.1360
214.0865
196.1204
186.0552
168.0891
172.0395
871.4849
857.4693
298.0155
719.2556
322.9664
423.0953
344.0298
315.9985
224.0724
181.0771
402.1095
255.9937
354.1122
324.1605
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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
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
141
142
143
144
145
146
147
148
149
150

Benazolin
Benazolin-ethyl
Bendiocarb
Benfuracarb
Benfuresate
Benodanil

Benoxacor
Bensulfuron-methyl
Bensulide

Bentazone
Benthiavalicarb-isopropyl
Benthiazole
Benzanilide
Benzofenap
Benzoximate
Benzoylprop-ethyl
Benzthiazuron
Benzyldimethyldodecylammonium
Benzyldimethylhexadecylammonium
Benzyldimethyltetradecylammonium
Bifenazate

Bifenox

Bifenthrin
Bioresmethrin
Bispyribac-sodium
Bitertanol

Bixafen

Boscalid

Brodifacoum

Bromacil
Bromadiolone
Bromfenvinfos
Bromobutide
Bromophos-ethyl
Bromophos-methyl
Bromoxynil
Bromuconazole
Bupirimate
Buprofezin

Butachlor

Butafenacil

Butamifos
Butocarboxim
Butocarboxim-sulfone
Butocarboxim-sulfoxide
Butralin

Buturon

Butylate

Cadusafos
Cafenstrole

Captafol

Carbaryl (NAC)
Carbendazim
Carbetamide
Carbofuran

Carbofuran-3-hydroxy (3-Hydroxycarbofuran)

Carbofuran-3-keto
Carbophenothion
Carbosulfan
Carboxin
Carfentrazone-ethyl
Carpropamid
Cartap
Chinomethionat
Chloramphenicol
Chlorantraniliprole
Chlorbromuron
Chlorbufam
Chlordimeform
Chlorfenvinphos
Chlorfluazuron
Chloridazon
Chlorimuron-ethyl
Chlormequat-chloride
Chlorophacinone

3813-05-6
25059-80-7
22781-23-3
82560-54-1
68505-69-1
15310-01-7
98730-04-2
83055-99-6
741-58-2
25057-89-0
177406-68-7
21564-17-0
93-98-1
82692-44-2
29104-30-1
22212-55-1
1929-88-0
139-07-1
122-18-9
139-08-2
149877-41-8
42576-02-3
82657-04-3
28434-01-7
125401-92-5
55179-31-2
581809-46-3
188425-85-6
56073-10-0
314-40-9
28772-56-7
33399-00-7
74712-19-9
4824-78-6
2104-96-3
1689-84-5
116255-48-2
41483-43-6
69327-76-0
23184-66-9
134605-64-4
36335-67-8
34681-10-2
34681-23-7
34681-24-8
33629-47-9
3766-60-7
2008-41-5
95465-99-9
125306-83-4
2425-06-1
63-25-2
10605-21-7
16118-49-3
1563-66-2
16655-82-6
16709-30-1
786-19-6
55285-14-8
5234-68-4
128639-02-1
104030-54-8
15263-53-3
2439-01-2
56-75-7
500008-45-7
13360-45-7
1967-16-4
6164-98-3
470-90-6
71422-67-8
1698-60-8
90982-32-4
999-81-5
3691-35-8

C9H6CINO3S
C1TH10CINO3S
C1TH13NO4
C20H30N205S
C12H1604S
C13H10INO
C11H11CI2NO2
C16H18N407S
C14H24NO4PS3
C10H12N203S
C18H24FN303S
C9H6N2S3
CI13HTTNO
C22H20CI2N203
C18H18CINOS
C18H17CI2NO3
C9HIN30S
C21H37N
C25H45N
C23H41N
C17H20N203
C14H9CI2NOS
C23H22CIF302
C22H2603
C19H17N4NaO8
C20H23N302
C18H12CI2F3N30
C18H12CI2N20
C31H23BrO3
C9H13BrN202
C30H23BrO4
C12H14BrCI204P
C15H22BrNO
C10H12BrCI203PS
C8H8BrCI203PS
C7H3Br2NO
C13H12BrCI2N30
C13H24N403S
C16H23N30S
C17H26CINO2
C20H18CIF3N206
C13H21N204PS
C7H14N202S
C7H14N204S
C7H14N203S
C14H21N304
C12H13CIN20
C11H23NOS
C10H2302PS2
C16H22N403S
C10HICI4NO2S
C12H11INO2
C9HON3O2
C12H16N203
C12H15NO3
C12H15NO4
C12H13NO4
C11H16CI02PS3
C20H32N203S
C12H13NO2S
C15H14CI2F3N303
C15H18CI3NO
C7H15N302S2
CT10H6N20S2
C11H12CI12N205
C18H14BrCI2N502
C9H10BrCIN202
C1TH10CINO2
C10H13CIN2
C12H14CI304P
C20H9CI3F5N303
C10H8CIN30O
C15H15CIN4O6S
C5H13CI2N
C23H15CIO3

2429757
271.0070
223.0845
410.1875
256.0769
322.9807
259.0167
410.0896
397.0605
240.0569
381.1522
237.9693
197.0841

430.0851

363.0874
365.0585
207.0466
303.2926
359.3552
331.3239
300.1474
340.9858
422.1260
338.1882
452.0944
337.1790
413.0310
342.0327
522.0831

260.0160
526.0780
401.9190
311.0885
391.8805
363.8492
274.8581

3749541

316.1569
305.1562
311.1652
474.0805
332.0960
190.0776
2220674
206.0725
295.1532
236.0716
217.1500
270.0877
350.1413
346.9108
201.0790
191.0695
236.1161

221.1052
237.1001

235.0845
3419739
380.2134
235.0667
411.0364
333.0454
237.0606
233.9922
3220123
480.9708
291.9614
223.0400
196.0767
357.9695
538.9630
221.0356
414.0401

157.0425
374.0710

243.9830
272.0143
224.0918
411.1948
257.0842
323.9880
260.0240
411.0969
398.0678
241.0642
382.1595
238.9766
198.0914
431.0924
364.0947
366.0658
208.0539
304.2999
360.3625
332.3312
301.1547
341.9931

423.1333
339.1955
453.1017
338.1863
414.0383
343.0400
523.0904
261.0233
527.0853
402.9263
312.0958
392.8878
364.8565
275.8654
3759614
317.1642
306.1635
3121725
475.0878
333.1033
191.0849
223.0747
207.0798
296.1605
237.0789
218.1573
271.0950
351.1486
3479181

202.0863
192.0768
2371234
2221125
238.1074
236.0918
3429812
381.2207
236.0740
412.0437
334.0527
238.0679
234.9995
323.0196
481.9781

292.9687
224.0473
197.0840
358.9768
539.9703
222.0429
415.0474
158.0498
375.0783

241.9684
269.9997
222.0772
409.1802
255.0696
3219734
258.0094
409.0823
396.0532
239.0496
380.1449
236.9620
196.0768
429.0778
362.0801
364.0512
206.0393
302.2853
3583479
330.3166
299.1401
339.9785
421.1187
337.1809
451.0871
336.1717
412.0237
341.0254
521.0758
259.0087
525.0707
4009117
310.0812
390.8732
362.8419
273.8508
373.9468
315.1496
304.1489
310.1579
473.0732
331.0887
189.0703
221.0601
205.0652
294.1459
235.0643
216.1427
269.0804
349.1340
345.9035
200.0717
190.0622
235.1088
220.0979
236.0928
234.0772
340.9666
379.2061
234.0594
410.0291
332.0381
236.0533
232.9849
321.0050
479.9635
290.9541
222.0327
195.0694
356.9622
537.9557
220.0283
413.0328
156.0352
373.0637
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151

152
153
154
155
156
157
158
159
160
161

162
163
164
165
166
167
168
169
170
171

172
173
174
175
176
177
178
179
180
181

182
183
184
185
186
187
188
189
190
191

192
193
194
195
196
197
198
199
200
201

202
203
204
205
206
207
208
209
210
211

212
213
214
215
216
217
218
219
220
221

222
223
224
225

Chlorotoluron
Chloroxuron
Chloroxynil
Chlorpropham
Chlorpyrifos
Chlorpyrifos-methyl
Chlorpyrifos-oxon
Chlorsulfuron
Chlorthiamid
Chromafenozide
Cinidon-ethyl
Cinosulfuron
Clethodim
Climbazole
Clodinafop (free acid)
Clodinafop-propargyl
Clofentezine
Clomazone
Clomeprop
Cloprop

Clopyralid
Cloquintocet-mexyl
Cloransulam-methyl
Clothianidin
Coumachlor
Coumaphos
Coumatetralyl
Crimidine
Crotoxyphos
Crufomate
Cumyluron
Cyanazine
Cyanofenphos
Cyazofamid
Cyclanilide
Cycloate
Cycloheximide
Cycloprothrin
Cyclosulfamuron
Cycloxydim
Cycluron
Cyflufenamid
Cyflumetofen
Cyhalofop-butyl
Cymiazole
Cymoxanil
Cypermethrin
Cyphenothrin
Cyproconazole
Cyprodinil
Cyromazine
Daimuron (Dymron)
Dalapon
Daminozide
Dazomet

Deet

Deltamethrin
Demeton-O
Demeton-S
Demeton-S-methyl

Demeton-S-methyl-sulfone

Desmedipham
Desmetryn
Diafenthiuron
Dialifos
Diallate
Diazinon
Dicamba
Dichlofenthion
Dichlofluanid
Dichlormid
Dichlorprop
Dichlorvos
Diclobutrazol
Diclofop

15545-48-9
1982-47-4
1891-95-8
101-21-3
2921-88-2
5598-13-0
5598-15-2
64902-72-3
1918-13-4
143807-66-3
142891-20-1
94593-91-6
99129-21-2
38083-17-9
114420-56-3
105512-06-9
74115-24-5
81777-89-1
84496-56-0
101-10-0
1702-17-6
99607-70-2
147150-35-4
210880-92-5
81-82-3
56-72-4
5836-29-3
535-89-7
7700-17-6
299-86-5
99485-76-4
21725-46-2
13067-93-1
120116-88-3
113136-77-9
1134-23-2
66-81-9
63935-38-6
136849-15-5
101205-02-1
2163-69-1
180409-60-3
400882-07-7
122008-85-9
61676-87-7
57966-95-7
52315-07-8
39515-40-7
94361-06-5
121552-61-2
66215-27-8
42609-52-9
75-99-0
1596-84-5
533-74-4
134-62-3
52918-63-5
298-03-3
126-75-0
919-86-8
17040-19-6
13684-56-5
1014-69-3
80060-09-9
10311-84-9
2303-16-4
333-41-5
1918-00-9
97-17-6
1085-98-9
37764-25-3
120-36-5
62-73-7
75736-33-3
40843-25-2

C10H13CIN20
C15H15CIN202
C7H3CI2NO
C10H12CINO2
C9H11CI3NO3PS
C7H7CI3NO3PS
C9H11CI3NO4P
C12H12CIN504S
C7H5CI2NS
C24H30N203
C19H17CI2NO4
C15H19N507S
C17H26CINO3S
C15H17CIN202
C14H11CIFNO4
C17H13CIFNO4
C14H8CI2N4
C12H14CINO2
C16H15CI2NO2
C9HOCIO3
C6H3CI2NO2
C18H22CINO3
C15H13CIFN505S
C6HBCIN502S
C19H15CIO4
C14H16CIO5PS
C19H1603
C7H10CIN3
C14H1906P
C12H19CINO3P
C17H19CIN20
C9H13CIN6
C15H14NO2PS
C13H13CIN40O2S
C1TH9CI2NO3
C1TH21NOS
C15H23NO4
C26H21CI2NO4
C17H19N506S
C17H27NO3S
C11H22N20
C20H17F5N202
C24H24F3NO4
C20H20FNO4
C12H14N2S
C7H10N403
C22H19CI2NO3
C24H25N03
C15H18CIN30O
C14H15N3
C6H10N6
C17H20N20
C3H4C1202
C6H12N203
C5H10N2S2
C12H17NO
C22H19Br2NO3
C8H1903PS2
C8H1903PS2
C6H1503PS2
C6H1505PS2
C16H16N204
C8H15N55
C23H32N20S
C14H17CINO4PS2
C10H17CI2NOS
C12H21N203PS
C8H6CI203
C10H13CI203PS

C9H11CI2FN202S2

C8H11CI2NO
C9H8CI203
C4H7CI204P
C15H19CI2N30
C15H12C1204

2120716
290.0822
186.9592
213.0557
348.9263
320.8950
3329491

357.0299
204.9520
3942256
393.0535
413.1005
359.1322
292.0979
311.0361

349.0517
302.0126
239.0713
323.0480
200.0240
190.9541

335.1288
429.0310
249.0087
342.0659
362.0145
292.1099
171.0563
314.0919
291.0791

302.1186
240.0890
303.0483
324.0448
2729959
215.1344
281.1627
481.0848
421.1056
325.1712
198.1732
4121210
447.1657
357.1376
218.0878
198.0753
415.0742
375.1834
291.1138
225.1266
166.0967
268.1576
141.9588
160.0848
162.0285
191.1310
502.9732
258.0513
258.0513
230.0200
262.0099
300.1110
213.1048
384.2235
393.0025
269.0408
304.1010
219.9694
313.9700
331.9623
207.0218
233.9850
219.9459
327.0905
326.0113

213.0789
291.0895
187.9665
214.0630
349.9336
3219023
333.9564
358.0372
205.9593
395.2329
394.0608
4141078
360.1395
293.1052
312.0434
350.0590
303.0199
240.0786
324.0553
201.0313
191.9614
336.1361
430.0383
250.0160
343.0732
363.0218
293.1172
172.0636
315.0992
292.0864
303.1259
241.0963
304.0556
325.0521
274.0032
216.1417
282.1700
482.0921
4221129
326.1785
199.1805
413.1283
4481730
358.1449
219.0951
199.0826
416.0815
376.1907
2921211
226.1339
167.1040
269.1649
142.9661
161.0921
163.0358
192.1383
503.9805
259.0586
259.0586
231.0273
263.0172
301.1183
2141121
385.2308
394.0098
270.0481
305.1083
220.9767
314.9773
332.9696
208.0291
2349923
220.9532
328.0978
327.0186

211.0643
289.0749
185.9519
212.0484
3479190
319.8877
331.9418
356.0226
203.9447
3932183
392.0462
4120932
358.1249
291.0906
310.0288
348.0444
301.0053
238.0640
322.0407
199.0167
189.9468
334.1215
428.0237
248.0014
341.0586
361.0072
291.1026
170.0490
313.0846
290.0718
3011113
239.0817
302.0410
323.0375
271.9886
2141271

280.1554
480.0775
420.0983
324.1639
197.1659
4111137
446.1584
356.1303
217.0805
197.0680
414.0669
374.1761
290.1065
2241193
165.0894
267.1503
140.9515
159.0775
161.0212
190.1237
501.9659
257.0440
257.0440
229.0127
261.0026
299.1037
212.0975
383.2162
391.9952
268.0335
303.0937
218.9621

3129627
330.9550
206.0145
2329777
218.9386
326.0832
325.0040
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226
227
228
229
230
231

232
233
234
235
236
237
238
239
240
241

242
243
244
245
246
247
248
249
250
251

252
253
254
255
256
257
258
259
260
261

262
263
264
265
266
267
268
269
270
271

272
273
274
275
276
277
278
279
280
281

282
283
284
285
286
287
288
289
290
291

292
293
294
295
296
297
298
299
300

Diclofop-methyl
Dicloran
Diclosulam
Dicrotophos
Dicyclanil

Didecyldimethylammonium

Diethanolamine
Diethofencarb
Difenacoum
Difenoconazole
Difenoxuron

Difenzoquat-methyl-sulfate

Diflubenzuron
Diflufenican
Dimefuron
Dimepiperate
Dimethachlon
Dimethachlor
Dimethametryn
Dimethenamid
Dimethirimol
Dimethoate
Dimethomorph
Dimetilan
Dimoxystrobin
Diniconazole
Dinocap
Dinoseb
Dinotefuran
Dinoterb
Dioxacarb
Dioxathion
Diphenamid
Diphenylamine
Dipropetryn
Diquat
Disulfoton
Disulfoton-sulfone
Disulfoton-sulfoxide
Ditalimfos
Dithianon
Dithiopyr
Diuron (DCMU)
DMST

DNOC
Dodemorph
Dodine
Doramectin
Edifenphos
Emamectin Bla
Emamectin B1b
Endosulfan-sulfate
EPN
Epoxiconazole
EPTC
Esfenvalerate
Esprocarb
Etaconazole
Ethametsulfuron-methyl
Ethephon
Ethidimuron
Ethiofencarb
Ethiofencarb-sulfone
Ethiofencarb-sulfoxide
Ethion

Ethiprole
Ethirimol
Ethofumesate
Ethoprophos
Ethoxyquin
Ethoxysulfuron
Ethylenethiourea
Etofenprox
Etoxazole
Etrimfos

51338-27-3
99-30-9
145701-21-9
141-66-2
112636-83-6
7173-51-5
111-42-2
87130-20-9
56073-07-5
119446-68-3
14214-32-5
43222-48-6
35367-38-5
83164-33-4
34205-21-5
61432-55-1
24096-53-5
50563-36-5
22936-75-0
87674-68-8
5221-53-4
60-51-5
110488-70-5
644-64-4
149961-52-4
83657-24-3
39300-45-3
88-85-7
165252-70-0
1420-07-1
6988-21-2
78-34-2
957-51-7
122-39-4
4147-51-7
6385-62-2
298-04-4
2497-06-5
2497-07-6
5131-24-8
3347-22-6
97886-45-8
330-54-1
66840-71-9
534-52-1
1593-77-7
2439-10-3
117704-25-3
17109-49-8
119791-41-2
137335-79-6
1031-07-8
2104-64-5
133855-98-8
759-94-4
66230-04-4
85785-20-2
60207-93-4
97780-06-8
16672-87-0
30043-49-3
29973-13-5
53380-23-7
53380-22-6
563-12-2
181587-01-9
23947-60-6
26225-79-6
13194-48-4
91-53-2
126801-58-9
96-45-7
80844-07-1
153233-91-1
38260-54-7

C16H14CI1204
C6H4CI2N202
C13H10CI2FN503S
C8H16NO5P
C8H10N6
C22H47N
C4H11NO2
C14H21NO4
C31H2403
C19H17CI2N303
C16H18N203
C17H16N2
C14H9CIF2N202
C19H11F5N202
C15H19CIN403
C15H21NOS
C10H7CI2NO2
C13H18CINO2
CITH21IN5S
C12H18CINO2S
C1TH19N30
C5H12NO3PS2
C21H22CINOA4
C10H16N403
C19H22N203
C15H17CI2N30
C18H24N206
CT10H12N205
C7H14N403
CT0H12N205
C1TH13NO4
C12H2606P254
C16H17NO
CI12HT1N
CTTH21N5S
C12H12N2
C8H1902PS3
C8H1904PS3
C8H1903PS3
C12H14NO4PS
C14H4N202S2
C15H16F5NO2S2
C9H10CI2N20
COH14N202S
C7H6N205
C18H35NO
C15H33N302
C50H74014
C14H1502PS2
C49H75NO13
C55H79NO15
C9H6CI604S
C14H14NO4PS
C17H13CIFN30
C9H19NOS
C25H22CINO3
C15H23NOS
C14H15CI2N302
C15H18N606S
C2H6CIO3P
C7H12N40352
CITH15NO2S
C1TH15NO4S
CTTH15NO3S
C9H2204P254
C13H9CI2F3N40S
C1TH19N30
C13H1805S
C8H1902PS2
C14H19NO
C15H18N407S
C3HON2S
C25H2803
C21H23F2NO2
C10H17N204PS

340.0269
205.9650
404.9865
237.0766
190.0967
3253709
105.0790
267.1471

4441725
405.0647
286.1317
2481313
310.0321

394.0741

338.1146
263.1344
2429854
255.1026
255.1518
2750747
209.1528
228.9996
387.1237
240.1222
326.1630
325.0749
364.1634
240.0746
202.1066
240.0746
223.0845
456.0087
239.1310
169.0891

255.1518
184.1000
274.0285
306.0183
290.0234
299.0381

2959714
401.0543
2320170
214.0776
198.0277
281.2719
287.2573
898.5079
310.0251

885.5238
871.5082
419.8118
323.0381

329.0731

189.1187
419.1288
265.1500
327.0541

410.1009
143.9743
264.0351

225.0823
2570722
241.0773
383.9876
395.9826
209.1528
286.0875
242.0564
217.1467
398.0896
102.0252
376.2038
359.1697
292.0647

341.0342
2069723
405.9938
238.0839
191.1040
3263782
106.0863
268.1544
445.1798
406.0720
287.1390
249.1386
311.0394
395.0814
339.1219
264.1417
243.9927
256.1099
256.1591

276.0820
210.1601

230.0069
388.1310
241.1295
327.1703
326.0822
365.1707
241.0819
203.1139
241.0819
224.0918
457.0160
240.1383
170.0964
256.1591

185.1073
275.0358
307.0256
291.0307
300.0454
296.9787
402.0616
233.0243
215.0849
199.0350
282.2792
288.2646
899.5152
311.0324
886.5311

8725155
4208191

324.0454
330.0804
190.1260
420.1361

266.1573
328.0614
411.1082
144.9816
265.0424
226.0896
258.0795
242.0846
384.9949
396.9899
210.1601

287.0948
243.0637
218.1540
399.0969
103.0325
3772111

360.1770
293.0720

339.0196
204.9577
403.9792
236.0693
189.0894
3243636
104.0717
266.1398
443.1652
404.0574
285.1244
247.1240
309.0248
393.0668
337.1073
262.1271
2419781
254.0953
254.1445
2740674
208.1455
227.9923
386.1164
239.1149
325.1557
324.0676
363.1561
239.0673
201.0993
239.0673
222.0772
455.0014
238.1237
168.0818
254.1445
183.0927
273.0212
305.0110
289.0161
298.0308
2949641
400.0470
231.0097
213.0703
197.0204
280.2646
286.2500
897.5006
309.0178
884.5165
870.5009
418.8045
322.0308
328.0658
188.1114
418.1215
264.1427
326.0468
409.0936
142.9670
263.0278
224.0750
256.0649
240.0700
382.9803
394.9753
208.1455
285.0802
241.0491
216.1394
397.0823
101.0179
375.1965
358.1624
291.0574
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301
302
303
304
305
306
307
308
309
310
3N
312
313
314
315
316
317
318
319
320
321
322
323
324
325
326
327
328
329
330
331
332
333
334
335
336
337
338
339
340
341
342
343
344
345
346
347
348
349
350
351
352
353
354
355
356
357
358
359
360
361
362
363
364
365
366
367
368
369
370
371
372
373
374
375

Famoxadone
Famphur
Fenamidone
Fenaminosulf
Fenamiphos
Fenamiphos-sulfone
Fenamiphos-sulfoxide
Fenarimol
Fenazaquin
Fenazox
Fenbuconazole
Fenbutatin-oxide
Fenchlorazol-ethyl
Fenfuram
Fenhexamid
Fenitrothion
Fenobucarb
Fenoprop
Fenothiocarb
Fenoxanil
Fenoxaprop
Fenoxaprop-ethyl
Fenoxaprop-P-ethyl
Fenoxycarb
Fenpropathrin
Fenpropidin
Fenpropimorph
Fensulfothion
Fensulfothion-oxon

Fensulfothion-oxon-sulfone

Fensulfothion-sulfone
Fenthion
Fenthion-oxon
Fenthion-oxon-sulfone

Fenthion-oxon-sulfoxide

Fenthion-sulfone
Fenthion-sulfoxide
Fenuron

Fenvalerate

Fipronil
Fipronil-desulfinyl
Fipronil-sulfide
Fipronil-sulfone
Flamprop-isopropy!
Flamprop-methyl
Flamprop-M-isopropyl
Flazasulfuron
Flocoumafen
Flonicamid
Florasulam
Fluacrypyrim
Fluazifop
Fluazifop-butyl
Fluazifop-P (free acid)
Fluazifop-P-butyl
Fluazinam

Fluazuron
Flubendiamide
Flucycloxuron
Flucythrinate
Fludioxonil
Flufenacet
Flufenoxuron
Flumetralin
Flumetsulam
Flumioxazin
Fluometuron
Fluopicolide
Fluopyram
Fluoroglycofen-ethyl
Fluoxastrobin
Flupyrsulfuron-methyl
Fluguinconazole
Fluridone
Flurochloridone

131807-57-3
52-85-7
161326-34-7
140-56-7
22224-92-6
31972-44-8
31972-43-7
60168-88-9
120928-09-8
495-48-7
114369-43-6
13356-08-6
103112-35-2
24691-80-3
126833-17-8
122-14-5
3766-81-2
93-72-1
62850-32-2
115852-48-7
95617-09-7
66441-23-4
71283-80-2
79127-80-3
64257-84-7
67306-00-7
67564-91-4
115-90-2
6552-21-2
6132-17-8
14255-72-2
55-38-9
6552-12-1
14086-35-2
6552-13-2
3761-42-0
3761-41-9
101-42-8
51630-58-1
120068-37-3
205650-65-3
120067-83-6
120068-36-2
52756-22-6
52756-25-9
63782-90-1
104040-78-0
90035-08-8
158062-67-0
145701-23-1
229977-93-9
69335-91-7
69806-50-4
83066-88-0
79241-46-6
79622-59-6
86811-58-7
272451-65-7
94050-52-9
70124-77-5
131341-86-1
142459-58-3
101463-69-8
62924-70-3
98967-40-9
103361-09-7
2164-17-2
239110-15-7
658066-35-4
77501-90-7
361377-29-9
144740-54-5
136426-54-5
59756-60-4
61213-25-0

C22H18N204
C10H16NO5PS2
C17H17N30S
C8H10N3Na03s
C13H22NO3PS
C13H22NO5PS
C13H22NO4PS
C17H12CI2N20
C20H22N20
C12H10N20
C19H17CIN4
C60H780SNn2
C12H8CI5N302
C12H11NO2
C14H17CI2NO2
C9H12NO5PS
C12H17NO2
C9H7CI303
C13H19NO2S
C15H18CI2N202
C16H12CINOS
C18H16CINOS
C18H16CINOS
C17H19NO4
C22H23NO3
C19H31N
C20H33NO
C11H1704PS2
C11H1705PS
C11H1706PS
C11H1705PS2
C10H1503PS2
C10H1504PS
C10H1506PS
C10H1505PS
C10H1505PS2
C10H1504PS2
C9H12N20
C25H22CINO3
C12H4CI2F6N40S
C12H4CI2F6N4
C12H4CI2F6N4S
C12H4CI2F6N402S
C19H19CIFNO3
C17H15CIFNO3
C19H19CIFNO3
C13H12F3N5055
C33H25F304
C9H6F3N30
C12H8F3N503S
C20H21F3N205
C15H12F3NO4
C19H20F3NOA4
C15H12F3NO4
C19H20F3NO4
C13H4CI2F6N404
C20H10CI2F5N303
C23H22F7IN204S
C25H20CIF2N303
C26H23F2NO4
C12H6F2N202
C14H13F4N302S
C21H11CIF6N203
C16H12CIFAN304
C12H9F2N502S
C19H15FN204
C10HT1F3N20
C14H8CI3F3N20
C16H11CIF6N20
C18H13CIF3NO7
C21H16CIFN405
C15H14F3N507S
C16H8CI2FN50
C19H14F3NO
C12H10CI2F3NO

3741267
325.0208
311.1092
251.0341
303.1058
335.0956
319.1007
330.0327
306.1732
198.0793
336.1142
1054.4121
400.9059
201.0790
301.0636
2770174
207.1259
267.9461
253.1136
328.0745
333.0404
361.0717
361.0717
3011314
349.1678
273.2457
303.2562
308.0306
292.0534
308.0483
324.0255
278.0200
262.0429
294.0327
278.0378
310.0099
294.0149
164.0950
419.1288
435.9387
387.9717
419.9438
451.9336
363.1037
335.0724
363.1037
407.0511
542.1705
229.0463
359.0300
426.1403
327.0718
383.1344
327.0718
383.1344
463.9514
505.0019
682.0233
483.1161
451.1595
248.0397
363.0665
488.0362
421.0452
325.0445
354.1016
232.0823
381.9654
396.0464
447.0333
458.0793
465.0566
375.0090
329.1027
311.0092

375.1340
326.0281
3121165
252.0414
304.1131
336.1029
320.1080
331.0400
307.1805
199.0866
3371215
1055.4194
401.9132
202.0863
302.0709
278.0247
208.1332
268.9534
254.1209
329.0818
334.0477
362.0790
362.0790
302.1387
350.1751
2742530
304.2635
309.0379
293.0607
309.0556
325.0328
279.0273
263.0502
295.0400
279.0451
311.0172
295.0222
165.1023
420.1361
436.9460
388.9790
4209511
452.9409
364.1110
336.0797
364.1110
408.0584
543.1778
230.0536
360.0373
427.1476
328.0791
384.1417
328.0791
384.1417
464.9587
506.0092
683.0306
484.1234
452.1668
249.0470
364.0738
489.0435
4220525
326.0518
355.1089
233.0896
382.9727
397.0537
448.0406
459.0866
466.0639
376.0163
330.1100
312.0165

3731194
324.0135
310.1019
250.0268
302.0985
334.0883
318.0934
329.0254
305.1659
197.0720
335.1069
1053.4048
399.8986
200.0717
300.0563
276.0101
206.1186
266.9388
252.1063
327.0672
332.0331
360.0644
360.0644
300.1241
348.1605
272.2384
302.2489
307.0233
291.0461
307.0410
323.0182
277.0127
261.0356
293.0254
277.0305
309.0026
293.0076
163.0877
4181215
4349314
386.9644
4189365
450.9263
362.0964
334.0651
362.0964
406.0438
541.1632
228.0390
358.0227
425.1330
326.0645
3821271
326.0645
3821271
462.9441
503.9946
681.0160
482.1088
450.1522
2470324
362.0592
487.0289
420.0379
324.0372
353.0943
231.0750
380.9581
395.0391
446.0260
457.0720
464.0493
374.0017
328.0954
310.0019
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376
377
378
379
380
381

382
383
384
385
386
387
388
389
390
391

392
303
394
395
39
397
398
399
400
401

402
403
404
405
406
407
408
409
410
an

412
413
414
415
416
417
418
419
420
421

422
423
424
425
426
427
428
429
430
431

432
433
434
435
436
437
438
439
440
441

442
443
444
445
446
447
448
449
450

Fluroxypyr

Fluroxypyr-1-methylheptylester

Flurprimidol
Flurtamone
Flusilazole
Fluthiacet-methyl
Flutolanil
Flutriafol
Fluxapyroxad
Fomesafen
Fonofos
Foramsulfuron
Forchlorfenuron
Fosetyl-aluminium
Fosthiazate
Fuberidazole
Furalaxyl
Furametpyr
Furathiocarb
Furmecyclox

Gibberellic acid (Gibberellin)

Gluphosinate
Glyphosate
Halofenozide
Halosulfuron-methyl
Haloxyfop
Haloxyfop-2-ethoxyethyl
Haloxyfop-methyl
Haloxyfop-R-methyl
Heptenophos
Hexaconazole
Hexaflumuron
Hexazinone
Hexythiazox
Hydramethylnon
Hymexazol

Imazalil
Imazamethabenz-methyl
Imazamox
Imazapic
Imazapyr
Imazaquin
Imazethapyr
Imazosulfuron
Imibenconazole
Imidacloprid
Indanofan
Indoxacarb
lodosulfuron-methyl
loxynil

Ipconazole
Iprobenfos
Iprodione
Iprovalicarb
Irgarol 1051
Isazofos
Isocarbamid
Isocarbofos
Isofenphos
Isofenphos-methyl
Isofenphos-oxon
Isomethiozin
Isonoruron
Isoprocarb
Isopropalin
Isoprothiolane
Isoproturon
Isopyrazam
Isoxaben
Isoxadifen-ethyl
Isoxaflutole
Isoxathion
Ivermectine
Karbutilate
Kasugamycin

69377-81-7
81406-37-3
56425-91-3
96525-23-4
85509-19-9
117337-19-6
66332-96-5
76674-21-0
907204-31-3
72178-02-0
944-22-9
173159-57-4
68157-60-8
39148-24-8
98886-44-3
3878-19-1
57646-30-7
123572-88-3
65907-30-4
60568-05-0
77-06-5
77182-82-2
1071-83-6
112226-61-6
100784-20-1
69806-34-4
87237-48-7
69806-40-2
72619-32-0
23560-59-0
79983-71-4
86479-06-3
51235-04-2
78587-05-0
67485-29-4
10004-44-1
35554-44-0
81405-85-8
114311-32-9
104098-48-8
81334-34-1
81335-37-7
81335-77-5
122548-33-8
86598-92-7
138261-41-3
133220-30-1
173584-44-6
144550-36-7
1689-83-4
125225-28-7
26087-47-8
36734-19-7
140923-17-7
28159-98-0
42509-80-8
30979-48-7
24353-61-5
25311-71-1
99675-03-3
31120-85-1
57052-04-7
28805-78-9
2631-40-5
33820-53-0
50512-35-1
34123-59-6
881685-58-1
82558-50-7
163520-33-0
141112-29-0
18854-01-8
70288-86-7
4849-32-5
6980-18-3

C7H5CI2FN203
C15H21CI2FN203
C15H15F3N202
C18H14F3NO2
C16H15F2N3Si
C15H15CIFN303S2
C17H16F3NO2
C16H13F2N30
C18H12F5N30
C15H10CIF3N206S
C10H150PS2
C17H20N607S
C12H10CIN30O
C2H703P
C9H18NO3PS2
C11H8N20
C17H19NO4
C17H20CIN302
C18H26N205S
C14H21NO3
C19H2206
C5H12NO4P
C3H8NO5P
C18H19CIN202
C13H15CIN6O7S
C15H11CIF3NO4
C19H19CIF3NOS5
C16H13CIF3NO4
C16H13CIF3NO4
C9H12CIO4P
C14H17CI2N30
C16H8CI2F6N203
C12H20N402
C17H21CIN202S
C25H24F6N4
C4H5NO2
C14H14CI2N20
C16H20N203
C15H19N304
C14H17N303
C13H15N303
C17H17N303
C15H19N303
C14H13CIN6OSS
C17H13CI3N4S
C9H10CIN502
C20H17CIO3
C22H17CIF3N307
C14H14IN5065
C7H312NO
C18H24CIN30O
C13H2103PS
C13H13CI2N303
C18H28N203
CTTHT9N5S
C9H17CIN30O3PS
C8H15N302
C1TH16NO4PS
C15H24N0O4PS
C14H22NO4PS
C15H24NO5P
C12H20N40S
C13H22N20
CTTH15NO2
C15H23N304
C12H1804S2
C12H18N20
C20H23F2N30
C18H24N204
C18H17NO3
C15H12F3NOA4S
C13H16NO4PS
C48H74014
C14H21N303
C14H25N309

253.9661
366.0913
312.1086
333.0977
315.1003
403.0227
323.1133
301.1027
381.0901
437.9900
246.0302
4521114
2470512
110.0133
283.0466
184.0637
301.1314
333.1244
382.1562
251.1521
346.1416
181.0504
169.0140
330.1135
4340411
361.0329
433.0904
375.0485
375.0485
250.0162
313.0749
459.9816
252.1586
3521012
494.1905
99.0320
296.0483
288.1474
305.1376
2751270
261.1113
311.1270
289.1426
412.0357
409.9927
255.0523
340.0866
527.0707
506.9710
370.8304
333.1608
288.0949
329.0334
320.2100
253.1361
313.0417
185.1164
289.0538
345.1164
331.1007
329.1392
268.1358
222.1732
193.1103
309.1689
290.0647
206.1419
359.1809
332.1736
295.1208
359.0439
313.0538
874.5079
279.1583
379.1591

2549734
367.0986
313.1159
334.1050
316.1076
404.0300
3241206
302.1100
382.0974
438.9973
247.0375
4531187
248.0585
111.0206
284.0539
185.0710
302.1387
334.1317
383.1635
252.1594
347.1489
182.0577
170.0213
331.1208
435.0484
362.0402
434.0977
376.0558
376.0558
251.0235
314.0822
460.9889
253.1659
353.1085
495.1978
100.0393
297.0556
289.1547
306.1449
276.1343
262.1186
312.1343
290.1499
413.0430
411.0000
256.0596
341.0939
528.0780
507.9783
371.8377
334.1681
289.1022
330.0407
3212173
2541434
314.0490
186.1237
290.0611
346.1237
332.1080
330.1465
269.1431
223.1805
1941176
310.1762
291.0720
207.1492
360.1882
333.1809
296.1281
360.0512
314.0611
8755152
280.1656
380.1664

252.9588
365.0840
311.1013
332.0904
314.0930
402.0154
322.1060
300.0954
380.0828
436.9827
2450229
451.1041
246.0439
109.0060
282.0393
183.0564
300.1241
3321171
381.1489
250.1448
345.1343
180.0431
168.0067
329.1062
433.0338
360.0256
4320831
374.0412
374.0412
249.0089
312.0676
458.9743
2511513
351.0939
493.1832
98.0247
295.0410
287.1401
304.1303
2741197
260.1040
310.1197
288.1353
411.0284
408.9854
254.0450
339.0793
526.0634
505.9637
369.8231
3321535
287.0876
328.0261
319.2027
252.1288
312.0344
184.1091
288.0465
3441091
330.0934
3281319
267.1285
221.1659
192.1030
308.1616
289.0574
205.1346
358.1736
331.1663
2941135
358.0366
312.0465
873.5006
278.1510
3781518
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451

452
453
454
455
456
457
458
459
460
461

462
463
464
465
466
467
468
469
470
471

472
473
474
475
476
477
478
479
480
481

482
483
484
485
486
487
488
489
490
491

492
493
494
495
496
497
498
499
500
501

502
503
504
505
506
507
508
509
510
511

512
513
514
515
516
517
518
519
520
521

522
523
524
525

Kresoxim-methyl
Lactofen
Lambda-Cyhalothrin
Lenacil

Linuron
Lufenuron
Malaoxon
Malathion
Maleic-hydrazide
Mandipropamid
MCPA (MCP)

MCPA-butoxyethyl ester

MCPB

Mecarbam
Mecoprop (MCPP)
Mecoprop-P
Mefenacet
Mefenpyr-diethyl
Mefluidide
Mepanipyrim
Mephosfolan
Mepiquat
Mepronil
Meptyldinocap
Mesosulfuron-methyl
Mesotrione
Metaflumizone
Metalaxyl
Metalaxyl-M
Metamitron
Metazachlor
Metconazole
Methabenzthiazuron
Methacrifos
Methamidophos
Methfuroxam
Methidathion
Methiocarb
Methiocarb-sulfone
Methiocarb-sulfoxide
Methomyl
Methoprene
Methoprotryne
Methoxyfenozide
Metobromuron
Metolachlor
Metolcarb
Metominostrobin
Metosulam
Metoxuron
Metrafenone
Metribuzin
Metsulfuron-methyl
Mevinphos
Mexacarbate
Molinate
Monalide
Monocrotophos
Monolinuron
Monuron
Morpholine
Moxidectin
Myclobutanil

N-(2, 4-Dimethylphenyl) formamide
N-(2, 4-Dimethylphenyl)-N'-methylformamidine

N, N'-Diphenylurea
Naled
Naproanilide
Napropamide
Naptalam
Neburon
Nicarbazin
Nicosulfuron
Nicotine
Nitenpyram

143390-89-0
77501-63-4
91465-08-6
2164-08-1
330-55-2
103055-07-8
1634-78-2
121-75-5
123-33-1
374726-62-2
94-74-6
19480-43-4
94-81-5
2595-54-2
93-65-2
16484-77-8
73250-68-7
135590-91-9
53780-34-0
110235-47-7
950-10-7
24307-26-4
55814-41-0
6119-92-2
208465-21-8
104206-82-8
139968-49-3
57837-19-1
70630-17-0
41394-05-2
67129-08-2
125116-23-6
18691-97-9
62610-77-9
10265-92-6
28730-17-8
950-37-8
2032-65-7
2179-25-1
2635-10-1
16752-77-5
40596-69-8
841-06-5
161050-58-4
3060-89-7
51218-45-2
1129-41-5
133408-50-1
139528-85-1
19937-59-8
220899-03-6
21087-64-9
74223-64-6
7786-34-7
315-18-4
2212-67-1
7287-36-7
6923-22-4
1746-81-2
150-68-5
110-91-8
113507-06-5
88671-89-0
60397-77-5
33089-74-6
102-07-8
300-76-5
52570-16-8
15299-99-7
132-66-1
555-37-3
330-95-0
111991-09-4
54-11-5
150824-47-8

C18H19NO4
C19H15CIF3NO7
C23H19CIF3NO3
C13H18N202
C9H10CI2N202
C17H8CI2F8N203
C10H1907PS
C10H1906PS2
C4H4N202
C23H22CINOA4
C9HOCIO3
C15H21CI04
C11H13CIO3
C10H20NO5PS2
C10H11CIO3
C10H11CIO3
C16H14N202S
C16H18CI2N204
CT1TH13F3N203S
C14H13N3
C8H16NO3PS2
C7H16N
C17H19NO2
C18H24N206
C17H2IN50952
C14H13NO7S
C24H16F6N402
C15H21NO4
C15H21NO4
C10H10N4O
C14H16CIN30O
C17H22CIN30O
CT0HTIN30S
C7H1305PS
C2HBNO2PS
C14H15NO2
COHTIN204PS3
C11H15NO2S
CTTH15NO4S
C1TH15NO3S
C5H10N202S
C19H3403
C11H21N50S
C22H28N203
COHT1BrN202
C15H22CINO2
COHTINO2
C16H16N203
C14H13CI2N504S
C10H13CIN202
C19H21BrO5
C8H14N40S
C14H15N5065
C7H1306P
C12H18N202
COH17NOS
C13H18CINO
C7H14NO5P
C9H11CIN202
C9H11CIN20
C4HONO
C37H53NO8
C15H17CIN4
C9HTINO
C10H14N2
C13H12N20
C4H7Br2C1204P
C19H17NO2
C17H21NO2
C18H13NO3
C12H16CI2N20
C19H18N606
C15H18N606S
C10H14N2
C11H15CIN4O2

3131314
461.0489
449.1006
234.1368
248.0119
509.9784
314.0589
330.0361
112.0273
4111237
200.0240
300.1128
228.0553
329.0521
214.0397
214.0397
298.0776
372.0644
310.0599
223.1109
269.0309
114.1283
269.1416
364.1634
503.0781
339.0413
506.1177
279.1471
279.1471
202.0855
277.0982
319.1451
221.0623
240.0221
141.0013
229.1103
301.9619
225.0823
257.0722
241.0773
162.0463
310.2508
271.1467
368.2100
258.0004
283.1339
165.0790
284.1161
417.0065
228.0666
408.0572
214.0888
381.0743
224.0450
222.1368
187.1031
239.1077
223.0610
214.0509
198.0560
87.0684
6393771
288.1142
149.0841
162.1157
212.0950
377.7826
291.1259
271.1572
291.0895
274.0640
426.1288
410.1009
162.1157
270.0884

314.1387
462.0562
450.1079
235.1441
249.0192
510.9857
315.0662
331.0434
113.0346
4121310
201.0313
301.1201
229.0626
330.0594
215.0470
215.0470
299.0849
373.0717
311.0672
2241182
270.0382
115.1356
270.1489
365.1707
504.0854
340.0486
507.1250
280.1544
280.1544
203.0928
278.1055
320.1524
222.0696
241.0294
142.0086
230.1176
302.9692
226.0896
258.0795
242.0846
163.0536
311.2581
272.1540
369.2173
259.0077
284.1412
166.0863
285.1234
418.0138
229.0739
409.0645
215.0961
382.0816
225.0523
223.1441
188.1104
240.1150
224.0683
215.0582
199.0633

88.0757
640.3844
289.1215
150.0914
163.1230
213.1023
378.7899
292.1332
272.1645
292.0968
2750713
427.1361
411.1082
163.1230
271.0957

3121241
460.0416
448.0933
233.1295
247.0046
5089711
313.0516
329.0288
111.0200
410.1164
199.0167
299.1055
227.0480
328.0448
213.0324
213.0324
297.0703
371.0571
309.0526
222.1036
268.0236
113.1210
268.1343
363.1561
502.0708
338.0340
505.1104
278.1398
278.1398
201.0782
276.0909
318.1378
220.0550
239.0148
139.9940
228.1030
300.9546
224.0750
256.0649
240.0700
161.0390
309.2435
270.1394
367.2027
256.9931
282.1266
164.0717
283.1088
415.9992
227.0593
407.0499
213.0815
380.0670
223.0377
221.1295
186.0958
238.1004
222.0537
213.0436
197.0487

86.0611
638.3698
287.1069
148.0768
161.1084
211.0877
376.7753
290.1186
270.1499
290.0822
273.0567
425.1215
409.0936
161.1084
269.0811
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526
527
528
529
530
531

532
533
534
535
536
537
538
539
540
541

542
543
544
545
546
547
548
549
550
551

552
553
554
555
556
557
558
559
560
561

562
563
564
565
566
567
568
569
570
571

572
573
574
575
576
577
578
579
580
581

582
583
584
585
586
587
588
589
590
591

592
593
594
595
596
597
598
599
600

Nitralin
Nitrothal-isopropyl
Norflurazon

Norflurazon-desmethyl

Novaluron
Noviflumuron
Nuarimol
Ofurace
Omethoate
Orbencarb
Orthosulfamuron
Oryzalin
Oxabetrinil
Oxadiargyl
Oxadiazon
Oxadixyl

Oxamyl
Oxasulfuron
Oxaziclomefone
Oxycarboxin
Oxydemeton-methyl
Paclobutrazol
Paraoxon-ethyl
Paraoxon-methyl
Paraquat
Parathion
Pebulate
Penconazole
Pencycuron
Pendimethalin
Penoxsulam
Pentachlorophenol
Pentoxazone
Permethrin
Pethoxamid
Phenmedipham
Phenothrin
Phenthoate
Phorate
Phorate-oxon
Phorate-sulfone
Phorate-sulfoxide
Phosalone
Phosfolan
Phosmet
Phosphamidon
Phoxim

Picloram
Picolinafen
Picoxystrobin
Pinoxaden
Piperonyl-butoxide
Piperophos
Pirimicarb
Pirimicarb-desmethyl

Pirimicarb-desmethyl-formamido

Pirimiphos-ethyl
Pirimiphos-methyl
Prallethrin
Pretilachlor
Primisulfuron-methyl
Probenazole
Prochloraz
Profenofos
Profoxydim
Promecarb
Prometon
Prometryn
Propachlor
Propamocarb
Propanil
Propaphos
Propaquizafop
Propargite
Propazine

4726-14-1
10552-74-6
27314-13-2
23576-24-1
116714-46-6
121451-02-3
63284-71-9
58810-48-3
1113-02-6
34622-58-7
213464-77-8
19044-88-3
94593-79-0
39807-15-3
19666-30-9
77732-09-3
23135-22-0
144651-06-9
153197-14-9
5259-88-1
301-12-2
76738-62-0
311-45-5
950-35-6
1910-42-5
56-38-2
1114-71-2
66246-88-6
66063-05-6
40487-42-1
219714-96-2
87-86-5
110956-75-7
52645-53-1
106700-29-2
13684-63-4
26002-80-2
2597-03-7
298-02-2
2600-69-3
2588-04-7
2588-03-6
2310-17-0
947-02-4
732-11-6
13171-21-6
14816-18-3
1918-02-1
137641-05-5
117428-22-5
243973-20-8
51-03-6
24151-93-7
23103-98-2
30614-22-3
27218-04-8
23505-41-1
29232-93-7
23031-36-9
51218-49-6
86209-51-0
27605-76-1
67747-09-5
41198-08-7
139001-49-3
2631-37-0
1610-18-0
7287-19-6
1918-16-7
24579-73-5
709-98-8
7292-16-2
111479-05-1
2312-35-8
139-40-2

C13H19N306S
C14H17NO6
C12H9CIF3N30
C11H7CIF3N30
C17HICIF8N204
C17H7CI2FON203
C17H12CIFN20
C14H16CINO3
C5H12NO4PS
C12H16CINOS
C16H20N606S
C12H18N406S
C12H12N203
C15H14CI2N203
C15H18CI2N203
C14H18N204
C7H13N303S
C17H18N406S
C20H19CI2NO2
C12H13NO4S
C6H1504PS2
C15H20CIN30O
C10H14NO6P
C8H10NO6P
C12H14CI2N2
C10H14NO5PS
C10H21NOS
C13H15CI2N3
C19H21CIN20
C13H19N304
C16H14F5N505S
C6HCISO
C17H17CIFNO4
C21H20CI203
C16H22CINO2
C16H16N204
C23H2603
C12H1704PS2
C7H1702PS3
C7H1703PS2
C7H1704PS3
C7H1703PS3
C12H15CINO4PS2
C7H14NO3PS2
C1TH12NO4PS2
C10H19CINOSP
C12H15N203PS
C6H3CI3N202
C19H12F4N202
C18H16F3NO4
C23H32N204
C19H3005
C14H28NO3PS2
C1TH18N402
C10H16N402
C1TH16N403
C13H24N303PS
C11TH20N303PS
C19H2403
C17H26CINO2
C15H12F4N407S
C10HONO3S
C15H16CI3N302
CT1TH15BrClO3PS
C24H32CINOA4S
C12H17NO2
C10H19N50
CT10HT9N5S
C11H14CINO
C9H20N202
C9HICI2NO
C13H2104PS
C22H22CIN305
C19H2604S
C9H16CINS

345.0995
295.1056
303.0386
289.0230
492.0123
527.9690
314.0622
281.0819
213.0225
257.0641
4241165
346.0947
232.0848
340.0381
344.0694
278.1267
219.0678
406.0947
375.0793
267.0565
246.0149
293.1295
275.0559
247.0246
256.0534
291.0330
203.1344
283.0643
328.1342
281.1376
483.0636
263.8470
353.0830
390.0790
295.1339
300.1110
350.1882
320.0306
260.0128
2440357
292.0027
276.0077
366.9869
255.0153
316.9945
299.0689
298.0541
239.9260
376.0835
367.1031
400.2362
338.2093
353.1248
238.1430
2241273
252.1222
333.1276
305.0963
300.1725
3111652
468.0363
223.0303
375.0308
371.9351
465.1741
207.1259
225.1590
241.1361
211.0764
188.1525
217.0061
304.0898
443.1248
350.1552
229.1094

346.1068
296.1129
304.0459
290.0303
493.0196
5289763
315.0695
282.0892
214.0298
258.0714
425.1238
347.1020
233.0921

341.0454
345.0767
279.1340
220.0751

407.1020
376.0866
268.0638
247.0222
294.1368
276.0632
248.0319
257.0607
292.0403
204.1417
284.0716
329.1415
282.1449
484.0709
264.8543
354.0903
391.0863
296.1412
301.1183
351.1955
321.0379
261.0201

245.0430
293.0100
277.0150
367.9942
256.0226
318.0018
300.0762
299.0614
240.9333
377.0908
368.1104
401.2435
339.2166
3541321

239.1503
225.1346
253.1295
334.1349
306.1036
301.1798
3121725
469.0436
224.0376
376.0381

372.9424
466.1814
208.1332
226.1663
242.1434
212.0837
189.1598
218.0134
305.0971

4441321

3511625
230.1167

344.0922
294.0983
302.0313
288.0157
491.0050
526.9617
313.0549
280.0746
212.0152
256.0568
423.1092
345.0874
231.0775
339.0308
343.0621
277.1194
218.0605
405.0874
374.0720
266.0492
245.0076
292.1222
274.0486
246.0173
255.0461
290.0257
2021271
282.0570
327.1269
280.1303
482.0563
262.8397
352.0757
389.0717
294.1266
299.1037
349.1809
319.0233
259.0055
243.0284
290.9954
275.0004
365.9796
254.0080
315.9872
298.0616
297.0468
2389187
375.0762
366.0958
399.2289
337.2020
3521175
237.1357
223.1200
251.1149
3321203
304.0890
299.1652
310.1579
467.0290
222.0230
374.0235
370.9278
464.1668
206.1186
2241517
240.1288
210.0691
187.1452
215.9988
303.0825
4421175
349.1479
228.1021
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601
602
603
604
605
606
607
608
609
610
611
612
613
614
615
616
617
618
619
620
621
622
623
624
625
626
627
628
629
630
631
632
633
634
635
636
637
638
639
640
641
642
643
644
645
646
647
648
649
650
651
652
653
654
655
656
657
658
659
660
661
662
663
664
665
666
667
668
669
670
671
672
673
674
675

Propetamphos
Propham
Propiconazole
Propisochlor
Propoxur
Propoxycarbazone
Propylene-thiourea
Propyzamide
Proquinazid
Prosulfocarb
Prosulfuron
Prothioconazole
Prothioconazole-desthio
Prothiophos
Prothoate
Pymetrozine
Pyracarbolid
Pyraclofos
Pyraclostrobin
Pyraflufen-ethyl
Pyrasulfotole
Pyrazolynate
Pyrazophos
Pyrazosulfuron-ethyl
Pyrazoxyfen
Pyributicarb
Pyridaben
Pyridalyl
Pyridaphenthion
Pyridate

Pyrifenox
Pyriftalid
Pyrimethanil
Pyrimidifen
Pyriminobac-methyl (E)
Pyriproxyfen
Pyroquilon
Pyroxsulam
Quinalphos
Quinclorac
Quinmerac
Quinoclamine
Quinoxyfen
Quizalofop (free acid)
Quizalofop-ethyl
Quizalofop-methyl
Quizalofop-P
Quizalofop-P-ethyl
Rabenzazole
Resmethrin
Rimsulfuron
Rotenone
Saflufenacil
Sebuthylazine
Sebuthylazine-desethyl
Secbumeton
Sethoxydim
Siduron
Silafluofen
Silthiofam
Simazine
Simazine-2-hydroxy
Simeconazole
Simetryn
Spinetoram A
Spinetoram B
Spinosyn A
Spinosyn D
Spirodiclofen
Spiromesifen
Spirotetramat
Spiroxamine
Sulcotrione
Sulfallate
Sulfaquinoxaline

31218-83-4
122-42-9
60207-90-1
86763-47-5
114-26-1
181274-15-7
2122-19-2
23950-58-5
189278-12-4
52888-80-9
94125-34-5
178928-70-6
120983-64-4
34643-46-4
2275-18-5
123312-89-0
24691-76-7
89784-60-1
175013-18-0
129630-19-9
365400-11-9
58011-68-0
13457-18-6
93697-74-6
71561-11-0
88678-67-5
96489-71-3
179101-81-6
119-12-0
55512-33-9
88283-41-4
135186-78-6
53112-28-0
105779-78-0
136191-64-5
95737-68-1
57369-32-1
422556-08-9
13593-03-8
84087-01-4
90717-03-6
2797-51-5
124495-18-7
76578-12-6
76578-14-8
76578-13-7
94051-08-8
100646-51-3
40341-04-6
10453-86-8
122931-48-0
83-79-4
372137-35-4
7286-69-3
37019-18-4
26259-45-0
74051-80-2
1982-49-6
105024-66-6
175217-20-6
122-34-9
2599-11-3
149508-90-7
1014-70-6
187166-40-1
187166-15-0
131929-60-7
131929-63-0
148477-71-8
283594-90-1
203313-25-1
118134-30-8
99105-77-8
95-06-7
59-40-5

C10H20NO4PS
C10H13NO2
C15H17CI2N302
C15H22CINO2
CT1TH15NO3
C15H18N407S
C4HBN2S
C12H11CI2NO
C14H17IN202
C14H21NOS
C15H16F3N504S
C14H15CI2N30S
C14H15CI2N30
C11H15CI202PS2
C9H20NO3PS2
CI10HTIN50
C13H15NO2
C14H18CIN203PS
C19H18CIN304
C15H13CI2F3N204
C14H13F3N204S
C19H16CI2N204S
C14H20N305PS
C14H18N607S
C20H16CI2N203
C18H22N202S
C19H25CIN20S
C18H14CI4F3NO3
C14H17N204PS
C19H23CIN202S
C14H12CI2N20
C15H14N204S
C12H13N3
C20H28CIN302
C17H19N306
C20H19NO3
CITHTINO
C14H13F3N605S
C12H15N203PS
C10H5CI2NO2
C1TH8CINO2
C10H6CINO2
C15H8CI2FNO
C17H13CIN204
C19H17CIN204
C18H15CIN204
C17H13CIN204
C19H17CIN204
C12H12N4
C22H2603
C14H17N50752
C23H2206
C17H17CIFAN4O5S
C9H16CINS
C7H12CIN5
C10H19N50
C17H29NO3S
C14H20N20
C25H29F02Si
C13H21NOSSI
C7H12CIN5
C7H13N50
C14H20FN30OSi
C8H15N5S
C42H69NO10
C43H69NO10
C41H65NO10
C42H67NO10
C21H24C1204
C23H3004
C21H27NO5
C18H35N0O2
C14H13CIO5S
C8H14CINS2
C14H12N402S

281.0851

179.0946
341.0698
283.1339
209.1052
398.0896
116.0408
255.0218
372.0335
251.1344
419.0875
343.0313
311.0592
343.9628
285.0622
217.0964
217.1103
360.0464
387.0986
412.0204
362.0548
438.0208
373.0861

414.0958
402.0538
330.1402
364.1376
488.9680
340.0647
378.1169
294.0327
318.0674
199.1109
377.1870
361.1274
321.1365
173.0841

434.0620
298.0541

240.9697
221.0244
207.0087
306.9967
344.0564
372.0877
358.0720
344.0564
372.0877
212.1062
338.1882
431.0569
394.1416
500.0544
229.1094
201.0781

225.1590
327.1868
2321576
408.1921

267.1113
201.0781

183.1120
293.1360
213.1048
7474921

759.4921

731.4608
7454765
410.1052
370.2144
373.1889
297.2668
328.0172
223.0256
300.0681

282.0924
180.1019
342.0771

284.1412
210.1125
399.0969
117.0481

256.0291

373.0408
2521417
420.0948
344.0386
312.0665
344.9701

286.0695
218.1037
218.1176
361.0537
388.1059
413.0277
363.0621

439.0281

3740934
415.1031

403.0611

331.1475
365.1449
489.9753
341.0720
379.1242
295.0400
319.0747
200.1182
378.1943
362.1347
322.1438
174.0914
435.0693
299.0614
241.9770
222.0317
208.0160
308.0040
345.0637
373.0950
359.0793
345.0637
373.0950
2131135
339.1955
432.0642
395.1489
501.0617
230.1167
202.0854
226.1663
328.1941

233.1649
409.1994
268.1186
202.0854
184.1193
294.1433
2141121

748.4994
760.4994
7324681

746.4838
4111125
371.2217
374.1962
298.2741

329.0245
224.0329
301.0754

280.0778
178.0873
340.0625
282.1266
208.0979
397.0823
115.0335
254.0145
371.0262
250.1271

418.0802
342.0240
310.0519
3429555
284.0549
216.0891

216.1030
359.0391

386.0913
411.0131

361.0475
437.0135
372.0788
413.0885
401.0465
329.1329
363.1303
487.9607
339.0574
377.1096
293.0254
317.0601

198.1036
376.1797
360.1201

320.1292
1720768
433.0547
297.0468
239.9624
220.0171

206.0014
305.9894
343.0491
371.0804
357.0647
343.0491
371.0804
211.0989
337.1809
430.0496
393.1343
499.0471

228.1021

200.0708
2241517
326.1795
231.1503
407.1848
266.1040
200.0708
182.1047
292.1287
212.0975
746.4848
7584848
7304535
744.4692
409.0979
369.2071

372.1816
296.2595
327.0099
222.0183
299.0608
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676
677
678
679
680
681

682
683
684
685
686
687
688
689
690
691

692
693
694
695
696
697
698
699
700
701

702
703
704
705
706
707
708
709
710
71

712
713
714
715
716
717
718
719
720
721

722
723
724
725
726
727
728
729
730
731

732
733
734
735
736
737
738
739
740
A1

742
743
744
745
746
747
748
749
750

Sulfometuron-methyl
Sulfosulfuron
Sulfotep

Sulprofos
Tau-Fluvalinate
Tebuconazole
Tebufenozide
Tebufenpyrad
Tebupirimfos
Tebutam
Tebuthiuron
Teflubenzuron
Tembotrione
Temephos
Tepraloxydim
Terbacil

Terbucarb

Terbufos
Terbufos-sulfone
Terbufos-sulfoxide
Terbumeton
Terbumeton-desethyl
Terbuthylazine
Terbuthylazine-2-hydroxy
Terbuthylazine-desethyl
Terbutryn
Tetrachlorvinphos (CVMP)
Tetraconazole
Tetraethylpyrophosphate
Tetramethrin
Thenylchlor
Thiabendazole
Thiacloprid
Thiamethoxam
Thiazafluron
Thiazopyr
Thidiazuron
Thiencarbazone-methyl
Thifensulfuron-methyl
Thifluzamide
Thiobencarb
Thiodicarb

Thiofanox
Thiofanox-sulfone
Thiofanox-sulfoxide
Thiometon

Thionazin
Thiophanate-ethyl
Thiophanate-methyl
Thiram
Tolclofos-methyl
Tolylfluanid
Topramezone
Tralkoxydim
Tralomethrin
Triadimefon
Triadimenol

Tri-allate
Triapenthenol
Triasulfuron
Triazamate
Triazophos
Triazoxide
Tribenuron-methyl
Trichlorfon

Triclopyr

Tricyclazole
Tridemorph
Trietazine
Triethanolamine
Trifloxystrobin
Trifloxysulfuron
Triflumizole
TriflumizoleMetabolite
Triflumuron

74222-97-2
141776-32-1
3689-24-5
35400-43-2
102851-06-9
107534-96-3
112410-23-8
119168-77-3
96182-53-5
35256-85-0
34014-18-1
83121-18-0
335104-84-2
3383-96-8
149979-41-9
5902-51-2
1918-11-2
13071-79-9
56070-16-7
10548-10-4
33693-04-8
30125-64-5
5915-41-3
66753-07-9
30125-63-4
886-50-0
22248-79-9
112281-77-3
107-49-3
7696-12-0
96491-05-3
148-79-8
111988-49-9
153719-23-4
25366-23-8
117718-60-2
51707-55-2
317815-83-1
79277-27-3
130000-40-7
28249-77-6
59669-26-0
39196-18-4
39184-59-3
39184-27-5
640-15-3
297-97-2
23564-06-9
23564-05-8
137-26-8
57018-04-9
731-27-1
210631-68-8
87820-88-0
66841-25-6
43121-43-3
55219-65-3
2303-17-5
76608-88-3
82097-50-5
112143-82-5
24017-47-8
72459-58-6
101200-48-0
52-68-6
55335-06-3
41814-78-2
81412-43-3
1912-26-1
102-71-6
141517-21-7
145099-21-4
68694-11-1
131549-75-2
64628-44-0

C15H16N405S
C16H18N60752
C8H2005P252
C12H1902PS3
C26H22CIF3N203
C16H22CIN30O
C22H28N202
C18H24CIN30O
C13H23N203PS
C15H23NO
C9H16N40S
C14H6CI2FAN202
C17H16CIF306S
C16H2006P2S3
C17H24CINO4
C9H13CIN202
C17H27NO2
C9H2102PS3
C9H2104PS3
C9H2103PS3
C10H19N50
C8H15N50
C9H16CINS
COH17N50
C7H12CINS
CT0HT9N5S
C10H9CI404P
C13H11CI2F4N30
C8H2007P2
C19H25NO4
C16H18CINO2S
C10H7N3S
C10HI9CIN4S
C8H10CIN503S
C6H7F3N40S
C16H17F5N202S
COH8N40S
C12H14N40752
C12H13N506S2
C13H6Br2F6N202S
C12H16CINOS
C10H18N404S3
C9H18N202S
C9H18N204S
C9H18N203S
C6H1502PS3
C8H13N203PS
C14H18N40452
C12H14N404S2
COH12N254
C9H11CI203PS
C10H13CI2FN20252
C16H17N305S
C20H27NO3
C22H19Br4NO3
C14H16CIN302
C14H18CIN302
C10H16CI3NOS
C15H25N30
C14H16CIN505S
C13H22N403S
C12H16N303PS
C10H6CIN5O
C15H17N5065S
C4H8CI304P
C7HACI3NO3
COH7N3S
C19H39NO
CI9H16CINS
C6H15NO3
C20H19F3N204
C14H14F3N506S
C15H15CIF3N30
C12H14CIF3N20
C15H10CIF3N203

364.0841

470.0678
3220227
322.0285
5021271

307.1451

3522151

333.1608
318.1167
233.1780
228.1045
379.9742
440.0308
465.9897
341.1394
216.0666
277.2042
288.0441

320.0340
304.0390
225.1590
1971277
229.1094
211.1433
201.0781

2411361

363.8993
371.0215
290.0684
331.1784
323.0747
201.0361

252.0236
291.0193
240.0293
396.0931

220.0419
390.0304
387.0307
525.8421

257.0641

354.0490
218.1089
250.0987
234.1038
2459972
248.0384
370.0769
342.0456
239.9883
299.9544
345.9780
363.0889
329.1991

660.8098
293.0931

295.1088
303.0018
263.1998
401.0561

314.1413
313.0650
247.0261

395.0900
255.9226
254.9257
189.0361

297.3032
229.1094
149.1052
408.1297
437.0617
345.0856
294.0747
358.0332

365.0914
4710751
323.0300
323.0358
503.1344
308.1524
353.2224
334.1681
319.1240
234.1853
2291118
380.9815
441.0381
466.9970
342.1467
217.0739
2782115
289.0514
321.0413
305.0463
226.1663
198.1350
230.1167
212.1506
202.0854
2421434
364.9066
372.0288
291.0757
3321857
324.0820
202.0434
253.0309
292.0266
241.0366
397.1004
221.0492
391.0377
388.0380
526.8494
2580714
355.0563
219.1162
251.1060
2351111
247.0045
249.0457
371.0842
343.0529
240.9956
3009617
346.9853
364.0962
330.2064
661.8171
294.1004
296.1161
304.0091
264.2071
402.0634
315.1486
314.0723
248.0334
396.0973
256.9299
255.9330
190.0434
298.3105
230.1167
150.1125
409.1370
438.0690
346.0929
295.0820
359.0405

363.0768
469.0605
321.0154
321.0212
501.1198
306.1378
351.2078
3321535
317.1094
232.1707
227.0972
378.9669
439.0235
464.9824
340.1321

215.0593
276.1969
287.0368
319.0267
303.0317
2241517
196.1204
228.1021

210.1360
200.0708
240.1288
362.8920
370.0142
289.0611

3301711

322.0674
200.0288
251.0163
290.0120
239.0220
395.0858
219.0346
389.0231

386.0234
524.8348
256.0568
353.0417
217.1016
249.0914
233.0965
244.9899
247.0311
369.0696
341.0383
238.9810
298.9471

3449707
362.0816
328.1918
659.8025
292.0858
2941015
301.9945
2621925
400.0488
313.1340
3120577
246.0188
394.0827
2549153
253.9184
188.0288
296.2959
228.1021

148.0979
407.1224
436.0544
344.0783
293.0674
357.0259
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751 Triflusulfuron-methyl

752 Triforine

753 Trinexapac-ethyl

754 Triphenyl phosphate

755 Tris (2-chloro-1-(chloromethyl)ethyl) phosphate
756 Triticonazole

757 Tritosulfuron

758 Valifenalate

759 Vamidothion

760 Vamidothion-sulfone

761 Vamidothion-sulfoxide

762 Vernolate

763 Warfarin

764 XMC (3, 5-xylyl methylcarbamate)
765 Ziram

766 Zoxamide

WENNTRRR

Further Information

126535-15-7
26644-46-2
95266-40-3
115-86-6
13674-87-8
131983-72-7
142469-14-5
283159-90-0
2275-23-2
70898-34-9
20300-00-9
1929-77-7
81-81-2
2655-14-3
137-30-4
156052-68-5

C17H19F3N606S
C10H14CI6N402
C13H1605
C18H1504P
C9H15CI604P
C17H20CIN30O
C13H9F6N504S
C19H27CIN205
C8H18NO4PS2
C8H18NO6PS2
C8H18NO5PS2
C10H21NOS
C19H1604
C10H13NO2
COH12N254Zn
C14H16CI3NO2

7)) r—3 > = a2—2 C136 Tl&, Shimadzu Pesticide
MRM Library & & & ITYERL L 7o B3 646 R @R —H DT 4

VU RIZDWTRBNALTWLWET,

WREFE

Scope and Legal Disclaimers

BHE, DAV Y RNy =B EENERIBERE KLU
NEDEETRET2LDTHY, TOERMES KURHED
BRIICBIF2BERARICDOVWTRIET 2D TIEH Y £ A
£fe, ZROEE, < MUITAFD, HEAZE LCOBER
UEMNGRBREED, IMICHEBESZ 5EEN DS T

L STHEILED,

BilE, TDTATSYDEAICK Y ERNE IEBEEN
IKELCRWHGERDEFRICH L CLERAZRBABEVEDTHY,
ZTOEBICEVELTERBLUORRITOVTEBERDE

FELET,

492.1039
431.9248
252.0998
326.0708
4278839
317.1295
4450279
398.1608
287.0415
319.0313
303.0364
203.1344
308.1049
179.0946
3039175
335.0247

493.1112
4329321
253.1071
327.0781
428.8912
318.1368
446.0352
399.1681
288.0488
320.0386
304.0437
2041417
309.1122
180.1019
304.9248
336.0320

491.0966
430.9175
251.0925
325.0635
426.8766
316.1222
4440206
397.1535
286.0342
318.0240
302.0291
2021271
307.0976
178.0873
3029102
334.0174
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HEDAEIMICEEGE ST, BRORLICHT BB 0D
FOTCWVWEY, TOfe®d, BENFTIE, KVRLIC, LUR
EHICKYZDBHELEET AT EDRELEZO>TVET,
PRER, BREH, BHAHACHGEOREAFERTHIET, KE
ROMBOENSIFNZTLHI ENTESD, FNONES
IFBMLTWET, LHLzokmE, HBERRICKSBEY X
IHMEEEOTVWET, 20, BRFPOEBERELKRE
T2 DENREHDBETT

R, KB, I—ov/\, BRGEDOERMIFEC &I,
BRHPOREDRAZEERE (MRL) & LEEFEE K
EDHE) DESSNTVET, FIZIEEU D MRL D—EFE
#3001 mg/kg EESHSNTEY, BIMLDDH2ERERE
ICBEWT, BEDMDIEODEREGEDMFELNROSNT
WEJ,

TTTlE BET66 D MRMIER ) X b (Shimadzu
Pesticide MRM Library) #& & ITYERL LTETR BB R 646 DS
R—FDMAY v K (BERERAE—F:5msec, 1,919 MRM
ST aY) BREWLT LCMS-8060 TIT o e R E DT DS
RETRBNILET,

David R. Baker Laétitia Fages Eric Capodanno

Neil Loftus N.Asano Y.Uno T.Tanigawa

Wi Coic
Introduction

R, 2ERTHEDEDITEREIN TV S REIE 1,000 18
HUEEEONTVWEY., BROEMEPADREAIICEY, RH
ThAREDEELPREINSZREHOEEE (MRL) D
HHOEMLTWET, EUTlE, BUNER - BERRE (EO
N0.396/2005 ICHWT, 370 BRI LT 500 Al EDEZ
DMRLAESHSNTWET, " KETIE, RERET (EPA)
M 450 AU EDREEZDMEEMEDHREZHEL TL
9, 7 BADBRNICERBT HEEEICETZRIT T
A MTlE, TERETRZBMITH LT 400 oLl EDRED MRL
BTN TLEY, Y

BEINEBRBENMEZ D DA REEDHANERL TL
5%, BORZ2IHEDLHIRE - HEMEIE LY ARICHED IR
RERETHTEDNBRINTVET,

RRETIE, R U—Z2Inihé ESREDEAICFIAERT
BRI EE 646 N ER—F DAY v FE RN LET,
AAV Y RIE, 2766 A0 MRM 15 % #87& L 7= Shimadzu
Pesticide MRM Library &7 & & (CfERL L E LTz, 1 B d el &
AK3IDDMRM ST avhAgEnTHY, BED 18D
Bz 2DOOMRMOSHA AV Y FEUE, T—2DE/EIE

Liquid Chromatography Mass Spectrometry

LCMS-8060 % AL 5% B8 23K 646 R
RE—F D

Expanding Capabilities in Multi-Residue Pesticide Analysis Using the LCMS-8060

NEEWET, AAYV Y RIE LCMS-8060 D =R MM 2 ERAE
(5msec) ZFIALIZAY Y FT, £ 1919180 MRM ZH g hH
105 D THBHETBHTENTEET,

Ay ROFHMIICIE QUEChERS A TRMUE L= > b - b X
b UYOdD7E M= b UJVHETRIC 646 D DEEA RN L
frEOEAVE LIz, 7 FOMERIE N~ - U2 I
BEVEI MUY I AEDDEMTT . ALR— FTIE, 554
WMODEZNT—2E5HE LT, I MaEROT—2%RLT
WET, AAYV Y FOFHEE, RERNOHMHERERNTITVE
L7z

W SRER
Experimental

Y bbb Uy Od0MEERIE Phytocontrol #1 (7
SUR) hHRELTWEEE Lz, #E, QUEChERS
ATHWELT, 7 MUNLTHELE L, BROD
ZAEGIEACSD (7T R) hoBALE Lz, AR,
LCMS FBD & D% Sigma-Aldrich hSBEA L& LTz,

M EBIZ #5K & B LN ¢, 0.002 - 0.1 mg/kg D 2 £ &8
TOomDOBREREFERLE L. REZEDNE 2 WD
(Atrazine-d5, Diuron-d6) &4 — FH > 7S5 —DaiET
072 LTHRMLE Lz,

LCMS-8060 D7 — R ZEMZZ >V~ b - U>OdZ
NZNOEREBWNT, BE0.05 mg/kg ICHBIFdE—7m
BEBRMEDSFTMMELF LT,

LC/MS/MS XY v K DYERL

REERD LC/MS/MS AV W RTH 5 646 D —F DM
Ay Rk, BE 766 B9 MRM 1 1 2 b (Shimadzu
Pesticide MRM Library) Z#& &ICERL L E LTz,  Shimadzu
Pesticide MRM Library &, B 766 9D DIEHRT — 2 N—
AT, URMTIE, MoK L TERD MRM BHRHE
FNTWVWEY, (Z7FUr—r3>=1—2X No.(C135)

646 D —B DAYV v RITlE, 1 EEHLUYRAI DD
MRM, &5t 1,919 @D MRM (RIF7 4 7 A 4> 11,819, %
AT TAF> 1100 AEENTVWET, £z, BERE
ZAE—FRIE, DFH5msec TT, AAYV Y REFEHT L,
BE 646 MNEDTH 105 D THEHT BT ENTEET,

AVR—=TIAREHE (BI:DLBRE, /1>v2—TxA4X
BE, t—NTJOVIERE t—TAaVIHRXRE, K7
AHARE, X TSAPHRAR) FRBtd Bfoic,
VAT IAAREZEY I b T RFERLE LfZ, RE
FRYINIITEESTET, —BFAMICREGA V2 —
TI—REHZRETHIENTEXT,
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Table 1 Hr&tE
Experimental Conditions

LCEH MSZ&4

_ Restek Raptor Biphenyl AFEE—F JNZRESI
A S L (2.1 mm 1.D.x 100 mm L, 2.7 um)

[ASEEENS T -2 L 1 msec

TR 0.4 mL/min

CMRMbS>o2 328 1919(1,819 positive; 100 negative)
4msec (BEAF>);
AVE—TIAREE  3k0°C

58188 2 mmol/L ammonium formate
+0.002 % formic acid — Methanol JOvoe—42EBE 300 °C

A VTHARE 10 L/min

AEAZ 2 ul sample (plus 40 uL water) 2T SAHHRFE 3 L/min
2.00 4 x10°
1.75 A
1.50 -
1.25 A '
I -‘i
| I
1.00 - (‘l
)
075 | | "'
| |
B
0.50 A | I
| i I \
0.25 A A 1
0 ] L/ L,‘ ) / AN (\ LA “‘ DALY
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 min
Fig.1 I MaHRISHINLIZEE 646 B0 MRM 70X M 54 (FILEE © 0.01 mg/kg)
MRM chromatograms of 646 pesticides spiked into a mint extract at 0.01 mg/kg
. Pyraclostrobin
Carbendazim
. 192.10 > 160.15 (+) Zf:?ﬁ?l; e
1.2 x10 CE:-6.0 Tebuconazole
308.20 > 70.05 (+) Chlorpyrifos
1.1 CE: -22.0 Cyprodinil 350.00 > 197.95 (+)
Boscalid 226.10 > 93 > 00 (+) [[ CE: -21.0
1.0 Propamocarb 223?? 3305-95 (+)| [ CE:-37.0
189.20 > 102.15 (+) S
0.9 CE: 8.0 Fenhexamid
08 T 302.10 > 70.05 (+)
e Methomyl CE:-22.0
0.7 163.00 > 87.90(+)
CE:-10.0
0.6 ndosulfan
Thiacloprid sulfate
0.5 252.80 > 126.05 (lf) 420.80 > 97.00)(-
) . CE:-11.0 :
0.4 Imidacloprid
: 256.10 > 174.95|(+)
0.3 CE: -20.0 Fludioxonil
247.00 > 180.13
0.24 f
i i
0.0 T T . J - 2 A T T ,
0.0 1.0 2.0 3.0 4.0 6.0 7.0 8.0 9.0 10.0 11.0 min

Fig.2 EUICTHRHSBEDSVEENROES 58 A5 MRM 70X b S4 (FIERE : 0.01 mg/kg: 2015 European Food Safety Journal £88)
Boscalid, Chlorpyriphos, Cyprodinil, Fenhexamid, Fludioxonil, Pyraclostrobin, Tebuconazole (& 4 % L& BHEE THRHEINSEE, (BD)
Fludioxonil & endosulfan &% A7« 744> E— R Ti&it,

MRM chromatograms for pesticides most commonly detected in plant products listed in the 2015 European Food Safety Journal.
Compounds such as boscalid, chlorpyriphos, cyprodinil, fenhexamid, fludioxonil, pyraclostrobin and tebuconazole (highlighted in
the MRM chromatogram) are some of the most frequently detected compounds present in more than 4 % of the samples analyzed.
Fludioxonil and endosulfan were both detected in negative ion mode.
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WEREER

Results and Discussion

Shimadzu Pesticide MRM Library (77— 3> =31—2X
No.C135)

LCMS-8060 DEN = 1E8E

LCMS-8060 DEEB R A+ v~ (R@AF v Y AE—F
30,000 u/sec) 1, WHRALEI/ NIV DILEREBEETDT —
ZESICHC G RA LT,

BERET BB CLERGEENIRETCHEILERT
BlE LT, REFRR 6.45 - 6.60 DITBHEENS 25 i DEE
R LT MRM 7 O 75 L% Fig. 3ITRLE Lz, E—
U ETREZEB)IETI 3 %RSD LUT (EH)HE 1.1 - 5.9 %RSD) &
ZELTCWEY, (Table2)

Shimadzu Pesticide MRM Library |&, #*V v RYERL & AL
EEABEIITOTENTEET,

RN, RITATAA4Y, AT 744 EDE
TI1EDHY FH 8 MRM, 516,000 L LD MRM k= >
TVAaVHBENTVET, £z, CASES, tF, 9HR,

T/ 7AV b EYVES, MMAFVEE MRM b ST 3
YDS VY, —f&4, InChl, InChiKey, {t&#% (B - 2 - 300 4%
F), HRAGTTTYA bADY > 7I1ER (alanwood.net, 575 ]
PAN pesticide database, Chemical Book, ChemSpider) 7 & 250
DEREEENTVET, BET—ZOHBICELEWNTY, 225 ]
BEEAVY FOARETAX 2009
646 F—FEHHAY v i LabSolutions LCMS 127> %7 7
Uy o TAYR— b TEET, BEDAY v RICHRES & 1507
BAILEY, "REDELSFEATBICEAZEIRLIEY &, 1251
AV REAZAZIART BT EEERETT, 1004
LCMS-8060 1%, A ZEH R D A F v V A — K 0.75 7
(30,000 u/sec), HAZHLNIVOBRE, HRFSEDIR 0.50 5
HEPEAE—RNS5msec 25275V Iy TETIVTY, 0.25 4
AAY W R7%& LCMS-8060 & & ®ICTHERAWVERZITNIEK, 5 0-006.-25 o 6. e
FTCOREDMICEESEBAY Y FEIINT B ED AR
. Fig.3 {RH5B5 6.45 - 6.60 HEICREE NI 25 5% (Table 2) D

MRM A<~ 451
MRM Chromatograms for 25 components (Table 2) detected
with retention times of 6.45 - 6.60 minutes.

Table2 9 R (RFFEHE 6.45 - 6.60 ) ITREEINIZRE 25 85 (7 MAEKRIC 0.01 mg/kg A N) &E—7EREMBEIRME (%RSD ; n=6)
Peak area variation (%RSD ; n=6) for 25 pesticides eluting over a 9 second time window (6.45 - 6.60 minutes) spiked into a mint
matrix extract at the reporting limit of 0.01 mg/kg.

MRM RIFEE 15 %RSD
EEAA () E—JHEEE (n=6)

e=x7E2

CASES NTFE B

Trinexapac-ethyl 95266-40-3 C13H1605 2520998 + 25290> 69.05 6.45 1,780,015 3.1
Iprovalicarb 140923-17-7 C18H28N203 3202100  + 321.20>119.15 6.46 1,442,486 2.8
Dodemorph 1593-77-7  C18H35NO 2812719  + 28230>116.15 6.47 658,920 4.2
Fluopyram 658066-35-4 C16HT1CIF6GN20 396.0464 + 397.00 >145.00 6.47 2,439,146 1.9
Flutolanil 66332-96-5 C17H16F3NO2 3231133+ 324.10 > 242.00 6.48 3,372,285 2.7
Trifloxysulfuron 145099-21-4 C14H14F3N5065 437.0617  + 438.00>182.15 6.48 1,822,340 25
Azaconazole 60207-31-0  C12H11CI2N302 299.0228  + 300.00 > 159.00 6.50 1,580,445 2.0
Terbutryn 886-50-0 CTOHT9N5S 2411361+ 242.10>157.95 6.50 755,446 34
Prometryn 7287-19-6  C10HT9N5S 2411361 + 24210 > 158.00 6.50 1,300,193 2.6
Azimsulfuron 120162-55-2 C13H16N1005S 4241026  + 425.10>182.10 6.50 2,498,050 1.8
Metominostrobin 133408-50-1 C16H16N203 2841161  + 285.10>193.95 6.51 2,929,500 1.7
Thifluzamide 130000-40-7 C13H6Br2F6N202S  525.8421  + 528.60 > 148.05 6.51 193,982 59
Nicarbazin 330-95-0 C13H10N405 302.0651 - 301.10>137.15 6.52 973,101 2.6
Bromobutide 74712-19-9  C15H22BrNO 311.0885  + 312.10>194.10 6.53 1,829,781 2.1
Saflufenacil 372137-35-4 C17H17CIF4N405S  500.0544 + 501.00 > 198.00 6.53 465,224 2.3
Cyproconazole 94361-06-5 C15H18CIN3O 2911138+ 292.10> 70.05 6.54 1,174,967 1.7
Clomazone 81777-89-1  C12H14CINO2 239.0713  + 239.90 > 125.00 6.54 3,409,656 1.7
Fensulfothion 115-90-2 C11H1704PS2 308.0306  + 309.00 > 281.00 6.54 4,267,514 1.4
Oxasulfuron 144651-06-9 C17H18N406S 406.0947 4+ 407.10>150.15 6.54 2,911,533 1.1
Rimsulfuron 122931-48-0 C14H17N507S2 431.0569  + 432.00>182.00 6.55 4,722,065 1.8
Fenthion-oxon 6552-12-1 CT10H1504PS 262.0429 + 263.10>231.00 6.55 3,075,195 14
Nitrothal-isopropyl 10552-74-6  C14H16NO6Na 3170875 + 295.10>230.95 6.56 2,199,581 3.0
Chlorantraniliprole 500008-45-7 C18H14BrCI2N502 4809708  + 483.90 >452.90 6.57 2,407,025 2.7
Fipronil-sulfone 120068-36-2 C12H4CI2F6N4O2S 4519336 | - 451.00 >414.90 6.57 2,843,708 2.0
Valifenalate 283159-90-0 C19H27CIN205 398.1608 + 399.20 > 155.00 6.59 3,845,335 1.9
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646 =

BE—FIHA YV v FOFHE

646 D ER—F DAY v RICDOWT, BigHE, E—7@E

TBiEBHR

t, RESBOREEZHEL & LT,

Bt

BRI, 0.002 - 0.1 mg/kg (2 - 100 pg/pL) DEFHT
6 BRERAER L CEMMmLELE, >, M MTAM
LEEWTNDBEICEVTH, BREFTEMRD THEREICRE
(R*:0.99LLF) BiERETRLE Lz, BBIROEBH T
1/CELFELfe, REAELT, ¥ MaHRITRMLEZR
HEOMNDDI by AREBIRT — 2% Fig. 4 ILmLET,

@ Dichlorprop | RT 4.379 min ﬁ {Chloroxuron | RT 6.750 min
e 143y =0014476x - 0.002314 I, {y=0.044471x-0.002057
12]R=09985819 R=0.9992907 {R?=0.999649 R =0.9998245
1.0 3]
0.8 : 3.0e5
: 2.5e5
0.6 2__ 2.0e5
1.5e54
04 1_' 1.0e5
0.2 1 5.0e4
- — - : - 0. — = =
o
0 20 40 60 80 100 0 20 40 60 80 100
RELE RELE
ﬁ Oxycarboxin | RT 4.433 min iﬁ Novaluron | RT 7.734 min
i "*1y =0.014476x - 0.002314 I 307y =0031448x +0.003975
124R?=0.9985819 R =0.9992907 R*=0.9998738 R=0.9999369
1.0
0.8
0.6
0.4
0.2
0-0|'"'|'"'|'"'|""4|'3"4;4'|4v'5 " 0-0|......................737.”28 7
0 20 40 60 80 100 0 20 40 60 80 100
TRELE RELE
1 1751 Promecarb | RT 6.120 min 8 | Triazoxide | RT 8.909 min
X I
% 15.0 y =0.168487x - 0.008874 ﬁé y =0.070322x - 0.003973
T JR*=0.9995182 R=0.9997591 6 1R?=0999672 R=0.999836
5
4
3
2
1
G MAC B e
0 20 40 60 80 100 0 20 40 60 80 100
RELE =ELE
Fig.4 = MAHIRICANLUICEEORER (RIIRE: 0.002-01mg/kg) &MRM VAR NI SL (BRI EEBAF >, TR - TR  HERAF>)

Calibration curves for selected pesticides spiked into a mint matrix extract in the range 0.002 - 0.1 mg/kg.
The quantitation MRM chromatogram is shown in black (qualifier ion MRM chromatograms are shown in red and blue).
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EAEBRNE RITATAFVTRHTBREERAT « T4 74 > T

IW=F VDB BERT — 2 DREMEFET Bdic, HI2RENSENTVS O, BETEIALE—F 5 msec
RE 646 iz AN L2 > MadiR GRILEE 005 mg/kg) TRITATAFVERBT A TAF Y OEFAEETVE
ZRVIRUEAL, 24 B EO&ERAZEITOE LT, L7z, (Table 3)

BEIHNDOE— U EmREDZEE % Fig.5 lcRLET, 100 B DEFAFOLE— 2 EEEBIRME (%RSD) (F

CDREE S MAIXREEENEERICENTOE T, (R BN ELST NRBEGY E LT,

BAH3, 4, 5, 6, 7, 8 9, 10 DISEVEADZEIR)

x10°

4.5

EE2A 4> DOE— v mEiEE

o0 0 10 20 30 40 50 60 70 80 90 100
EFINEIE-
Butocarboxim-sulfoxide O Thiofanox-sulfone A Monolinuron O Probenazole
1 Dipropetryn O Pyraflufen-ethyl O Emamectin Bla A Pyridalyl

Fig.5 IV MaHBRPEESMHYDOE—I/ERME DY b CRINEE :0.05 mg/kg, 100 EIEFEIH)
Peak area response for several pesticides following 100 repeat injections of a 0.05 mg/kg spiked into a mint matrix extract.

Table3 EBEImMPDE—rEEEBRRN (B2 0.05 mg/kg ZRMLIES > MbdRD 100 E1FAESE 24 Bs 91
Peak area variance for selected pesticides following the repeated injection of a 0.05 mg/kg spiked into a mint
matrix extract. (number of sample replicates was 100; the analysis sequence was 24 hours).

MRM IRIFEF 15

(o= CASES HFR DTR OBE g oy C b EEE
Butocarboxim-sulfoxide 34681-24-8  C7H14N203S 206.0725 + 207.10> 75.10 3.042 1,220,391 26
Thiofanox-sulfone 39184-59-3  COH18N204S 250.0987 + 268.10> 57.00 4.001 442,724 5.7
Monolinuron 1746-81-2  COH11CIN202 2140509 + 215.10> 99.10 4.985 2,904,116 37
Probenazole 27605-76-1  C10HINO3S 2230303 + 22400> 41.05 5.995 1,145,189 35
Dipropetryn 4147-51-7  C1TH21N5S 2551518 + 256.20 > 144.05 6.999 3,289,597 34
Pyraflufen-ethyl 129630-19-9 C15H13CI2F3N204 4120204 + 413.00 > 339.00 8.004 3,653,333 35
Emamectin Bla 138511-97-4 C56H81NO15 1007.5606 + 886.40>158.20 9.008 3,109,562 45
Pyridalyl 179101-81-6  C18H14CI4F3NO3 488.9680-491.90 >109.05 10.171 1,579,422 50
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RiEBI MV ARTOREN

BRPOEBEREEEDEHD LC/MS/MS DITD K E X
RED 1D, HEITZLEPOI VT AFEDICE DT
A F e IEIENTY, HEWNIEAF AEHiMBEE N
TAHEXMIIZRMRONREET HLTY. X hU T AR
E—VEREICREZS5AETT, BROAEGNET NI TR
MADEGE DD, E—JEREBRYE (%RSD) DESE
FUEIH, A—DOX b7 ANTHENEEBREOEEII R
NRICIMA S5NZDNIBRTT,

R LT, BE 646 ln ARz 3EDOHEM (V>
SR RTR) Z100EY D, &5 300 EESDTEIT
WE Lfce GRIDEE 1 0.05 mg/kg) B3 3 sl DEFEDHT
BERE Fig. 6 IR LET, ERDEEI MU T ZNRERZS
5L, BRAHABPTERE L -/ BREEHFRE
%RSD ZR L CTWE T,

F 7z, Probenazole & Dipropetryn @3F A 1[E1H & 100 [E18
DOMRM 7O IS LELELE Lz, (Fig.7) BN
BT M) ZMRICE B E—VEABEOEFHNRESNET
o, BE—aHNTIE 1 BB & 100 BEDE— 7 mREZERIL
5.7 %RSD LB A SN E LTz, (Fig.7)

x10°

45
%RSD 3.7

4.0

w351
i

fid

{1\ 3.0

VY

g 25

A %RSD 3.9
20

\v

]

(54

1 IPE =t

kb

%RSD 3.4
0 Dipropetryn

0.0 " " " " " .
0 50 100 150 200 250 300
AL
O Thiofanox-sulfone 1Dipropetryn Probenazole
Fig.6 U>d-Ivbh - FRMNOHMEERFORE 3 o OE—vmEEET Oy b CRIGEE :0.05 mg/kg, e : 72 BEREILLE)

Peak area response for 3 pesticides spiked into apple, mint and tomato matrix extracts at 0.05 mg/kg over 72 hours.
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Fig.7 U>d - Z2b « b MEHEERAD Probenazole (RHFEHE 5.995 93) & Dipropetryn ({RIFEHE 6.999 73) D

AATEEBE 100 EED MRM 70X S
MRM chromatograms for probenazole (RT 5.995 minutes) and dipropetryn (RT 6.999 minutes) for injection 1
and injection 100 spiked into apple, mint and tomato matrix extracts.
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< b U7 RENROHE

BAGEBIEBNT, KUZDEEEZSRENDERIC
DT 2 RODAEERENTONTVET ., ABPORD
ICE B MU T RAZRIE, A F ALIIEI 1 F et Z 5]
ERILET, Flca 7 umflig, EBORLEN, 7—
ZDEHEE PRBEICEREZRIZTTERELNH I ET,

TG M) 7 ZARRDEMRLOFHZIHET 2
Slc, BERERZRRT 5HENLEDNTVET, &
WIBDTcHDHEFIRIFIE—RICOABZTHY, BRANHRD
BUWHETY., AbAERIE, BRELTEHABIAZEDRD Z
BRL, HEOBRMERLEICDBENYET, AIOEVEZT
niE, 727307 4ALEEF TV 2 A LEHIROMIIHE]
BEEBTYVET,

E%& 0005 mg/kg AMLZS > MMakikE, KT1:5,
1:10, 1:20, 1:50, 1:100 cHFR LR D MRM 7 O
NS LEFiQ8ITRLET,

Table 4 ICERABRRFIDEINEEZRLE T,

Az 108 (110 HRITZE, FEALEDEDTY b
)7 ZMEHNMEIE N, BIUNENT70-120 % W L.
%RSD & 20 % LUF, FHEL S DEENRIULIZIF 10 % F5&
CREEREREBDTENTEL LIz, B Z 20156 LI
S50BICHERT 2E, I MUY RMRIGHFRATREFRZEET TN
FITEF LTz

PTg Q2900-13215 1.06e5 Q2390013215 484e4  Q239.00-13215 37244 Q239.00-13215 219¢4  Q239.00-13215 114e4 Q23900213215 6403
v o . . . . .
g 1.0e5 ¢ 10659 1‘5 1065 1‘10 1.0e5 1‘20 1.0e5] 1'50 10659 1'100
"g 7504 7564 7504 7504 7504 7504
' 50643 5.0e43 h{ 5.0e4 50643 50643 5.0e4
4
4 25e4 2504 2504 2564 4 2564 2504
-] 4
.4
o Rans T T o Ranen u T o Ramry T o y o = T o 'y
35 36 37 38 35 36 37 38 35 36 37 38 35 36 37 38 35 36 37 38 35 36 37 38
@ Q2300012500 194e5 Q2300012500 10265 Q230.00>125.00 6534 Q230.00»125.00 366ed  Q230.00>125.00 164ed  Q23000>125.00 7.20e3
- v
g 1:0 1:5 1:10 1:20 1:50 1:100
o 15 15657 1565 15659 1.5¢5] 1.5¢5]
r v
QD 105 1.0e5] 1.0e5] 1053 1.0e5] 1.0e53
£ 1
omm 50cd] 5.0e4] 5.0e4 504 v 50043 5.0e4
(a] b4 4
0 T T T V‘ 0. T xT T ‘\ 0. T XT T a T 0. T ry T % T 0. T T T < T 0. T EY T T T
39 40 41 42 39 40 41 42 39 40 41 42 39 40 41 42 39 40 41 42 39 40 a1 42
:E Q239.90>134.15 88265 Q239.90>134.15 290e5 Q23990213415 17085 Q239.90>134.15 9.27e4  Q239.90>134.15 3334 Q2399013415 1.19e4
4
g 8.0e5 1:0 soes 1:5 &o0es 1:10 8.0e5 1:20  cos 1:50 sos 1:100
5 6.0e5 6.0e5 .05 6.0¢5 6.0e5 .05
e | 4065 4.0e5 4.0e5 4065 4.0e5 4.0e5
(=} b4
= 208 2,065 2,065 b4 2065 2,065 2,065
(=) .4
b4 h 4
o. Ey o TR T T = T 0. £ = T o T 'I o T T - 0. L3 T =
65 66 67 68 65 66 67 68 65 66 67 68 65 66 67 68 65 66 67 68 65 66 67 68

SRHIAKT1:5, 1:10, 1:20, 1:50, 1:100 [CFHR,

MRM chromatograms for 3 selected compounds spiked into a mint extract at 0.005 mg/kg and diluted 1:5, 1:10, 1:20, 1:50 and 1:100 with water.

ARG

1:100

1:20 1:50

Fig.8 I MAERICAMLIZEZR 39D MRM 270X 24 GRITEE : 0.005 mg/kg)
Table4 =X MAERZEKTHRLILFEOFBIRAIIEEUNEE GRIEE : 0.005 mg/kg)
Diluting a sample matrix extract spiked with 0.005 mg/kg with water reduced matrix ion suppression.
de=g7E=
Bentazone 25057-89-0  C10H12N203S 240.0569
Demeton-S-methyl-sulfone  17040-19-6  C6H1505PS2 262.0099
Dimethoate 60-51-5 C5H12NO3PS2 228.9996
Isocarbamid 30979-48-7 (C8H15N302 185.1164
Vamidothion 2275-23-2 C8H18NO4PS2 287.0415
Thiazafluron 25366-23-8  C6H7F3N40S 240.0293
Demeton-S-methyl 919-86-8 C6H1503PS2 230.0200
Sebuthylazine 7286-69-3 COH16CIN5 229.1094
Flutriafol 76674-21-0  C16H13F2N30 301.1027
Furametpyr 123572-88-3 C17H20CIN302 333.1244
Fenobucarb 3766-81-2 C12H17NO2 207.1259
Benodanil 15310-01-7  C13H10INO 3229807
Terbuthylazine 5915-41-3  C9H16CINS 229.1094
Dimethachlor 50563-36-5 CI13H18CINO2 255.1026
Dimethenamid 87674-68-8  C12H18CINO2S 275.0747
Furalaxy! 57646-30-7 C17H19NO4 301.1314
Bixafen 581809-46-3 C18H12CI2F3N30  413.0310
Triflumuron 64628-44-0  C15H10CIF3N203 358.0332
Epoxiconazole 133855-98-8 C17H13CIFN30O 329.0731
Teflubenzuron 83121-18-0  C14H6CI2FAN202  379.9742
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WS
Conclusion

K7 TVr—23 VT a—ATENLIEEREEE 646 B
D—EBEERPWMAYV YR (IEDHYH&RA3 MRM, &
1,919 MRM) £ LCMS-8060 & FIAE T 5 & T, behHh
105D TERPBRETHIEDTE, BRDNOBRELSD
WMEgEETHAY Y FTY, £z, LCMS-8060 DR &
BEDBEREALE— K5 msec Z7ENL, —EDRET
IATATAFTVIABRDERI T4 TAF > 612 W%
BHT 2T EDAEETT,

LCMS-8060 DEREMREICK > T, HAEAERLTI b
U ZAMREMEIT B EDAIREL TV E LT, FEALE
DEEYE, 20BE LIE50ETAHTET70-120% D
EINEERDENTEE LT,

W
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LC/MS

Application
News

Noj:14{)

JO00ZF VRERF (RAZAF /A F) B8LU T«
TOZIVEEES LTRLLFAIBEENTWARERTT,
WE, TNSREFE S VNFOEEFRIRERE - ORE
HRESNTHY, BEICBTZ2IVYNFOZHEHHNER
THBTEND, EOLZAEMESLIURVNIEELOXNE
MABE->TVWETY, Th&EXIF, European Food Security
Authority (EFSA) Tl&, 7OF 7=V, 4240071 R,
FTANFSLIEDWTHGRBIRERRS, £, T«
TOZIDESEAC LOBEBFI—T 4V INORBERIE
THBEERYE L.
INSDILEMANDRENIVYNFICRIFTHEE, &
U, TEMPNFIVDBERKTICOVTEYRNHREEZRES
feobltld, BREREENNENVBERARN TS, T T,
Nexera X2 H KU LCMS-8060 #AH\W\N\fexA4A ZOF /A K7 &
ET 4 7AZIV (BLRUZOREY) DEREDITEE A
NLET,

T. Tanigawa E.Imoto

WRERFE

Sample Preparation

WEREEMBEE L TCFT7AMFYL-d3, /1242707
F-d4, 7OF7 =T -d3EZAVE Lz, (LEUDHEIE

Liquid Chromatography Mass Spectrometry

NFIVRICEHESENS XA ZIF /1 K,
74 7AZILE X URHENOEEREE55
Ultra-Sensitive and Rapid Assay of Neonicotinoids, Fipronil and Some Metabolites in Honey

by UHPLC-MS/MS [LCMS-8060]

50mLF1—TIE5gDNFIVEFMEL, 5ul DR
BEYE (£ 5 ug/mL OEER) ZARML, 10 DEBREE:
BLE L, TNITT0 mL OBERIKZEMZ 1 2ERIVT v
AL, TS5IRI0OmMLO7EMZMUIVENZ 1 DEREE
THTET, BERZAELE L, BREREEETEY
MITTEBIRE D%, QUEChERSEHEZARML, BAAEZE
3000 g, 10 °C, 5EDEHTELONDBELE LI, L&EH
BoemL FEMBBEARAVDISmLF2—TINEBL,
TH5ICIRE 5%, 30009, 10 °C, 5 9BDEMG TR OB
LE Lz, TOLEBIEE LCMSBIEBDAZ Z/NA T U\
EBL, piFlctLx Ll

EIESPEL ]

Recovery

MRDONF VB RONFIVEZEHEWT T 7aEMIC
ZALEY A 50 ppt AL, ZNZhsmd, AEICHLE Lz
#ER% Table 1 lERLET, BHLEIREKIZ70-120% T
'), EU D SANTE/11945/2015 HN4BE T 2 EF A& A I UX
FHUE LK,

Table 1 ZALEOD/N\F =Y HRICEIFBEINEDAIEE
Measured Recoveries in Honey

QUECHhERS (Quick, Easy, Cheap, Effective, Rugged and de=x/) EIES et Bl
Safe) AL EEBHEAEBEHIEDE TITULE LTz, QUERChERS TEsITUR 788% T4 7AZIVAJVRY 742 %
gﬁ%ti (49 Eﬁ@?ﬁ*:/'jA, 1 g 717@*#'}71& /:/tQSjU F-N- 93.4 % =207 R 83.2 %
0.5g 7 TVB=F kU LA, 1 gEIF FUDL), FAAFI S o7
EEBEAOHAREIE 129 WM< I 2> 7 L, 04gPSA IRFT=—rY 706% =T YETL 87.0%
FHEH|, 049 CIBRER) A TLIvIRENEDE, ITITY 765%  F7oATY K 822%
ZHNZh Biotage 4HSBALALE L1z, Ja470Z)b 781% FTAMFYL 75.6 %
TEEZZITIER  TEEZITYFN-TFIAFIV IOFTZIY I/TITSV Za 70z
(0.005 ug/kg) (0.005 ug/kg) (0.020 ug/kg) (0.010 ug/kg) (0.001 ug/kg)
T4 7OZIVRIVKRY e i=pN ZFVESL Froazyr FT7ARFY L
(0.001 ug/kg) (0.020 pg/kg) (0.020 pg/kg) (0.005 pg/kg) (0.005 ug/kg)

025610517
o

Q2531 Q91
o o

Fig.1 BtEMDEETFREEICHITESMRM 7O NI T4
Chromatogram of the Target Compounds at Their Lower Limit of Quantification
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Table2 CHIFEZMH

Analytical Conditions

UHPLC . Nexera X2
barival N - ACE SuperC18 2 um (100 mm L. X 2.1 mm 1.D.)
HoLBE 130°C
BEtE CA0.05% 7 VEZTIK
B:AZ/—)L+005% 7 >EZT
TR 600 uL/min

JSITNIOY 5L 1 5%Bto 100 %Bin 3 min
100 %B to 5 %B in 0.1 min

LC/MS/MS
AAALE—F
AVZ—TI1—REBE
AR I1—XRE
DLIBE
JOvye—SRE
TSP AR RE

- LCMS-8060

T NERESI

H KV GRITA D) /15K (RATA )
1400 °C

1200 °C

1400 °C

23 L/min

=742 HXRE  10L/min

Pailinii “4min ROAHRRE ©5L/min
EAZ 22l (10 uL DK EFHTEA)
Table3  MS/MS B8/ N\ A—%
MS/MS Acquisition Parameters

MRM ~ 5> 3> M HEG Polarity MRM Quan MRM Qual ISTD
TEHEITYR Acetamiprid + 223.1>1260 223.1> 56.1 2
TERZTY R-N-TAAF)IV Acetamiprid-N-desmethy! + 209.1 > 126.0 211.1> 1280 2
JOF 7T Clothianidin + 250.1 > 169.1 250.1>1320 3
II)TFITZY Dinotefuran + 203.0>114.0 203.0> 870 1
T4 70Z)b Fipronil - 435.0>330.0 435.0>250.0 3
T4 7OZIVRIVERY Fipronil sulfone - 451.0>415.0 451.0>282.0 3
122707 RK Imidacloprid + 256.1>175.1 258.1>211.1 2
ZTFVES LA Nitenpyram + 271.0>126.0 271.0> 2250 3
Froaz) R Thiacloprid + 253.1>126 253.1> 90.1 1
F7ANFETL Thiamethoxam + 292.1>2111 292.1>181.1 1
F 77 A bFHL-D3 Thiamethoxam-D3 + 295.1 > 214.05 - 1
1Z2071) R-D4 Imidacloprid-D4 + 260.1 > 179.1 - 2
vaF7>I-D3 Clothianidin-D3 + 253.1>132.05 - 3

T—2EAHEERE 0 3msech 534 msecE T—D2DE— 7 1Tx L TRIE30 SEUE LII5E DOEBEER (&A/V— 721 L1140 msec)

{2 EBSRE 1 msec
DFRBERTE : Q1:Unit  Q3:Unit
\ - <
.#‘V I) 7 b_y 3 / 2375 y = 0.0x? + 0.008386x + 0.040184
% 350 R? =0.9988971 R =0.9994484 n=1
Callbratlon g Curve Fit: Quadratic

ZLEMDREERE, APEEZFET7 MM ILER
W 0.5 - 5000 pg/mL ICHERL, REREEICK DIRER
EERLE LTz TOEEDFARIE1fg-10pg T, /\
FIVUHEEICHRET A& 0001 - 10 ug/kg £V ET,

ZIEMDEE TRIEZ Table 4 I, EBTRIEICHSITS
MRM 2 OX F S L% Fig. 11, TNEFhRLE T, B2
= (n=1) OEBEEEINT80 - 120 % O&EWHEICNE Y, L
WEAFIv oL UIILBIFBEEURDNRENE LT

BlELT, 72T FOKERA Fig. 2 ITRLET,

Table4 NFIVRICHIIHEEMOTIRERZ(E
Limits of Quantification in Honey

PN LOQ N LOQ

L& (ug/kg) le=x7| (ug/kg)
TE2=ZTUR 0.005 T4 70Z)VALERY 0001
;Ei;i”hw’ 0005 A =440FUR 0020
HOFFT=IY 0020 Z=FUESL 0,020
I/FTI5Y 0010  FF4OFUR 0.005
J470=)b 0001  FF7HARFHL 0.005

325
Weighting: 1/

30.01 Zero: Default (Not Forced)

2759 Mean RF: 6.529647
2501 SDRF: 1256448

%RSD: 192.4221

25
200
175
150
125
10.0
75
50

0 250 500 750 1000 1250 1500 1750 2000 2250 2500 2750 3000 3250 3500 3750 4000 4250 4500 4750 5000

Conc.Ratio

w2 (ug/kg) BE (%)

0.005 106
0.010 97.2
0.020 95.6
0.100 107
0.200 98.4
0.500 91.5
1.000 104
5.000 99.9
10.000 100

Fig.2 Acetamiprid DIRE4F
Calibration Curve of Acetamiprid
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WYY T IVDBIREE

Real Samples Analysis

BmPHRERE LTHRENTVWAENTIY IRBZEAL, RNERE LTESREDHICELE LT, TORR, TR
HEGoe 1 MBERCINTORBCEWNT, EEEZRECTRZEEDRBEEZEET S LICHILE L, BRD
Y% Table 5ITRLET, THITFiQ. 3OMRM VAR IS LTI, M)V ABERDIEL -V DRBZRIFH L7k
CERERDOBREDTECEY, SEDOHECLYRARTOSREGTEENMTAS I ENRENE L.

Table5 NFZVH >V CRE pg/kg)
Honey Samples Results (concentrations in ug/kg)

mE TEHEZTYFR oOFT_Iy  AzgynFUN FrFooSUR FT7AETL

1. 7097 AE, 7Y)—LIRK 0.20 0.010
2.AZYTE, 7)—LIR 0.15 0.17
3. I/?\ E, 'R 0.38 0.043 0.020
4,75 XF‘+7\/\/( VE, 7)—LIR 0.27 0.047 0.020
5. 24 L, &R
6. LE: /, 7)) =LK 1.7 0.15 0.033
7.2HAY, &K 1.2 0.62
8.8, 7 U—LIK 0.14 0.055 0.39
9.18, &Ik 0.34 - 0.11 0.010 -
o (SR, C— = TE2ZT RF-N- _ Ja470Z)b
mBE STV ZTFVET L g Ja7Oz)b 2k

a0 7V RE, 7 — L3R - 0.052 0.005 — —
ARZUTE, 7)—LIK - 0.040 — — -
ELx—E &R - - 0.015 0.004 -
TIVREFARAVE, 7)—LK - 0.032 — — -
AL, IR
LEY, 7U—LK - - 0.020 — -
AV, ORI 0.024 0.018
8.1E, 7 U—LJk 0016
9.18, IR 0.006

NOoO VAW =

TERZTUR  TEEIT)RN-TRAAFIL TAF T I I/TITT Ja 70z
(0.380 pg/kg) (0.015 pg/kg) (--- pg/kg) (- pg/kg) (0.004 pg/kg)

Q223.10> 126,00 2.18e5 Q209.05> 126,05 6.09e3 Q250.10> 169.10 11563 Q203005 114.10 2253 Q435,00 >330.00 23163

6063 s
e
2,065 Sses 3503 5063
o 2083
f e
8es 5063 oes o
1665 4563 4.0e3
1,663
Laes 4063 253 3563
s 1.4e3
125 2.0e3 0 1263
20 2563
1,065 1,063
25e3 1563
8.0e4 2.0e3 .
2063 e
6004 1,063 15e3 6062
1063 4022
5062 2062
0,060 ; 0060 0060 0060 0060
e e r——— e g A At Dol e n Mo At v b
210 215 220 2.5 230 235 240 245 2010 215 220 2.5 230 235 240 245 200 205 210 215 220 225 230 T50 155 160 165 170 175 180 300 305 290 315 320 325 330 235

1503
4.0e4 Lo

2,004 5062

T4 TAZJVAIVRY (RO 7Y R :?/85./_\ FroATIR FT AN EH L
(- ugrkg) (0.043 ug/kg) — ug/kg) (0.020 pg/kg) (- ug/kg)

Q451.00>282.00 13182 Q256.10> 175.10 16204 Q271.00> 126,00 1563 Q253.10> 126.00 21804 Q29210521110 1.123

1.6e4 7.0e3 1.1e3
182 2008 .
1.4e4 6.0e3 .
1.6e2 1.8e4 9.0e2
L2t
1.4e2 5.0e3 16et 8.0e2
1.2e2 1.0ed 14ed 7.0e2
4063 12e4 6.0e2
1.0e2 8.0e3
™
. o soe2
60es aes aoe2
6o
2.0e3 6.0e3 e:
ates 2062
- ‘/\/v\"/\\\,\/\f

4.0e3 2062
1063
2003
2.0e1 2063 1062
0060 0060 0,060 0.060 0060

e L e b
305 3.0 3.15 320 325 330 335 340 200 205 210 2.15 2.20 2.25 2.30 155 T80 165 170 175 180 185 150 225 230 2.35 240 2.45 250 255 180 185 190 195 200 205 210

Fig.3 N\FIVHICBIIBEED O MN DL (ELX—E, &R
Chromatograms of a Sample Honey (Pyrenees)
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AE DR E EER
Stability

SEDAEECSIFHEFRESLUORYRLUBREEZTMT 578, BESMREENED OFBEDNFIY (214 L, &R
lc B b EH% 0.05 ng/kg DIRETAHML, 150 BIDEFAEZTVE LI, Fig. 4 lcmEnNd LI, RaBHTKDEREDHR
EleBWTH, sLWIABBRESSUEREDZERZBRT ZERNTINE LT, SREGAEZRBEMIFIZOAT,
LCMS-8060 DERFRIZA 74 > Y —ADHRFDENENTWVWE EEZSNE T,

700000

600000

OAcetamiprid RSD = 3.2 %
O Acetamiprid-N-desmethyl RSD = 4.8 %
Clothianidin RSD = 7.3 %
Dinotefuran RSD = 17.2 %
OFipronil RSD = 1.2 %
OFipronil sulfone RSD = 1.1 %
Olmidacloprid RSD = 6.1 %
300000 ONitenpyram RSD = 3.5 %
OThiacloprid RSD = 10.8 %
OThiamtehoxam RSD = 7.2 %

500000

400000

Peak Area

200000
100000
STV IO T IO TSV IO TV IO IO
000000000000 0000000000
0
0 20 40 60 80 100 120 140
Injection number
Fig.4 150 ERERCRIEICHIFD, BEOE—IVEREDREME (\FIVER)
Stability of Peak Areas in Real Honey Samples
SO
W&
Conclusion

NFEVRDRXAZAF /A FPT7« TAZNGBEDRELZBSRELN DBRTCOMT 2F EAZHIILE Lic, RBRFEISH
BEEREFTHECBVENERZRRIZ LA TER LI, chITLY, REIEN TV RERBELEEZKRICTESEE C/\F 2
VHDERZEET S LN TER LI, &, AEDE#HZERTLERENOZEEIHY FLATLI.

ARRFAEESKAZAF /AR T TONGBEDEENIVNFORICEZBEE, BLUTEMPI YN FROEEEE
LNIWEMERT 2c&HDY—ILE LTEMT, EHEEMOFREEICOEZICKTEMAIEELDTT,

THRFAT - 20165E118
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Application
News

No. C154A

NEs
ZERSEZZY Y (MRM) E— REAWTEEER
DRV IR LT o256 BEEROBBMS KO3
MHREEEYET, CORELERRAT BHICRRT ST
TOA VM A YV DEEELT T E TR BEICERAR
EL. BECEDT—2ERETLHIENTEET,
TERD MRM JETIE—DDEZFITH LT 2-3 DT 5 J A
VM FUEBRTBHDITHL. MRM AR MLE—RT
& 6-10BDTSIAY M AYD NSV IT a Vv HERL
TOWET ZLDTZITAY A VDS VI 3V ER
BIBTET.BERREIZATZURRICEBHINTWNS Y
SUAYINFVDAIRG MUE—BLTHY. UT7LY>
ATAT7 ) OZEMTHEOREREEAB ELE LIz, TD
MRM X7 b JLE— R% 193 EOEREDEE - EMICAL.
RHRE - BRI - BIRMICEBIT AT E7%5< 1291 @D
MRM r S g o FRLE LT

F—TJ—F: MRM A7 MVE—F; {&EM4E. HERED
1, B 20LRe; LCMS-8060; &WLMEEM

cl a=x7E2
al /U = 1 mp
[¢] AT
o COH10CI2N202
N T ~ CAS 330-55-2
ER=*E H

2 @D MRM AX7Z ~)L
1:248.80>160.00
2:248.80>182.10

MRM ZR7 M VE—F
9 @D MRM AX7 ~Jb
1:248.80>160.00
2:248.80>182.10
3:250.80>162.00
4:248.80>133.10
5:250.80>135.00
6:248.80>161.00
/:250.80>184.10
8:248.80>125.00
9:248.80>153.00

BUVREMRE
LR—hofE#EER L
_J A7) RESNEDE L

7.75 8.00 min 7.75 8.00 min

T fEREE MRM AN MILE— RO, £2<DT5T X2 b
AFVDMRM 52T 3 VEEISS B L CREMSZER L L.
RRGIE - ARRMEEIS T 5 LN TEE T, U2V DRIEZETT O
BAIEDTIA—Y—AF DS VIY 3 v ERBNSHT ETHERD
EEEDNELELE L, 2LDTTTAY A FVERRLIICEH
BEhod. IERELHBRLTT—2DBEIRMETLTEST. E58-E.
BffE. BRECEVNEIESNEYATLR,

Liquid Chromatography Mass Spectrometry

BREREDIV—F U AhRicHr 5T —2E5E R il
Te MRM ZAR7 FIVE—RE LU 51 75 YRERDIGH

David R. Baker', Chris Titman', Jonathan Horner? Neil Loftus’
'Shimadzu Corporation, UK; 2Scientific Analysis Laboratories, UK

Jde=
B
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W RERTE

QUEChERS ElC K BiHpIcRERA RN > TIivE
Scientific Analysis Laboratories, UK (2t CIEE % LTz,
MRM ZXRY MVE— RDT—EZN—XBKUCZ1 T Uik
FIRBEDBIWERRRZ 1T D IeDIC 2 — A w7 T L NN
P2 NPACY SN N 711')—\ FAL. ARF v, b
T M AEEBVTERETVE Uiz, &I&hREIIET7 € -
ZhUVEBESE L EELCMS/MS It LE L, BIEIC
POTRVEMETART 2= ROUEETTS fedblc
F— TS —CTHBNITKELIA L -/ EENE
DIESHITHI 2 um ORFROAD T LZBVE LIz, & 1)

BEA 001 mg/kg 55 0.2 mg/kg ([CFARLL . HEEREIE
L& Lfc, BIRMRERICIZTRA RIT 0.1 mg/kg DEES
AL, R LE Lz, REICESI OEEmETEA 5
T URTHOMETVE L

TNTNDOERICH L THEFY7EDMRM oI 3>
ZRWV. 34BORETIZ 10MEUEDMRM F 5> T2 3>
ERAVE Lz, LEWMEERITTC NI A—T2TEE5<LT
DMRM b2 > 3 =BISLE LTz, 1291 D MRM |
SV avEGGRE 1B EEONEEIEDTH 159
TLIEZEMRM k592 37D Dwell time 14 3 S URT
Lfze MRM ZXZ MLE— Rlc & > THUS LTC?—Q@E
BHAEFHMIT Bz, WERD MRM & (1 DDEFRITHL
2 fED MRM. 5t 386 @D MRM) & BIEkD DAL E
Lize (&2

ETOEED TSI AVT— 3 vEBESMNICEEL L.
MRM ZRT ~LE— FDODHEZEIER S LabSolutions %
BUWE LTz, BROBRET—AN—RERWVWDI LTI
ZUBRRBIMLEYREZ BME LTe MRM AT ~LE
— RODHFEEBELN DOARICKET HIENTEEL
feo TDT—RAN—XE 750 FELLEDEZED MRM b5 >
>3 (6000f@LL L) AMEEENTHY T,

EBERDIHMImD =8I LabSolutions Insight ver.3.0 3 &
U MRM A7 MLE— FEBWE Lo MRM A7 L
E—RDSATZUBRRITIET 1 ILZ ) TV —UHEE

ENTHY . BREREERE IR LD TEXT,

F1 LCEMH

BEIO TS T«

UHPLC Nexera LC system

SMAZ L HSST3(100% 2.1,1.7 um)

HoLEE 40°C

piped 0.4 mL/min

ZEIE A FE77E=—T L (5mmol/L)
0.004 % FEE+7K

#ENE B FE7>E_7 L (5mmol/L)
0.004% FE+X%2./—)b

2T EE (min) %B

7073 L
1.50 35
11.50 100
13.00 100
13.01 3
15.00 Stop

AAE 0.1 uL (30 uL DIKELEFEAN)

£2 MRM AR bILE— R BRUREKD MRM EZ B
DITE— FDMS/MSEUF/ T A —42, LCDRIERFE CRfFaBUVE Lz,

MRM AT R~V

(5973
LC-MS/MS 7,(77 | iz (MRM?2 {&)
C1)-1
ExX 193 193

129148 386 1A
(1229 RIF (W4$/74

bV AYE SRR T 12X AT
7) )

S S 1ZUBBIUH 1IUBBIUD
A F 1E ESI +/- ESI +/-

BT 52U 50
;:9 JI=A  350°C 350 °C
E—r7O0vZRE  300°C 300 °C

DL iBE 150 °C 150 °C
XTZATF—HR 3 L/min 3 L/min
E—FTa4VITAR 10 L/min 10 L/min
RS> THR 10 L/min 10 L/min

W EBRERPLUER

{EFFROFHERENE. BEIDEE ) X H S bEaE
REL. BB, BREDHZT—2EHTTICERINDE
xR0 sWATEBNE LTHEY £9, (LEMREDH
A4 RZ A & EU D SANTE/11945/2015 ICE2EHINTH Y.
COREEZEIF D CES 2@ D MRM 2>V 3 /(C
BIF2AF B LCRIERENREMEANTH 2 T EHK
HENTHEVET,

HREEZROFHE OIS LISV TERBEERS T o
I1ZH LW MRM ZEZDREEZTTWE Lz 2D MRM JEIE—D
DEZEICHLTEYIZLDMRM b0 IT a3 v ERBNBT
S CREMENBLELTHYET, 7O ATV ARY
FLEERED MRM F o>V a v ERBPEDERTET
MS/MS 24 72U EBRBIZHT L. EXRAEDZ SN
EALETZTENTEET, MRM ART ~LE—REBN
HTETEBEEEZELORS L. RBEEE - EMERER
BHTENTEET,

B3 193% (0010 mg/kg) ZAML. MRM AT ~b
E—REBVTCHELIEMRM 70 bS5 LA 2 ITRL
£9, 193 BORED 1291 BD MRM ~Z >3 3 AR
BLEL, TOFD 151 EDOMRM 5> P2 3> %K 3
ITRLET, MRM ZXY ~VE— REZBWTAEZTTS T
LT BHBREICEEASZ 5T L. IFRMITT — 2%
WETHTENTEET,
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MRM #&
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B 1.

L Y A PR VAR

9.0 10.0 11.0 12.0min

M2 EFEEICBITSEMRM S0 3 YDERX NI T LEFUREI1B3BOVAT NS Lo MRMIFRATISTE. 7—/1\—Zv 7L TVWE LT,
CDESBRE LT —2BUSET 2B BICEWVNTH, RO MRM AL B L TE— 2V EREE 52% U T Tl (n=5) . Sz 3 IcRLET,

R3 REE 880 D5 930 RETHORI T« TH LT
FATATDISTED MRM 5> 32,

4 MRM i E— o mia
B oo %RSD(n=5)

Dichlofluanid 8.80 6 ESI+ 2.2
Dichlofluanid 2 8.80 6 ESI+ 34
Dichlofluanid 1 8.80 5 ESI+ 26
Fluoxastrobin 8.82 12 ESI+ 2.0
Fenhexamid 8.83 11 ESI+ 2.2
Iprovalicarb 8.88 6 ESI+ 2.3
Spirotetramat 8.89 6 ESI+ 26
Azinphos-ethyl 8.90 5 ESI+ 3.1
Chromafenozide 8.91 5 ESI+ 32
Triticonazole 8.93 5 ESI+ 2.1
Cyazofamid 9.01 5 ESI+ 2.1
Prothioconazole 9.07 10 ESI+ 19
desthio
Diflubenzuron 9.09 4 ESI+ 20
Pyrifenox 9.11 8 ESI+ 20
Dodemorph 9.17 6 ESI+ 2.1
Fenoxycarb 9.17 6 ESI+ 2.0
Rotenone 9.17 6 ESI+ 24
Fipronil 9.20 10 ESI- 52
Bixafen 9.25 8 ESI- 2.8
Tebufenozide 9.27 6 ESI+ 39
Bensulide 927 6 ESI+ 26
Neburon 9.30 9 ESI+ 17

FH151 15

2.6 %RSD

3 REFERE 880 D5 930 DETDORI T THLURAT 4 TD

15TMRM h 5> 3>, ZORREICAH Lz 22 {b&9D E— 0 EEiE

HIRME (RSD) 13 52% U T T LIz, 7RA I 0.1 mg/kg DEFEZ M
LAEZEITVWE LT,
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HC™ N° N° CHs ISR 7024
o MRM 2~ b JLE—
2BoOMRM T 12 D MRM
ESH+ ESI+

1:210.20>140.20
2:210.20>98.20

feas TFUE=IV
#8550 CTTHI9N30

CAS 23947-60-6

1:210.20>140.20
2:210.20>98.20
3:210.20>182.20

4:210.20>193.05
5:210.20>70.20
6:210.20>165.20
7:210.20>71.20
8:210.20>138.10
9:210.20>150.20
10:210.20>95.15
11:210.20>107.25
12:210.20>167.20
BULEIRME

BT —2OEENE
475 )IRERATRE
TIIAY SAF Y

700 724 700 724

fer=xyca

b7z XOov
&
C17H8CI2F8N203
CAS 103055-07-8
{REFERE 1075 9

F
F oo o OWE
M FFF
N” N cl
H H
F

s MRM 2R R LE— K
27&D MRM 10 D MRM
ESI- ESl-

1:508.90>339.00
2:508.90>326.00
3:508.90>175.10
4:508.90>488.80
5:508.90>202.10
6:510.90>328.00
7:510.90>340.90
8:510.90>177.10
9:510.90>490.80
10:510.90>204.00
@ UERME

I ®sur—somm:
\v 5475 ) REARE

J % J TSIAV MAFY

10.75 10.90 10.75 10.90

1:508.90>339.00
2:508.90>326.00

4 IFVE-I (RIYT47) Ltz xay xA747) O

MRM & 0% b 45 Ly, 0.1 mg/kg DEEEE 7R A RICHRIML, 5EHgY

EUFAL. BBEEOEBRATVE L, TFUE—ILBLUILT X
OVICHEWLTD MRM 7E&E ALY, %RSD3.5% % 8% L1z,

LC-MS/MS 1T K BB A RS T fe®Ic—DDEZITH
LTEZLDMRM h S0y 3 0 EBVWSFEAERELEL
foo Efee MRM XY b LVE— ROMREESHMET B1céic
HERD MRM & (1 DOBEICH LT 2 DO MRM >
2 aAvERVWAFLE LOHEETTVE LI

M4CTFUEILSLOGILT7TXOYOMRM 270X~
ZLERLET, 0.1 mg/kg DEFER7RA RITHML. Z
NZND MRM FETHOMZETVE Lice MRM 70X 7
TLERAL—I VT ETOTHEST TNEFNDEKILFC
AT —=IVCERRLTHEVET, TFUE—IHEIUOILT T X
A& 702 55 1075 2OBITAHE T AL 100 BLED MRM
EFRR LT —2DBREHSWVBEREINICEE LE LT, %<
DT ZTAY M F U EEHE LIZICEEBOSS. RITa T
E—RFBLURAT A TE—RFTCHBEZTEBEEDAF %
BHLE L

FNZNDOMRMIEEBWTETDEERAAE LIHEIC
BlFdE—rmEEE OEBEFRER S5 IR LE T, FHEE
JRHIRIC K D EMEEN 1 ITEL Bl 7B % BRIFEHER
=8E L.

MRMZ A N JLE— R
7.E+07 -
y = 1.0048x - 4928.6
R?=0.9989
0.E+00 .
0.E+00 7.E+07
fEsE QEDMRM RS> 9 32)

5 fERDMRMZE (F5222 3 2%386) LU MRM AXY ML
TR (FZ2I232#1291) £ 193 BOREDE— -/ EEEDIERE
B, WP ERRZRS LN TER LT
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WAXRY FIVDEE

BRI B2 LCMS-8050/8060 125\ T
F—SREYRTLOVEDTE, TTTRAY Y RiF
MRM b 5293 3 U BEERT I TH < BRIEMYE

B HMETVERBIC K SnITEREZR 7 IR LET,
TSR TG LI 7Y (RAT 4741
AVE—R)BLO AFVFTIIARI T4 TE—R)

e K —RIDRAEICHIT DBREZEP L THY KT,

DE— U EEEN 3.5% RSD (n=4) LIF T LT

MRM 2% b )L fLats .
TUD—H=TSIAY M A . N giiééﬁ%%é’"f/
11 D MRM SN N N CF‘AJ?;W A
1:263.00>109.10 CE: -30V -86-
2:263.005169.10 CE: 22V (RIS 294mins
3:263.00>125.05 CE: 25V
{26300>12L15CE;46V 109 R
5:263.00>230.90 CE: 14V S AT
) 6: 263009310 CE: 21V .
| . . 169
7:263.00>78.85 CE: 46V b 12507
8:263.00>143.15 CE: 16V 125
9:263.00>110.85 CE: 29V
10: 263.00577.05 CE: 30V 231
11:263.00565.00 CE:-51V 79 93 143
65 |
750 1000 1250 1500 1750 2000  m/z
280 3.00
L B4 100 109 ELUE 100
)Y ORIz 7\#‘)“/77\
169 E—758E 2.5e6 160 v NwiN—
125 125 £ —758E 1.8e6
231 231
79 93 3 79 93 143
65 ‘ ‘ \ | 65 ‘\ ‘ ‘ ‘
750 1000 1250 1500 1750 2000  m/z 750 1000 1250 1500 1750 2000  m/z
109 109 .
ZELLE 100 a4 99
v oRX 1% )y oR
169 - Jaee 7506 169 AX—ZhFa—
125 125 E— 7= 6.4e6
231 231
79 93 143 79 93 143
s | || | 65 L
750 1000 1250 1500 1750 2000  m/z 750 1000 1250 1500 1750 2000  m/z
" AL 100 i BLUE 100
XMJYTRw Yo
169 LUFTE 169 Z—X1ws
125 E—758E 7.5e6 125 E— 2% 1806
231 231
79 93 143 79 93 143
55" . . ‘ 6 L ‘
750 1000 1250 1500 1750 2000  m/z 750 1000 1250 1500 1750 2000  m/z

6 EEZIMJYYIRICEIFEMRM ANRY ~VE—REBWT A b V-S-AFIVRIVRY DREE
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W ANT bIVDEE

Bonfe7—2DEBEHZR LT BHIC—DDEEIC
BWA NIy av0REEPLE Lz, T5ICMRM
SV AVERIFELEBETTOR Y M F AR
I MIVERELE LT, TOMRM ZRWCERELfTO4%
T EAF VARG MUFBENIC) 77 LY RAXRY Kb
LHEEN, BRI THAEREINET,

K 7 T4 7T URERAIGER T T AV bAF VARG
MLEFERTHEEMEERLEYT, T TIEENE - EE2DT
DICTAAT AT 7LBLOT I VAT 77 LEBVE
Llco TRAATA T 7 LB KU T T AT 477 LIE 1FIE
BLI727AY MMAVEIOREFBEEBLTHEVET,
MRM ARY b LE— REBWVWTANRY MUVOEEET ST
BB TAATA T 7 LROT T VAT 4 77 LEIEREICE
EBITBCENTEF LI (T AT T77LDTORY
A ANRYT NVTIE mz1540 182 1C T ST AV MAH
ViFREINEHAT LS )

1:31800>136.10 CE: -27.0
2:318.00>301.00 CE: -9.0
3:318.00>182.00 CE: -14.0
4:31800>154.10 CE: -23.0 [ 1
5:318.00>108.10 CE:-40.0 [
6:318.00>93.10 CE: -48.0 [

10.50 10.60 10.70 10.80 1090 11.00 11.10 1120 11.30

min

1:31800>136.10 CE:-27.0 TIVAT AT T s
2:31800>301.00 CF: 9.0 [
3:318.00>182.00 CF: -14.0 [ N

4:318.00>154.10 CE:-23.0
5:318.00>108.10 CE:-40.0
6:318.00>93.10 CE:-48.0 [

1050 10.60 10.70 10.80 1090 11.00 11.10 11.20 11.30

N/ NS

TAAT AT 7 s
182 w1z RY ML
136 301
93 154
/ 108 ‘
N
93108 14 TAATA 77 I
SATSYRRY MU
LM 99
136 301
182

1000 1250 1500 1750 2000 22

50 2500 2750 m/z

TIVATAT 7L
136 FKRAILTEARY bIL

mz154, 1821€75 75 4,
AV AT NFREE
ng
93
/108
0 ‘ ‘ N N
WU U
e 108 154 TAAT AT 7 s
S54T5URRY bL
136 BLET 301

182
“““ [ [ L L I B AL

A — :
1000 1250 1500 1750 2000 2250 2500 2750 m/z

7 TAATAT7LBROT7 AT A7 7 L% 01 mg/kg ICEREL. 7 VITRIILIEMRM 7O M S LBRLET, 720 AT 177 I
TFAATA T 7 LER—D S Iy 3 VB IOREBERTCHY . MRM AT RUic &Y BERAXF L, RBEEBIT DT EHNTET LT,
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NEE

AV ED 1% 3BBEICER L. < MU v & ISR L
TAREFTVE Uiz, B 8 TEBMETNTLBEEFRD
0.010 mg/kg DEETLTOTOLY A A2 D S/NH 10
EBITHYE LT, BONRBEORREER 9 ICRLE
. REEE (00100200 mg/kg) ICHEE L TIERAME
BBTENTEE LS,

ftﬁm% L MRM 2% ~JLE— R
HIVRY RIS TIH—H—T55 4>k
FaiE=l, C9HON3O2 AA

CAS 10605-21-71

MRM (12 7&%8)
{REFEE 4.42mins

1:192.10>159.95 CE: -34V
2:192.10>132.10 CE:-32V
3:192.10>105.15 CE: 41V
4:192.10>65.10 CE: -48V
5:192.10>90.15 CE: 42V
6:192.10>92.15 CE:-36V
7:192.10>117.15 CE: =33V
8:192.10>78.15 CE:-55V
9:192.10>133.10 CE:-32V
10:192.10>51.10 CE: -60V
11:192.10>106.20 CE: -42V
12:192.10>78.90 CE: -50V

>~oc|-|3
CE/ .

8 LEED CEEHMTZTET 1REDHIVRY ZD LD
TIUH—H—=T2 AV b FoEBHELE LT
MRM 192.10>159.95 ZREH L U EEDFHMITAL .
REDTZITAV b FoHEE—VREICAVE LTz,

E— o miAfBs
35 4 EEWH ARV ED L

1 T ERERE BEAMTFIEL
30 1 R*=09993576

25 1

00 "1+
0 0.05 0.10 0.15 0.20

=E (mg/kg)

9 BEtENhZ>T2 3> (MRM192.10>159.95) ZRAL e
ANV D LORERZRLET, 0010mg/kg AL, 12E2TD
TRV MAFUNCBNT 0 ZBAS SINEBBTENTEX LT,

TORY SAF VARG bV EBDTSHICEWLNS MRM k>
VI AV DOBIEBREDCEREEIC K £, AN ZY
LDBE. CE& 10-60 VICRET %WV DHDIEEDHEE
WL, 12 EAOTORY b F UHhERINET, TOXY
bAF ARG MUES A TS RERICEREN. 10D
FRICOMTORESEICABL SN E T, 0.010-0.200 mg/kg DEE
FHHICPWTENZTNOELIER D7 H 98 AT LTz,
CORMCEBHRUEITATSUBRERTESR TOL T A
FUARY MVERWS LT EENE T —2REITHL

TRE, BE. BEMEELS LA CHENRERETE
BT ETT,

(E558E 1e6)
WA#% FIVRY B Ly - 160
JEE 0010 mg/kg
BOEAT77 100 -
: 105
25 - 65
90
117
A
OO L . . . . 1 1 ‘I . : . ] . |' . . 1 N .
75.0 100.0 125.0 1500 m/z
(EERE 1e7)
; NN 160
- WA*F 1% TRV AT LN 132
10 - = 0050 mg/kg
o EBRIMEXTT7 1000 105
05 - 65
|| 117
O‘OI I|I||
750 1000 125.0 1500 m/z
(EERE 1e7)
KAW% VallZa VSN 132
. 0200 mg/kg 160
15 = AELERTY7 98
s 105
10 - 65
90
05 - 17
.
00 = . 1 . N - - 1 'I N N N I N |' N N 1 . N
75.0 100.0 125.0 1500 m/z

10 3 EEDREE (0010, 0.050. 0.200 mg/kg) DAINYED L&

BEX MUY I RTHEMLE MRM 78427 b A F 2V ART bLERL

9. TATTVARY MLEWBETOIAER, BUMERDT B %
HBASEVEEREZRS LN TER LT
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LabSolutions Insight V7 b2 x 7 (®11) ZHAWATZ &
TEHMICBBINES AT L ERERAHEBICEHE
TBHTENTEET,

AT VELES KOZEEYEIC K> TRBILZTO
REBBEZBWItEMBERZEICK Y. LabSolutions
Insight (FFREHERS T T ENTEKRT,

«
Shorteuts ~ Compound List ~ Sample Results - Ethirimol
il # Flags [Flag ID | Type A # FlagID_|Sample Type | Cal Point | Level| Found RT|Std.Conc...|  Lib.SI[CA
€ & v v = v v v & v v v v
View M 75 Fenthion-sulfone Target 41 Multi-MRM - 0.01maskg 603 Cal Standard ] 1 7.107 10 97
M 76 Target ] Standard ] 1 7.095 10 100[
& 77 [@ Target M 3 Multi-MRM - 0.05maska 603 Cal Standard ] 2 7.098 50 100/
- ) Fosthiazate Target 4 4 Multi-MRM - 0.05mg$kq 603 Cal Standard % 2 7.101 50 100
M 79 Target s Multi-MRM - 0.2maska 603 Cal Standard o] 3 7.106 200 100/
Sample (4 80 Phorate-sulfoxide Target 46 Multi-MRM - 02mq$kq 603 Cal Standard ¥ 3 7.104 200 100]
M 81 Disulfoton-sulfoxide Target M7 Multi-MRM - Avocado spiked Job 556... Unknown 7.054 %6/
M & Pirimicarb Target =] Multi-MRM - Black pepper 0.1 spk Unknown 7.044 99
[d & Thiodicarb Target 49 Multi-MRM - Cherry spiked Job 555760 Unknown 7071 100/
M &4 i Target [ 10 Multi-MRM - Cumin 0.1 spk Unknown 7.055 %
[1 &5 Isoprocarb Target M1 Multi-MRM - Limes spiked Job 556109 Unknown 7.061 %9
= ] Target [ 12 Multi-MRM - Parsnip spiked Job 5558... Unknown 7.061 99
v M &7 Phorate-sulfone Target 413 Multi-MRM - Plum spiked Job 556046... Unknown 7.061 100]
Compound Details [ a8 Disulfoton sulfone Target [ 14 Multi-MRM - Potato spiked Job 555641 Unknown 7.076 100]
[4 &9 i Target 15 Multi-MRM - Pumpkin spiked Job 556... Unknown 7.086 100
A =t EREE - N R —~ =L
~ Compound Details - Multi-MRM - 0.01mg$kg 603 Cal_036 - Ethirimol = Calibration - Ethirimol
Calibration Curve _ 10210.20>140.20 () (id8981) 3.02¢6[J RT: 7.087 - 7.105]-(7.000 - 7.225] Scan: [14630 - 14668]-[14434 - 14941)(+) (ic:0) 3.05e6] Ethirimol g 5572001362201 + 00708901
. 10896 . ol 2084 020 % **JR*- 09997449 R =09998724
"" R1=7.095 < 269 a Fit: Default (Li
— : (Linear)
be v;r.vehfl‘ ;afu (" |,r\\lear
. B E| : (None)
orary Hits 2 et Detaut Nt Focea)
182.20 2234€T0
7020
1.0e64 71.20
H 165.20
S " i
e o T - T — T
80 100 120 160 180
1\«/ P mz.
- Ethiriml RT: [7.105] (+) S 100 (160} 1.0067 |
98.20 140.20
QC Chart 1.0¢7 N
8.0e6
6.0e6
7020 182.20
1 4065
7120 165.2
Edit @ 2066 l 9515 | 10725 13810 | 15020 Tera0
Reviey) o v > — = o 1L L h y T ;
69 70 71 72 80 100 120 160 180 50 100 150
Report - e Conc.Ratio
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LabSolutions Insight ICK > TEEH KU A 75 VELER A7 DREREEEN DERICGGHET 2 EHNTEET, T2 UV ITERT

V— MEREICE S TRBREERS L. 7087 b A VAR MVOFEMMERDATICED T 1)V )V THEEICE VB0V RIV—Ty FERIBLET,

Dk

BEORBHIIEBEEOFHO AT OMEICEVTKRERE
FEEINTVET, EU DOREITIHERFIFES LU 2 ED
MRM ~Z>T2 3 > DEEDREUBICINE 5 Z EHKRHSN
TWET, LHLEDS, BEDEBELBREHEHEDET
BE. BEEOH BT -2 ELCTVBEREINTVET,

T Tl AEEE< Ny RELEE 193 fEE%x
MRM 2% M LE— RERBWVTER - EEXTVE LT,
Bonfe 7 —2DEBEB LDIEHICTA TS U EBVE
BER D7 ARBIEES LTCAVE L

MRM ZXZ b JLE— RIC KB 7T—2EE (1291 @D MRM
FS>Ivay) ERKO—DDEZEITH LT 2 D0 MRM
ERVBRERE 386MRM) FHELTEE. BREDES
BESIUBEMEEBE LTce MRM AXRY MLE—RICK
DTEELTEMRM AT MVEEZEZBY< M) v o X
ICBWTRELICEREERBD T ENTEE Lic, TOFE
ERWCRIYTATBLORHAT A TE—RTT—2 %
BLBEDUEZ RS SURTITS T EICEY BT —4
DEEERZRIFLE L.

27TD 1291 MRM + ST a v, LEWMEERITS
T EFLCHELE Lz, Dwell Time %L LCMS-8060 %15
ALHD. MRM hS Iy g3 b A—ERBWGEWNT &
HBREARANTT, MRM ZX7 ~ILE— R TIEREICSC
TEMNEMRM > I 3 0B ANBEZR S EHDTE, B
ALEEMRM F STy 3 v DE— IR ESHET 5 &N
TEET,

[ References

*1

*2

*3

*4

European Commission SANTE/11945/2015. Guidance document on
analytical quality control and method validation procedures for
pesticides residues analysis in food and feed.

Schirmann A, Dvorak V. Crizer C, Butcher P, Kaufmann A,
False-positive liquid chromatography/tandem mass spectrometric
confirmation of sebuthylazine residues using the identification
points system according to EU directive 2002/657/EC due to a
biogenic insecticide in tarragon. Rapid Communications Mass
Spectrometry, Volume 23, Issue 8, April 2009, Pages 1196-1200.
Kaufmann A, Butcher P, Maden K, Widmer M, Giles K, Uria D.. Are liquid
chromatography/electrospray tandem quadrupole fragmentation ratios
unequivocal confirmation  criteria? Rapid Communications, Mass
Spectrometry, Volume 23, Issue 7, April 2009, Pages 985-998.

Pozo 0., Sancho J., Ibanez M., Hernandez F., Niessen W., Confirmation
of organic micropollutants detected in environmental samples by
liquid chromatography tandem mass spectrometry: Achievements
and pitfalls, TrAC Trends in Analytical Chemistry, Volume 25, Issue 10,
November 2006, Pages 1030-1042.

AYGETHRFETT - 2017 56 B
HRFAT © 2017 3 B

D

index




LC/MS

Application
News

No.c1 62

SRR, (LEMOREDL S, BEO—FDITEATIK
TREERFHE2WVERTFEDBEIZERT 5T AR
&, LOMS/MS IC K BRIETlE. W< DDDERIDHED A
WENTWVWEY, ZNISHLT EU U7 7LV AZRZ b
=0 EDTHY . ERIPITERFEZIEL LT % EURL-
SRM (72w bAIV . RA1Y) & QUEChERS Ll K5
HIALEE LB R O —F DA CIE ISH R xR D
fedD—F DL "QuPPe (Quick Polar Pesticides) 7&" & B
HELTWET, BH. KETIE. Y7L - BB{LEMICE
DhEEERDAY v FERELTWVWEY (M. Anastassiades
et al; QuPPe of EURL-SRM (Version 9.1; 2016)) .

EETH

Autosampler

Pump for CO: (A) E

SFC/MS [T X 2 BmARMEERED

Ffe LOMS/MS Z AW e aiBEEEODIICIE. INET
HLCE—FR 2V I RXRE—F-JBEE—F - ¥EE— &S
FEELEDBFEMEASINTEL LIeH. WITNDAEIC
BVWTH, —FICAETESLEMITIERAL D V. SFEHTE
TNTVWABDHIIRIRTY, Tt LT, SFC (BERFRA Y
H~ b2 Z 71—, Supercritical Fluid Chromatography) (.
BEHEOMEL 5. BAWMEENE—FICHBT ST EHT
EBHEVDFRDBUET, Ffe. LCERLDBEE— FDAH
TLEFERALRICOER S DBEESZ I DD, LCT
SR O DBED REE AL B DRIE ICERZIZEN D U £,
SEL SFCERWEREREO—F N E SN LET,

Y.Fujito, D. Baker, A. Barnes, C. Titman, J. Horner, N. Loftus

Column Backpressure  Detector
< Oven Regulator  (LC/MS/MS)
g e . =)
[ [aTe
il Pump for
modifier (B)
E 5 Pump for
make-up

Pump for
Aqueous Solution (C)

1 SFC/MS D AT LERE
ARBRTIE. BREREERE - D#T2ENT. £7 « 774 7IKDBOKERNT 25 2TVE L.

ZT DR EBHICT BIeHIc, PumpBITIHMEEY ST TV bARY T (LPGE) ZEE L. BEMET LT« VI ETA 777 ZBHBRHLE L,

&1 SFC/MS Dtr&tr

Supercritical fluid chromatography

Mass spectrometry

SFC Nexera UC system LC-MS/MS LCMS-8060
Analytical column Restek Ultra Silica (150X 2.1 mm 3 um) lonisation mode Heated ESI
Column temperature 50°C Scan speed 15,000 u/sec
Flow rate 0.8 mL/min (0.6 mL/min 13-22 min) MRM Dwell time 3 msec
Pump A co2 Pause time 1 msec
Pump B (modifier solvent) Acetonitrile + 0.5 % formic acid + 10 mM ammonium formate Interface temp. 300°C
Pump C (modifier solvent) Water + 0.5 % formic acid + 10 mM ammonium formate Heating block 350°C
Pump D (make up solvent) Methanol Desolvation line 250°C
Makeup solvent flow rate 0.2 mL/min
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W SFC 3Bk DiREY

BE. SFCITBBER CO, LT 4 7747 EMEN BB
B (AR /=)L T b NUVEE) IK&B TSI
FoBEONTONE T, LH L. BB EENEE—EDILE
WICIE. AT LNORFNER. 100 WBEAE CH DB -
BHIRTDET—ADH Y £T, AREETIE. W< DHD
St ERNEHAE 100% TIHAETERD 2T D
5. VBOKEET 1 77 A TITHEM L. DEHRETETOE
L7z

Signal intensity; 2.5 x106

HEEFR CO FBMENME K E DRFEMEN D, ET «
TT7ATNHINTEDKDEICIRAND ) ET (BE 0.1-
10 %i2E) . TDTeH. SEDKREICENTEH ET 177
A T7NCHRINY HKDE 02, 4, 6, 8, 10 %I THBEEEN A IE
BLELfc. BEDER. BHTERHDDE—IRE L
URBENZ— VD EKEE 6 WEHALE LD, TOXRHEF
KBV THBRETEGRWMEEMD DY F LT,

Pump B Modifier +0.2 % Aqueous Solution
PTU
Perchlorate
Daminozide
B B N i B A R - S
00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 min
Signal intensity; 2.5 x10°
Pump B Modifier +4 % Aqueous Solution Chlormequat
Mepiquat
Perchlorate
PTU ‘ Daminozide Nicotine
‘ ETU Nmitrole
00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 min
Signal intensity; 2.5 x106 '
Pump B Modifier +6 % Aqueous Solution Chlormequat Mepiquat
Perchlorate
PTU Trimesium
ETU Daminozide
L A\ Amitole -
00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 min
Signal intensity; 2.5 x106
Pump B Modifier +8 % Aqueous Solution Chlormequat Mepiquat
Perchlorate
Nicotine
PTU . )
ETU Daminozide Trimesium
Amitrole
00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 min
Signal intensity; 2.5 x10° .
Pump B Modifier +10 % Aqueous Solution Chlormequat Mepiquat
Perchlorate
‘ Nicotine
PTU Daminozid Trimesium
‘ ETU aminozide .o
_ o BN = &
00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 min

% Aqueous Solution : 0.5 % formic acid + TmM ammonium formate

2 SFCU/MS [2861) 2 BRIERED DRSNS HKDZE
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W SFC SakRH DB

BT A4 T 7 A TAN\OHBRRDFNIREHTHE WO T 6 %7
FHETERDLEYIDBENRER TCEL DD, REFHRL
nicotine 4 kasugamycine ZAHT 2 EHNTEEA T LT

INEY EY OEBEREICDOVWTELALET ST ENT
EBEDITHEY. logP-347 H5 196 DEMIERTED—FD
BED\EREE B E L,

LA L. CO; FAETFTINULEICARDAMEAIED T &
TSIV LY MEELELZ VDAY v FOREEHER
TEGLBEBEBEEDNDVET, TDfedd. ET 4 7747
100 9%ITE LIzl BITHIR> T (Pump Q) K UACARE
mLELE (®4) .

LogP:-3.47
LogP:-1.51 Chlormequat
LogP: 0.42 Daminozide
PTU
LogP:-0.41
Morpholi
LogP:-0.01 orpholine
Perchlorate LogP:-2.11
Fosethyl
LogP: -0.66 LogP:-3.00
ETU Mepiquat
LogP:-0.97 LogP:1.16
Amitrole Nicotine
LogP: 0.01 LogP:-0.08
Maleic Trimesium LogP:1.96
hydrazide Kasugamycine
' | | ' | | ' | | | | '—\ | ' | [ ' | | ' | | ' | - | ' |
0.0 2.5 50 7.5 10.0 125 15.0 17.5 20.0 min
3 SFCMSIC L 2B ERED MRM 70X ~ 75 L
(QuUPPe |T & %77 < Z 4RI EEEAZAEIAIR 200 ppb 7Z 750)
Pump A
Pump B
100 Pump C
80
60
40
20
T e sy~ =
0.0 2.5 5.0 7.5 10.0 125 150 17.5 20.0 min

The initial SFC/MS conditions;

Pump A 90 % : Carbon Dioxide

Pump B 10 % : 6 % Water in Acetonitrile containing 0.5 % formic acid and 10 mM ammonium formate
Pump C0 % :Aqueous solution containing 0.5 % formic acid + 10 mM ammonium formate

4 3B/ISIVIVINTOTIA
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W RGNS KU DR

BRYVTIVELT. 7] LEVERL. QuPPe [C#
WLUTAETHHEZTOE Lz GaHRIE. 7 F 1 ADZEE
IHrett Concept Life Sciences #t K W) . 2h5D< b+

U7 RABRICEHREREDRERRZAMNL. B SFC-
MS/MS ISEA L& LTe,

ETU Calibration curve 10-200 ppb
Matrix comparison Lemon | Flaxseed
Peak area Ratio | ETU/(2H,)ETU | RT 4.36 mins

W SHEEERRDOEED R

FAF LTc SFC/MS RIEA Y v RICDW T EEM =T
B e, SR RFIRER R RO LB Bamid Rz AL
TR MV ZARERZFRLE LT, BEREHEIZ. 10 B
5 200ppb & L. RERMANEIRENEOAF CTERH
DOV, REMREEAIC K VBEZER L& LT,

BRI CREIRZMFR LTTRER. 5~ ~ U 7 XIcEb
59 VWITNDEEDICEVTHREFREREZRLE LT

Nicotine Calibration curve 10-200 ppb
Matrix comparison Lemon | Flaxseed
Peak area Ratio | Nicotine/(2H;)Nicotine | RT 16.04 mins

3

2.5
ETU Lemon 25 Nicotine Flaxseed
Intercept - 0.0159 2 Intercept 0.0199
R? = 09992 R*=0.999
1.5 ) —
1.5
1 ETU Flaxseed Nicotine Lemon
Slope 0.0097 1 Slope 0.0117
Imerceet -0.0081 Intercept - 0.0069
0.5 R*=0.9999 0.5 R?=0.9999
0 0
0 50 100 150 200 250 0 50 100 150 200 250
5 KENGBBEREDT H 7 AIRER
(ETU : BHEHARUMEEH. nicotine : AHABWMEEH. T2 7L LEY. 7RI)
r2 BEMRE 8 MODREFERRIEL 100 ppb B 2B
Compound RT (min) Internal Standard IS RT (min) Quan MRM %RSD 100ppb R?
Perchlorate 395 180, Perchlorate 391 99.00 > 82.90 4.98 0.968
ETU 436 ’H, ETU 426 103.10 > 44.05 484 0.999
Maleic hydrazide 6.28 ’H, Maleic hydrazide 6.28 113.00 > 67.10 6.81 0.997
Chlormequat 11.58 ’H, Chlormequat 11.54 121.90 > 58.10 1.75 1.000
Fosethyl 12.50 ’Hys Fosethyl 12.50 109.00 > 80.95 6.78 0.999
Morpholine 12.19 “Hs Morpholine 12.23 87.90 > 70.05 10.74 0.996
Mepiquat 12.72 ’H; Mepiquat 12.69 114.30 > 98.10 7.66 0.998
Nicotine 16.06 ’H; Nicotine 16.03 163.00 > 130.00 231 0.999

RRFAT - 2017 E8 B

D

index




LC/MS

Application
News

0.C170

EF. BOREICHT 200 EE Y. SHHPEETIE
BRPORBEEZFECLICELIEELTREL TV
F9, FHTNIEEDPERNMEZ 2. BRFOK Fi"é%
DA T TR - B - SEE] DROSNTVET, 9
WIROPCTRAETRE (dd - BR) FHHOHN5TE
EENTEL L, £ T AR - 875 TQUEChERS £
ISR EEDS [ERA— ) v VBH] ZlEsabhd
1z STQ 7% (Solid phase extraction Technique with QUEChERS
method) (T KV EIMBRETTS C & C. gIBTED R -
faE - SFEEl bZRY £ Lz, £feo LCMS/MS 37 D&
NIGEREEREICL Y BOREICHIT DHEBEREDOON
EELTLLSBARINTOVE Y, A CHERALEAYV Y R
l& LCMS™-8000 ') — XD &Rl R ERgE A FIAR L1z X
VY RTCOTH 105D TREN 200 D E DM TCEET,

A TIE, STQ EEBR LOMS/MS AV R&EiEIHED
t“'( b—%2)LE LT TR - E - &fFE ) LIRBE

BN E BN LET,

N. Asano, Y. Uno
FATR A7 A RRE

STQ & & LC-MS/MS ZfH A S E T
=P DERERRSE—F D

W STQ-LC &l &k ZaisnE

ADMTROFHRIC I, RN & LENZ < FERU LY
BICEREMILICEDZEBLE Lz, AEY > TV
MREHT A RT 4 A T2 RXITTSTQLCIEIT K W FiLER
LIcbD% CIREWIREE Lic, TR RS A4 7 1 ABHAE
MBELTeAR Y L EEBICEERE AR (MR TR
PL2005MIX-4,5,6,7,8,9,10 XU STQ ERARFEESIZERR)
ZAM L. QUEChERS JEICELCCHIE LE LT, ok
CrZ R UWWBEPELT VA AT« U4 T AREH
FEIEHEEE ST-L400 Z AWV TRRE L £ LT, STQLCE
IC K BEMEOFEG 7 O—%2M 1 ITRLE T,

stk 1049

N=PANTS::=

AN 2 ppm EEIEEETAR
7EbZ MU 10mL

REIHA X (13000 rpm 1 99R8)
NaCl (B#) 1g

T 3Na2 KA 19
2 T /EEKEE 2Nal.5 KA

— MgSO,
?%HE (FTRED 174
i/E\ﬁj\%’E (3500rpm 5%
l\_ MUIVE

)
)

50 uL

059
(\AIREE< T 2> TL) 44

STQ-LC & —

EY 0.5 mL
1
[ Smart-SPE C18-50 mg+PSA-30 mg : #55¢ |

MR
K 05mL
[ Smart-SPEC18-30mg : 6% |

BHE 7MY

AR

——sa 20rmasT £ L=k UL 05 mL

7K (8/2)05 mL

\. i

|
EA QmlL. KTHE)

K1 gpE7O—
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UHPLC (Nexera™ X2)

Analytical

Mobile Phase A
Mobile Phase B

Gradient Program

Flow Rate

Column . Restek Raptor™ Biphenyl
(2.1 mml.D. X 100 mmL,, 2.7 pm)

: 2 mmol/L Ammonium formate +
0.002 % Formic acid - Water

: 2 mmol/L Ammonium formate +
0.002 % Formic acid - Methanol

: 3%B (0 min) = 10 %B (1 min) - 55 %B
(3 min) - 100 %B (10.5 - 12 min) - 3 %B

(12,01 -15 min)
: 04 mL/min

Column Temperature : 35°C

Injection Volume

: 2 pL (+40 uL water)

MS (LCMS-8060)

W LC/MS/MS I K B9

BT HnESLRT L VERRIE STQ-LCEIC L VT
WEB% 2mL ITERLT. BeRARE/7A NI ST
NexeraX2 & 1) 7JVNEMREBEE 545 LCMS™-8060 (1L
T. LCMS-8060) HRAWTRAIELE Lz, RIEXY v Fid.

TLC/MS/MS Ay RN ir — DB Ver3 | |TERE
NTWa, EBAF MLUIBEE 5msec. 77— 2 BUARER]

(Dwell time) 1 msec DER—FDTAY v FEERBLEL
feo PMEHEER IS ERPDFZ VI 30 HBRSITR
LEY,

X 2 |[TRd K DlT. 207 @iz 105 DLARICERHET 5
EDNTEF LT

W ARhNEN R

TREBEESR 007 A s =Y 0.01 ppm (RTALERIRDEF
RRHREIX 00025 ppm) B ELDICHMLIERT L VE
AR CAMENGTERA TN E Lz, BIELTE 207 RO DS 5
182 A7 C 70-120 %D BIF A EUNENMESNE Lz (K3)
EEIUER &GS el E D REDE D & Silafluofen 7 ED
EREDEDT LIz, ARERTIT o 2allIED STQ-LC &l
HENEEEOEDEW[RICLTWS T BEEDEOH
PR DRIRERMET C18 S ZHTLHASAHENT 1CHE-
TLESEDEEZONE T, 2T 95%LU EDRDIC
DT 50-150 %DEINENEESNTH Y. ADHRELT
IR EAERNMEEONE LT,

e, BEEFEEO [BRRPICTERE T 5REEICET 55
EREDEYMSMEA A RS 1) [cEDE, BEM (RSD)
D 25 %FRHDR DI ABEH LIERAER 2 IR LE T, 207
HAH 184 B CREFHEBRENZONTESY. 70-120%
D BIFEEIUERNE SN D 91 %L _ETRSD 25 %K
wERLE L

HEREOMIENES LFUBREAERS ITRLET,

Ty
Ui ‘W 7",,\% sl ._ AR

lonization . ESI positive and negative
Nebulizing Gas Flow : 3L/min
Drying Gas Flow : 10/min
Heating Gas Flow : 10 L/min
Interface Temperature : 300°C
DL Temperature 1 150°C
HB Temperature 1 300°C
Pause Time 1 msec
Dwell Time : 1 msec
x10°
80
60
40
2.0 I
J
] ‘ ’y “ "\
S D A A | At ity Lo OO

20 30 4.0

70 80 920 100 min

2 RULVERRRDEE 207 5 (0.0025 ppm) O MRM 7 AT ~ 5 L

3 AINEMNED ST

| 0-50%

| 70-120%
| 120-150%
| 150%-

2 RSD25 %imD D E

%RSD25 A (n=5) D
0-50% 5
50-70% 4
70-120 % 166
120-150 % 8
150 %- 1
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R LVERICGENSREDESE

SEIDRBRTIF. BEEFMOKRY L VERRD S,
Cyazofamid. Flufenoxuron, Imidacloprid @ 3 B HDM&EHE
h&Llce TN5D 3 MEUNE 1~3 BRiIE CAfR 52
EPRDHESNTWBRETT, Cyazofamid. Flufenoxuron,
Imidacloprid @ 3 BANEX I U 7 RINBDEENDIZ N8,

a) Cyazofamid

x107

S CIER LIRERZRAVNC AU LVERICEENS 3
RADEEZBHLE Lfc, K4 IcRERE LOQREDY

ax

FISL RICEEBRETLET, WTNDERED

R ENFOREISFREREEELU T CLT

— 1 x104
25 FIEB R OREIARTIC 164"
[ i %%nggéﬁ&m“ 1m/2325.00>108.10 (+)
20 1‘25 0.00025 ppm
0.00025-0.1 ppm E
s R2=0.9996 E
Q15 E
< 0.83
10 3
043
05 E }
0.0 E
0.0" T T T T T LA L L B R LR B B R N L L B B B B B R R L R B
0 20 40 60 80 100 7.0 72 74 76 7.8 8.0 82
Conc. (hg/mL) RT (min)
b) Flufenoxuron
2009 x10° 1x10
123 m/2489.00>158.10 (+)
150 3
5 00025-0.1 ppm ; 00025 ppm
< R2=10.9982 0.81
1.00 E
050 AL DRKARE 043
’ 108HBIR Lz ]
0.031 ppm ]
0.00 L T T T LI B N B I B B B B S R R R 0'0lllllllIIIIII""I""I'"'I""I""
0 20 40 60 80 100 8.0 8.2 84 86 8.8 9.0 9.2
Conc. (hg/mL) RT (min)
) Imidacloprid
x100 ] x10% .
6.0 _
150 3 m/z256.15>209.15 (+)ﬁ
7 0.001 ppm
0.001-0.1 ppm E
g4 R=09971 E
= =0. 1.00—E
20 _ 0.50
AR Z D EIA R 1
120.013 ppm E
0.00
0.0 T Trrrrrroo T A AP U
0 20 0 20 a0 100 36 38 40 42 44 46 48 50
Conc. (ng/mL) RT (min)
4 Cyazofamid. Flufenoxuron. Imidacloprid DREE#§E LOQ THI AR S A
£33 RULVEBHOREDESMER
R BREEE 0 oo EP R e (EFRRTAERS EEES - BR
Cyazofamid 25 ppm 0.083 ppm 0332 ppm IV 3 HRETE T NER
Flufenoxuron 10 ppm 031 ppm 1.24 ppm IV 3 HRETE T KoLy orFAar4=
Imidacloprid 15 ppm 0.013 ppm 0.052 ppm INERIBE T TISLVE - 2FTHIOR

* 1 FOMTIE STQ-LCE CORMMZRDFERIARTIREIS 4 BRREG Do REOFEHHPOREREIS FHIMEROHERFIEX4] LHVET,
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W ZEMDREY

LCMS-8060 (ZEENAEED LC/MS BIR CIE o fcERE A
VRA—T T —REFEALTWAIS., KRB TFERLIERY
LY ERRD & D ITIEM D & SGEE OEGOIICHE LT
b RELTT—L2EBRTENTEELY, BXK 207 D%

% 150 Eh&EFiA L. BE 7 Rl DLW EREEE 7Oy b
LIckERER 5 ITRLEY, EREOREEICHNDS T
RSD 5%HI# & WD BIFEERMEONE L (R4) . K6
IZl&. Benzofenap M7F A 1 [E1H. 100 EIE. 150 EIE® MRM

LR LV EER CAESHRIRDORZEIERE 10.0025 ppm) 7axX IS LEERLE L
4.0
35
30
A A
s Aj A AAdA Lan ., AA A A AA A
2 A A
A A A AT QAT My A AA
© 20 ®
2 o o)
I Lot s PENETIND L Sp 202 0usl 250008
5 s (I o e (1] * Monocrotophos
e )4 XK X B X ® Acetamiprid
X A YXAR &
10 X FEFORRXY % e K AKX 4 Hexazinone
Lox N % Spiroxamine
v 7\ < F )
05 ¥ 5( enamiphos
Mm * Ccosufamuron
00 - : : : Benzofenap
0 50 o 0 150
Injection Number
5 RULVERRFORE 7 o OEBETDY b
/. 4 . 4 .
PEAEE P EAI00EIE P EAIS0EE
T T q
2'077 X10° 2‘077 X10° 2'05 X10°
10 1.0 104
O; T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T 0 T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T 07 T T ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T
93 94 95 96 93 94 9.5 96 93 94 95 96
6 KL VEREPD Benzofenap O MRM 7 A 75 L
x4 KRULVEARRTORE 7 O DERBEERE (%RSD)
o=y m/z %RSD (n=150)
Monocrotophos 223.90>127.10 (+) 552
Acetamiprid 223.10>126.10 (+) 5.81
Hexazinone 253.20>171.20 (+) 429
Spiroxamine 298.20>144.20 (+) 6.38
Fenamiphos 304.00>217.10 (+) 5.65
Cyclosulfamuron 422.10>261.00 (+) 59
Benzofenap 431.15>105.25 (+) 468
SO
W iR

£ BHEEHHER ST-L400 ZfEA T 2 & T AiED
TR - EELERNS T ENTEL Lz, . STQ-LC T
AR L Tead il & LC-MS/MS Tt LTERER. ARIIEUNEER,
B, T—2DOREHEDOVTNE RIFGRHRENMEONF LT

RULYEZDEDH SIE Cyazofamid. Flufenoxuron,
Imidacloprid @ 3 DDOEREAEHEINE LIzH. WINnEiE
BEAEBLTCLI.

M EDRERD S, STQ EE@ER LO/MS/MS AV KZ#E
HFEDRRYAT LIE. THE - BE - SEE) GREEXE
DD EIRECTH Y BamPDZBEREDFICEN THH LN
AET,
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&5 B 207 RODAIENRE

No. Compound PO \/ LS
EEA AV HesRA A > 5 (%) | %RSD
1| (A-Fenpyroximate 422.30>366.20 422.30>135.10 79.9 4.0
2 | (H-Ferimzone 25530>132.15 255.30>91.10 92.8 11.8
3| (A-Fenpyroximate 422.30>366.20 422.30>135.10 94.4 4.5
4| (A-Ferimzone 255.30>132.15 255.30>91.10 749 1.7
5| 1-naphthaleneacetamide 186.10>141.25 186.10>115.20 102.9 6.9
6]24-D (24-PA) 219.20>161.00 219.20>125.10 166.0 30.7
7 | 4-Chlorophenoxyacetic acid 185.30>127.10 187.00>129.10 85.0 31.9
8| Acephate 184.00>143.00 184.00>95.00 883 37
9| Acetamiprid 223.10>126.10 223.10>73.00 103.4 40
10| Acibenzolar-S-methyl 210.90>136.10 210.90>91.05 90.7 202
11| Acifluorfen 360.00>316.00 360.00>195.10 1743 39.1
12 | Aldicarb 208.20>116.10 208.20>89.10 100.5 226
13 | Aldicarb-sulfone (Aldoxycarb) 240.20>86.10 240.20>148.10 98.1 6.2
14| Anilofos 368.10>199.05 368.10>125.15 95.5 1.8
15 | Aramite 352.25>191.30 352.25>57.25 89.1 79
16 | Atrazine 216.10>174.10 216.10>96.00 894 8.0
17 | Azafenidin 338.10>55.20 * 94.7 34
18 | Azamethiphos 325.05>183.05 325.05>112.05 936 44
19 | Azimsulfuron 42520>182.15 42520>139.10 101.9 10.3
20 | Azinphos-methyl 318.05>160.25 318.05>132.15 103.3 153
21 | Azoxystrobin 404.00>372.00 404.00>344.00 96.6 55
22 | Bendiocarb 224.20>109.10 224.20>167.10 95.2 7.1
23 | Bensulfuron-methyl 411.25>149.20 411.10>181.90 97.2 33
24| Benthiazole 238.90>180.00 * 64.1 152
25 | Benzofenap 431.15>105.25 431.15>119.20 979 8.3
26 | Bitertanol (diastereo isomers) 338.00>99.15 338.00>269.05 96.3 139
27 | Boscalid 343.10>307.10 343.10>140.05 94.2 136
28 | Bromacil 261.00>204.90 261.00>188.00 86.1 7.5
29 | Bromoxynil 275.90>81.00 275.90>79.00 854 16.0
30 | Butafenacil 492.10>330.90 492.10>179.90 98.5 1.7
31| Carbaryl (NAC) 202.20>145.10 202.20>127.10 94.2 28.1
32| Carbofuran 222.25>123.10 222.25>165.15 114.9 6.5
33 | Carbofuran-3-hydroxy (3-Hydroxycarbofuran) 238.00>181.20 238.00>163.10 356 36
34 | Carboxin 236.10>143.10 236.10>87.00 108.7 155
35 | Carpropamid 336.10>103.10 336.10>139.10 954 16.3
36 | Chloridazon 222.15>104.10 222.15>92.10 66.7 10.3
37| Chlorimuron-ethyl 415.10>185.90 415.10>82.90 100.1 14.3
38 | Chloroxuron 291.10>72.20 291.10>163.90 93.2 6.2
39 | Chlorsulfuron 358.15>141.25 358.15>167.25 76.2 15.6
40 | Chromafenozide 395.30>175.15 395.30>339.25 91.1 4.5
41 | Cinosulfuron 414.25>183.20 414.25>83.20 99.7 10.3
42 | Clodinafop (free acid) 312.00>266.00 312.00>237.90 80.1 395
43 | Clodinafop (free acid) 310.25>238.15 310.25>218.15 65.8 335
44 | Clofentezine 303.10>138.05 303.10>102.10 933 8.2
45 | Clomeprop 324.15>120.25 324.15>203.15 85.0 37
46 | Cloguintocet-mexyl 336.20>238.10 336.20>192.05 874 4.6
47 | Cloransulam-methyl 430.00>397.90 430.00>152.90 94.8 11.5
48 | Clothianidin 250.10>169.10 250.10>132.05 1204 7.8
49 | Cumyluron 303.20>125.10 303.20>185.10 922 5.7
50 | Cyanazine 240.80>214.00 240.80>104.00 1044 134
51 | Cyazofamid 325.00>108.10 325.00>261.00 3496.4 4.1
52| Cyclanilide 272.20>160.10 272.20>228.10 98.1 13.5
53| Cycloate 216.25>83.10 216.25>154.15 109.9 47.0
54 | Cycloprothrin 499.00>181.10 499.20>208.00 953 324
55| Cyclosulfamuron 422.10>261.00 422.10>217.90 98.9 2.7
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56 | Cyflufenamid 413.20>295.15 413.20>241.10 85.9 2.2
57 | Cyproconazole 292.00>70.00 292.00>125.00 107.8 385
58 | Cyprodinil 226.30>93.10 226.30>108.10 782 12.0
59| Daimuron (Dymron) 269.25>151.15 269.25>91.10 100.6 8.9
60 | Demeton-S-methyl 231.10>89.00 231.10>61.10 132.8 4.2
61 | Di-allate 270.10>86.00 270.10>108.95 81.8 14.9
62 | Dichlorprop 233.20>161.05 233.20>125.10 176.2 30.0
63 | Dichlorvos 237.95>220.95 237.95>109.00 89.2 441
64 | Dicloran 206.90>175.10 206.90>133.10 118.0 57.0
65 | Diclosulam 406.10>161.00 406.10>378.00 95.2 11.8
66 | Dicrotophos 237.90>112.20 237.90>193.00 100.0 6.6
67 | Difenoconazole (isomer) 406.10>250.90 406.10>111.00 131.5 84
68 | Diflubenzuron 311.10>158.10 311.10>141.05 104.7 128
69 | Dimethirimol 210.30>71.10 210.30>140.15 99.2 7.5
70 | Dimethoate 230.00>125.00 230.00>198.90 884 2.0
71| Dimethomorph (£ 2) 388.25>301.15 388.25>165.15 103.5 8.6
72 | Diuron (DCMU) 233.10>72.10 233.10>160.00 96.1 12.0
73 | Epoxiconazole 330.00>121.10 330.00>101.10 97.2 116
74 | Ethametsulfuron-methyl 411.25>196.25 411.25>168.25 83.9 6.9
75 | Ethoxysulfuron 399.20>261.10 399.20>218.10 98.8 56
76 | Fenamidone 312.20>236.15 312.20>92.10 99.8 5.2
77 | Fenamiphos 304.00>217.10 304.00>202.10 96.9 39
78 | Fenbuconazole 336.90>125.00 336.90>70.00 96.6 213
79 | Fenhexamid 302.20>97.15 302.20>55.15 84.0 10.5
80 | Fenobucarb 208.25>95.10 208.25>152.10 1014 8.1
81 | Fenoxaprop-ethyl 362.10>287.90 362.10>91.10 1019 6.8
82 | Fenoxycarb 302.10>88.00 302.10>116.20 95.1 3.7
83 | Fensulfothion 309.00>281.00 309.00>157.10 91.0 7.7
84 | Flazasulfuron 408.15>182.15 408.00>139.00 87.8 2.7
85 | Florasulam 360.20>129.10 360.20>109.10 86.4 19.1
86 | Fluazifop 328.20>282.15 327.70>254.00 87.8 233
87 | Fluazifop 326.10>254.10 326.10>206.20 955 17.6
88 | Flufenacet 364.15>152.20 364.15>194.35 99.7 6.1
89 | Flufenoxuron 489.00>158.10 489.00>140.90 123526 79
90 | Flumetsulam 326.15>129.20 326.15>109.20 99.2 45
91 | Fluridone 330.10>309.00 330.10>259.10 90.0 48
92 | Fluroxypyr 255.00>208.90 255.00>181.00 84.3 18.6
93 | Fluroxypyr 253.20>195.10 253.20>233.00 79.2 449
94 | Flusilazole 316.00>247.00 316.00>165.00 1013 132
95 | Flutriafol (isomer) 302.10>70.10 302.10>123.00 89.5 16.7
96 | Fomesafen 437.00>195.10 437.00>222.10 73.6 18.2
97 | Foramsulfuron 45325>182.25 453.10>83.10 105.5 4.5
98 | Forchlorfenuron 248.20>93.10 248.20>129.10 114.7 16.6
99 | Fosthiazate (isomer) 284.10>227.90 284.10>104.10 99.2 58
100 | Furametpyr 334.25>157.15 334.25>290.25 95.8 6.7
101 | Furathiocarb 383.25>195.10 383.25>252.15 88.2 40
102 | Gibberellic acid (Gibberellin) 345.40>143.15 345.40>239.25 513 344
103 | Halosulfuron-methyl 435.00>181.95 435.00>83.10 96.1 8.2
104 | Halosulfuron-methyl 433.20>252.10 433.20>154.15 715 9.8
105 | Haloxyfop 362.10>316.00 362.10>91.20 83.9 46.5
106 | Hexaconazole 314.10>70.00 314.10>159.00 1089 16.0
107 | Hexaflumuron 458.80>439.00 458.80>175.10 86.0 9.0
108 | Hexazinone 253.20>171.20 253.20>71.10 98.9 3.6
109 | Hexythiazox 353.25>228.10 353.25>168.25 884 3.0
110 | Imazalil 297.15>159.05 297.10>200.90 87.3 15.5
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111 | Imazamethabenz-methyl (isomer) 289.20>144.00 289.20>229.00 100.9 6.2
112 | Imazaquin 312.05>267.05 312.05>128.05 85.2 17.6
113 | Imazaquin 310.00>223.10 310.00>265.95 925 236
114 | Imazosulfuron 413.00>156.00 413.00>152.95 91.8 11.1
115 | Imibenconazole 410.80>125.20 410.80>171.15 1149 6.6
116 | Imidacloprid 256.15>209.15 256.15>175.20 566.2 6.4
117 | Indanofan 341.20>175.15 341.20>187.15 129.2 20.2
118 | Indoxacarb 528.15>203.10 528.15>150.15 121.7 12.6
119 | lodosulfuron-methyl 508.10>167.15 508.10>56.25 824 16.9
120 | loxynil 370.00>127.00 370.00>215.00 79.6 138
121 | Iprodione 330.10>245.00 332.10>247.00 133.8 30.0
122 | Iprovalicarb 321.35>119.20 321.35>203.20 87.1 6.8
123 | Isoprocarb 194.10>95.00 194.10>77.00 96.1 50
124 | Isoxaflutole 360.15>251.15 360.15>144.10 87.1 28.0
125 | Isoxathion-oxon 298.10>242.00 298.10>162.10 91.2 10.6
126 | Lactofen 479.20>344.05 479.20>223.05 99.2 29
127 | Lenacil 234.90>136.00 234.90>153.20 82.2 329
128 | Linuron 249.10>160.00 249.10>182.10 98.2 12.7
129 | Lufenuron 508.90>339.00 508.90>326.00 61.6 19.7
130 | Mepanipyrim 224.10>106.10 224.10>77.00 91.6 8.3
131 | Mesosulfuron-methyl 504.20>182.15 504.10>83.00 935 8.6
132 | Methabenzthiazuron 222.20>165.10 222.20>150.05 91.2 5.0
133 | Methamidophos 142.20>94.00 142.20>124.90 973 25
134 | Methiocarb 226.25>169.10 226.25>121.10 116.8 220
135 | Methomy! 163.20>106.05 163.20>88.05 2076 9.9
136 | Methoxyfenozide 369.30>149.10 369.30>91.15 84.2 4.0
137 | Metosulam 418.15>175.15 418.15>140.20 88.5 13.5
138 | Metsulfuron-methyl 382.00>166.90 382.00>77.10 101.2 43
139 | Mevinphos 225.10>127.00 225.10>193.00 109.4 94
140 | Monocrotophos 223.90>127.10 223.90>98.10 84.4 114
141 | Monolinuron 215.15>126.05 215.15>148.10 108.5 10.8
142 | Myclobutanil 289.10>70.10 289.10>125.00 100.7 9.5
143 | Naproanilide 292.25>171.25 292.25>120.25 94.5 10.3
144 | Naptalam 292.20>144.10 292.20>149.10 71.1 30.2
145 | Norflurazon 304.10>284.00 304.10>159.90 109.0 7.8
146 | Novaluron 493.10>158.10 493.10>141.05 121.0 114
147 | Omethoate 214.10>125.00 214.10>183.00 99.2 6.6
148 | Oryzalin 347.10>288.00 347.10>305.00 119.4 57.8
149 | Oryzalin 345.05>281.00 345.05>77.95 86.6 19.1
150 | Oxadixyl 279.20>219.10 279.20>132.10 103.1 6.6
151 | Oxamyl 237.20>72.10 237.20>90.10 90.9 7.0
152 | Oxaziclomefone 376.20>190.15 376.20>161.10 79.6 24
153 | Oxycarboxin 268.15>175.05 268.15>147.00 91.0 4.0
154 | Pencycuron 329.10>125.00 329.10>89.00 90.2 4.5
155 | Penoxsulam 484.20>195.15 484.00>164.10 87.8 23.3
156 | Pentoxazone 371.10>286.00 354.00>286.00 85.6 522
157 | Phenmedipham 318.20>136.10 318.20>168.10 973 10.7
158 | Phosphamidon 300.00>174.00 300.00>127.00 89.7 7.2
159 | Pirimicarb 239.25>182.20 239.25>72.10 87.9 7.1
160 | Primisulfuron-methyl 469.00>254.00 469.00>199.00 108.0 153
161 | Primisulfuron-methyl 467.00>226.10 467.00>126.20 759 19.6
162 | Prohydrojasmon 255.10>135.20 255.10>152.90 96.3 18.8
163 | Propaquizafop 444.10>70.20 443.80>100.20 80.5 2.9
164 | Propoxur 209.90>168.20 209.90>93.10 98.9 14.3
165 | Propoxycarbazone-sodium 421.10>180.10 421.10>264.10 2586 286
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166 | Prosulfuron 419.90>141.00 419.90>167.10 91.6 8.7
167 | Prosulfuron 418.10>139.20 418.10>107.20 87.5 216
168 | Pyraclostrobin 388.20>194.10 388.20>163.10 89.7 43
169 | Pyrazolynate 439.10>173.00 439.10>91.15 944 35
170 | Pyrazosulfuron-ethyl 41525>182.25 41525>139.20 79.7 5.1
171 | Pyriftalid 319.10>139.10 319.10>179.10 102.2 6.2
172 | Pyroquilon 174.20>132.20 174.20>117.20 1254 15.8
173 | Quinoclamine 208.00>105.10 208.00>77.10 103.2 14.9
174 | Quizalofop-ethyl 373.10>298.90 373.10>91.10 99.5 37
175 | Silafluofen 426.30>287.15 426.30>168.10 229 228
176 | Simazine 202.10>104.00 202.10>96.20 99.2 24.0
177 | Simeconazole 294.20>70.10 294.20>135.10 107.6 84
178 | Simetryn 214.10>124.00 214.10>144.00 953 7.2
179 | Spinosyn A 732.60>142.20 732.60>98.25 783 58
180 | Spinosyn D 746.60>142.20 746.60>98.25 793 84
181 | Spiroxamine 298.20>144.20 298.20>100.20 99.1 5.0
182 | Sulfosulfuron 471.15>211.25 471.15>261.20 86.4 14.2
183 | Tebufenozide 353.35>133.20 353.35>297.35 81.6 6.2
184 | Tebuthiuron 229.25>172.15 229.25>116.10 99.3 11.7
185 | Teflubenzuron 381.05>158.00 381.05>141.00 115.0 11.7
186 | Teflubenzuron 378.80>339.00 378.80>359.00 81.0 9.2
187 | Tetrachlorvinphos (CVMP) 366.95>127.15 366.95>206.00 1116 2.8
188 | Tetraconazole 372.00>159.00 372.00>70.10 924 15
189 | Thiabendazole 202.20>175.10 202.20>131.15 106.4 13.1
190 | Thiacloprid 253.00>126.10 253.00>90.10 97.1 47
191 | Thiamethoxam 292.00>211.10 292.00>181.10 77.7 116
192 | Thidiazuron 221.00>102.00 221.00>128.00 945 1.7
193 | Thifensulfuron-methyl 388.00>167.20 388.00>126.00 88.9 6.4
194 | Thifluzamide 528.60>148.10 528.60>488.80 91.0 14.2
195 | Thiodicarb 355.00>88.00 355.00>108.10 39.2 11.2
196 | Tolfenpyrad 384.00>197.10 384.00>154.00 110.1 84
197 | Tralkoxydim 330.30>284.20 330.30>138.10 78.5 56
198 | Triadimenol (isomer) 296.10>70.10 296.10>99.20 111 238
199 | Triasulfuron 402.15>167.20 402.15>141.20 96.0 176
200 | Tribenuron-methyl| 396.10>155.00 396.10>181.00 712 6.9
201 | Tricyclazole 190.20>109.00 190.00>136.00 129.1 23.2
202 | Tridemorph (isomer) 298.30>130.20 298.30>98.20 743 27.0
203 | Trifloxysulfuron 438.15>182.15 438.00>257.00 89.8 34
204 | Triflumuron 359.10>156.05 359.10>139.05 106.0 8.2
205 | Triflusulfuron-methyl 493.00>264.00 493.00>96.10 106.5 4.6
206 | Triticonazole 318.20>70.10 318.20>125.10 96.7 4.6
207 | XMC (3,5-xylyl methylcarbamate) 180.10>123.10 180.10>108.00 1159 7.2
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LC-MS

No. C207

BRPDOFRBEERSHICH VL. TEDRFEEDE
AT, K UREMIC—FDN T H2FEDKRDHSNTWL
£,

2003 FITKE R A (USDA)D 5 FHER T NTzQUEChERSE
. BELINDODARGIINIBAZEE LTHSNTEY.
ACACRCENTZ EDRNEEICHKBEINTVE Y, KhlGRE
HRE LB TNRNICRELTHE T ST EHRBETT HN
FBETHY BRETNTZVRERDOXEZZ T, ERETE
SEHESNGEWVEELRHYET, TOLIEHEIFER
DFEIRDBATEOBETE WV Te TR EEEY E T,

AR TIE. LOUMSICE B BEZO—FFTRE | (BEMS
KON (BEMVTIEEINSEED S BD158/EDIT DL
T. QUEChERSETHIMLIE LIcEMARZAEL. &L E
INENEONTHE BN LET,

M. Kawashima N.Kato

B> 7 IV ORI

SR DA ZIEQUEChERSEZE BV TRIMLEBE TV E LT,
FRLEBD T —7 7O0—2RKNTORLE T, MEROEEEE
105 g/mLEZEWET,

TZZESURH IS MRS T 28IPL2005MIX-4,5,6,7,89,10 %38
GLiEEDEFERLE Lz, QUEChERSIRIC TRIMIEL =
SHEPARIC, AEICH L T0.02 mg/kgs b &5 BERER
MLEX b I AFERRCERFERIERE0 ng/mL)%Z
WC. I bUTZNR=ZHRLE LTz,

| 50mLF 21— JIREMBLIEASS gERURD |
v

| KO mLEMZ, 155MKET B |
v

| TR RULMOMUEMA, 19METE |
v

| TR F 1 — TR, IHBET S |
v

| 5,000 (I TSHRBEOS T B |
v

| EEEMRT 1 TUBL. ODERIETE |
v

| 5,000 romIT T 5P RERRODEES 5 |
v

| EREREBEL TS (BAURE 05 g/mL) |

*1 3HIBERNEY

B~/ 2O L69 B NI L 1g

QREETF 1 —TREY

Bl 423 Ls 1200 mg, PSA 400 mg, C18 400 mg, GCB 400 mg

X1 gEY—7 70—

;1) 7 )VEERRLC/MS/MS%E UM
REBREDODT (ZD1:K=EH) [LCMS™-8060]

PaLES S
HPLCEMSD DM ERNTRLET,
E1 SRRt

[HPLC conditions] (Nexera™ X2)
Column . Shim-pack Scepter™ C18-120 (2.1 x 100, 3 um)
Mobile phases . A) 5 mM ammonium formate, 0.02% acetic
acid inH,0
B) 5 mM ammonium formate, 0.02% acetic
acid in MeOH
: B 5% (0-2 min) — B 50% (5 min) - B 97%
(13-16 min) — B 5% (16.1-20 min)

Gradient Program

Flow rate : 0.3 mL/min
Column Temp. . 40°C
Injection volume cTul

[MS conditions] (LCMS-8060)

lonization . ESI (Positive and negative mode)
Probe Voltage © +20kV/-1.5kV

Mode : MRM

Nebulizing gas flow : 3.0L/min

Drying gas flow : 10.0 L/min

Heating gas flow : 10.0L/min

DL Temp. : 200°C

Heat Block Temp. :300°C

Interface Temp. : 200°C

Probe position © +2.0mm

< YU ARERRDMRMAIE
KT ETRIC BRI LI < b 0 248
EROMRMY O% 95 LER ATRLET,

(x1,000,000)

15.0min

2 BEISSHHDE— V&G (10 ng/mUSEARAINIAZHER)
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RARNEYNER

AR ARICE TN DEEISSHDIC DOV, EINERS L
UR MO ARBERRICH T HEEEBIRME(N=0) B L
F e, TOERER2IC, BNEORRERBITRLET,

158A 1563 IC DN T BINENT0-120% 75 F L
feo BREOHEAZECHERICENTEH, 987%DHDH
MU RICKBEEREKBICEITS T EEL. BEFEEIR
EBLUBREERSHICENTEER L

&2 FMENEREERERICHIT 2ERESRNE

ICompound name Recovery(%) 9%RSD ICompound name

1-Naphthaleneacetic Acid 76.3 8.32 Dymuron

24-D 973 4,66 [Epoxiconazole
4-Chlorophenoxyacetic acid 76.5 5.34 |[Ethametsulfuron-methyl
AbamectinBla 935 1.37 [Ethoxysulfuron
Acibenzolar-S-methyl 90.0 8.84 Fenamidone
Acifluorfen 88.7 7.50 |[Fenhexamid
Aldicarb 92.8 4.24 Fenobucarb
Aldoxycarb 96.5 1.15/ Fenoxaprop-ethyl
Anilofos 933 3.08 Fenoxycarb
Aramite 95.8 3.88 [Fenpyroximate E
Azamethiphos 93.5 468 Fenpyroximate Z
Azimsulfuron 84.9 8.46 Ferimzone(E)
Azinphos-methyl 952 391 Ferimzone(Z)
Azoxystrobin 936 6.70 Flazasulfuron
Bendiocarb 99.2 2.14 [Florasulam
Bensulfuron-methy! 97.9 5.57 [Fluazifop
Benzofenap 974 142 Flufenacet
Boscalid 98.0 2.53 Flufenoxuron
Bromoxynil 927 8.96 [Flumetsulam
Butafenacil 99.0 2.63 Fluridone
Carbaryl(NAC) 98.5 5.77 |Fluroxypyr
Carbofuran 93.5 5.35 [Fomesafen
Carpropamid 944 3.72 Foramsulfuron
Chloridazon 92.1 2.82 Forchlorfenuron
Chlorimuron-ethy! 101.8 7.76 Furametpyr
Chloroxuron 95.5 5.95 [Furathiocarb
Chlorsulfuron 96.9 5.36 (Gibberellicacid
Chromafenozide 95.1 1.65 Halosulfuron-methyl
Cinosulfuron 98.4 9.43 Haloxyfop
Clodinafop acid 919 8.00 Haloxyfop
Clofentezine 84.7 4,06 Hexaflumuron
Clomeprop 876 3.77 Hexythiazox
Cloprop 97.8 9.36 Imazalil
Cloquintocet-mexyl 97.8 3.64 mazaquin
Cloransulam-methyl 101.9 6.16 Imazosulfuron
Clothianidin 859 5.42 Imidacloprid
Cumyluron 98.5 2.16 |Indanofan
Cyazofamid 95.7 1.39 Indoxacarb
Cyclanilide 96.8 4.10 lodosulfuron-methyl
Cycloate 94.9 3.31| loxynil
Cycloprothrin 726 5.13 |Iprovalicarb
Cyclosulfamuron 96.8 5.74 lIsoxaflutole
Cyflufenamid 91.9 1.72 |Lactofen
Cyprodinil 94.6 3.10 |Linuron

Diallate 94.1 405 Lufenuron
Dichlorprop 975 9.08 MCPA

Diclomezine 100.7 8.89 MCPB

Diclosulam 95.9 2.23| Mecoprop+Mecoprop-P
Diflubenzuron 874 3.15/ Mepanipyrim
Dimethirimol 94.7 3.20 Mesosulfuron-methy!
Dimethomorph(E) 98.1 2.86 |Methabenzthiazuron
Dimethomorph(2) 98.1 2.86 Methiocarb

Diuron 96.6 2.34 Methomyl

Recovery(%)

91.8
90.0
953
101.2
92.8
92.0
96.5
88.0
92.9
934
93.9
95.2
96.9
97.3
97.6
94.1
953
93.1
101.8
93.6
91.2
1034
115.1
92.0
97.5
935
63.5
80.2
82.7
85.0
96.4
93.8
106.8
95.5
94.0
89.9
94.3
99.9
93.0
98.8
95.6
92.8
90.5
954
932
96.1
86.6
85.2
94.5
95.1
96.6
95.0
97.8

5.36
1.87
6.52
422
3.74
6.06
4.83
268
3.94
3.11
2.90
266
208
479
7.50
6.73
4.66
723
6.45
2.22
8.65
4.83
8.65
5.85
3.02
1.76
1061
745
7.70
878
741
331
352
4.25
567
1.12
3.07
4.16
7.59
7.08
346
643
2.10
3.54
4.48
4.16
215
279
397
3.50
211
4.16
144

1(0.6%) 1(0.6%)

|

B 50-70%
B 70-120%
B 120-150%

3 ZNEMRERDAER

ICompound name Recovery(%) %RSD

Methoxyfenozide 92.0 6.35
Metosulam 102.7 744
Metsulfuron-methyl 96.5 5.54
Monolinuron 96.0 2.52
Naproanilide 913 5.53
Naptalam 95.9 9.97
Novaluron 90.9 6.44
Oryzalin 90.5 9.95
Oxamyl 93.6 2.71
Oxaziclomefone 89.5 4.16
Oxycarboxin 96.3 321
Pencycuron 95.8 3.89
Penoxsulam 99.9 292
Pentoxazone 799 9.20
Phenmedipham 95.5 1.35
Pirimicarb 94.6 5.96
Primisulfuron-methy! 95.0 3.81
Propaquizafop 93.6 3.13
Propoxycarbazone 1425 839
Prosulfuron 99.6 6.03
Pyraclostrobin 96.5 4.62
Pyrazolynate 93.7 2.96
Pyrazosulfuron-ethyl 96.8 8.99
Pyriftalid 95.7 4.52
Quizalofop-ethyl 814 131
Silafluofen 849 6.25
Simeconazole 95.1 263
SpinosynA 100.9 6.04
SpinosynD 105.9 4.00
Sulfentrazone 86.4 7.29
Sulfosulfuron 974 7.18
Tebufenozide 953 5.07
Tebuthiuron 91.6 451
Teflubenzuron 879 7.57
Tetrachlorvinphos 94.2 3.80
Thiabendazole 94.0 3.67
Thiacloprid 943 1.85
Thiamethoxam 96.0 1.72
Thidiazuron 82.8 7.7
Thifensulfuron-methyl 96.6 6.43
Thiodicarb 95.8 297
Tralkoxydim 1 104.0 5.25
Tralkoxydim 2 939 4.25
Triasulfuron 96.8 3.77
Tribenuron-methyl 94.1 7.77
Triclopyr 94.5 7.21
Tridemorph 1 97.5 4.28
Tridemorph 2 96.3 2.18
Trifloxysulfuron 96.3 7.75
Triflumuron 929 3.70
Triflusulfuron-methyl 99.5 549
Triticonazole 94.2 2.68

1) BEEREE | BRIGEE T 2RE,. SRR IEEBEERROMD TH2MEDHBREICDWNT (BRFEEH11290025)
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BRPICEBTI2REZENADBRICEEZNRIFT L
DIEWVED. BEEFEEICKY. BE. SRANY. S8
EERICDOVWTREEENREINTVET, REEELR
R EIEREINTHY R Ta TR MIEICE>T—
EEU EDOREEHNEE T 2BMOREEIZ LI TL
%97,

BRAOKREEEDDIE. BEDITENLBLLSNE
T, —HC BEDECKKI N v I RATLBY T L v
IVEBEDTFEEZITDBTENBY ET, — RN, BESD
WEHCBIT BT MUy 7 RARRDFEZHIET Bl
EETNEDPT b v I ARERENEN T, —AC. T
NEDEEREFEBRICOVTRAR CLEEMREVER
TRREHH YT, 2Tl FEXMMERBL TS &
IR, MENRERETH>TEFVEINENESN S
LC/MS/MS IZ KB DIRBICDNT TN LE T,

N. Maeshima

W LC/MS/MS £ X B531h

BIESRNE. ENEhEELS QUECHERS EEMEHADE S
STQEITL Y ITh CAD DI LE LTz, 01 A5 50 ng/mL
DEE CREFEIFM L. TRBIEE CERETVE LTz,
DFFIER I 2ITRLET,

&1 LCEMH

[LC] Nexera™X2 System

Column
Column temp.
Solvent A

Solvent B
Gradient

Flow rate

Injection Vol.

. Shim-pack Scepter™ C18-120

(100mmx2.0mm, 1.9 pum)

1 40°C

: 5 mmol/L Ammonium acetate/Water

: 5 mmol/L Ammonium acetate/Methanol
: Bconc.3% (0 min) — 10% (2 min) —

55% (6 min) — 100% (21 - 26 min) —
3% (26.01 - 32 min)

: 04 mL/min (0-21min)

— 0.6 mL/min (21.01 - 27 min)
— 04 mL/min (27.01 - 32 min)

5 uL

&2 MS&E#H

[MS] LCMS-8050
lonization
DL Temp.
Interface Temp.

Block Heater Temp.

Nebulizer Gas Flow
Drying Gas Flow
Heating Gas Flow
Probe Position
Dwell Time

Pause Time

. ESI Positive and Negative
1 150°C

: 200 °C

1 500 °C

: 2L/min

: 10L/min

2 10 L/min

:3mm

: 1-200 msec

: T msec

k1 7 IVERERRLC/MS/MS%Z B LN e
REREOD (ZT02 : FRmMmER)
[LCMS™-8050]

W ARDNEINGER

BEBAIEESNZIEE 1ng/mL 1Z755 £ 5 RIER
WCRNNA Y LISER (R by 7 ZFINER) Zot L. [l
W ZfEss L& Lo, RILEMIC DV CEIRRZHEER Lo &
T 5. 89L& 82 L& ClEER 70-120% % =m L & L
fe (B1) o &feo BEEER 1 ng/mLICEW TR YR LEBR
MERESE LIc & <A BERIC 89L& 70L& T 3%RSD
WFZERLE LT (=100 ®2) . R3-1 BXUEK3-2IC
ZLEMD MRM IEIRE L UEIRE £ 42 ) R LBIRMEDER
EEDETCRLTWVET, oo ERRMHPDMS 78X b
75 L%K 3. RERNEHDDMS /A% FI5 L (R b
Uy O RN ERERER 4 ICTNENRLE LT

12 4

B 0-50%
50-70%
m 70-120%
W 120-150%

82

T AIERED D

B 0-3%
H 3-5%
m>5%

70

2 EFEEWRSD DN
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*& 31

MRM 1B#R & 2% 1 ng/mLICHV ) BEINES KUY R LERME

B —e
No. et RS | wr | bovvvay | BEE %ﬁgﬁ e
1| Abamectin Bla 17701 + ]890.30>305.30 523 37 0.1-50
2 | Acibenzolar-S-methyl 1030 + |210.90>136.05 97.9 5.2 0.1-50
3 | Aldicarb 6.65| + |20820>11585 95.8 25 0.1-50
4| Aldicarb-sulfone (Aldoxycarb) 431 + |240.10>86.20 983 0.5 0.1-50
5 | Anilofos 1260 + |[368.00>125.00 97.6 3.1 0.1-50
6 | Azamethiphos 7171 + |325.00>182.90 98.1 1.1 0.1-20
7 | Azinphos-methyl 960 + |31800>132.05 100.0 3.1 0.1-50
8 | Azoxystrobin 1008 | + |404.00>371.95 103.1 2.8 0.1-50
9 | Bendiocarb 7391 + |22420>109.10 86.0 2.1 0.1-50
10 | Benzofenap 1457 + |431.15>105.25 95.2 1.2 0.1-50
11 | Boscalid 1029 + |343.00>306.95 80.1 1.1 0.1-50
12 | Butafenacil 1126 + [492.10>330.85 103.0 2.2 0.1-50
13 | Carbaryl (NACQ) 784 + |202.10>145.10 79.2 4.1 0.1-50
14 | Carbofuran 741+ |22210>123.15 87.2 13 0.1-50
15 | Carpropamid 1268 + |[334.10>139.10 129.1 47 0.1-50
16 | Chloridazon 6.10| + |222.10>104.10 94.2 1.1 0.1-50
17 | Chloroxuron 1102 + [291.10>72.15 101.8 15 0.1-50
18 | Chromafenozide 1141 + |395.20>175.15 95.0 1.2 0.1-50
19 | Clofentezine 1382 + |303.00>138.15 77.8 19 0.1-50
20 | Cloguintocet-mexyl 1524 + |336.10>237.90 102.6 27 0.1-50
21 | Clothianidin 566 + |250.00>132.05 96.5 14 0.1-20
22 | Cumyluron 1091 + |303.20>185.10 106.1 27 0.1-50
23 | Cyazofamid 1169 + |325.00>108.10 954 3.1 0.1-50
24 | Cycloate 1357 + |216.10>154.00 104.9 8.6 0.5-50
25 | Cycloprothrin 1687 + [499.00>181.10 90.4 20 0.1-20
26 | Cyflufenamid 1352 + [413.10>295.05 96.8 2.0 0.1-50
27 | Cyprodinil 1283 | + [226.10>108.00 98.6 4.7 0.1-50
28 | Daimuron (Dymron) 1069| + [269.25>151.15 104.8 2.1 0.1-50
29 | Diflubenzuron 1196 + [311.00>158.10 46.2 24 0.1-50
30 | Dimethirimol 822 + |210.20>71.00 97.6 1.1 0.1-50
31 10.11 934 29 0.1-20
Dimethomorph (£.2) + |388.10>301.00

32 10.58 97.7 33 0.1-50
33 | Diuron (DCMU) 892 + |[233.00>72.10 99.5 1.2 0.1-50
34 | Epoxiconazole 11571 + [330.00>121.10 98.2 26 0.1-50
35 | Fenamidone 1013 + [312.10>236.00 99.2 14 0.1-50
36 | Fenoxaprop-ethyl 1465 + |[362.10>287.90 99.1 12 0.1-50
37 | Fenoxycarb 1220 + |302.10>88.00 94.1 15 0.1-50
38 Fenpyroximate (£.2) 1566 + [422.30>366.20 269 12 0150
39 16.90 98.2 14 0.1-50
40 Ferimzone (£2) 10.27 + |255.20>91.05 %87 36 0150
41 1043 103.7 18 0.1-50
42 | Flufenacet 1129 + |364.10>152.05 90.0 2.0 0.1-50
43 | Flufenoxuron 1644 | + |489.00>158.10 919 1.2 0.1-50
44 | Fluridone 985 + |330.10>309.00 106.9 19 0.1-50
45 | Furametpyr 855| + [33410>157.10 94.8 15 0.1-50
46 | Furathiocarb 1484 + |383.20>195.00 979 19 0.1-50
47 | Hexaflumuron 14.68 - 458.80>439.00 1155 13 0.1-50
48 | Hexythiazox 1571 + ]353.10>228.00 85.1 1.1 0.1-50
49 | Imazalil 1246 + |297.10>159.05 94.6 33 0.1-50
50 | Imidacloprid 562 + |[256.10>174.95 98.3 12 0.1-20
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#&3-2 MRMIBREEE 1 ng/mLICHIF 2EINES JUR YR LBIRE

B ==
No. ftame RESE | | bovvvay | BRE %%% EaLE
51 | Indanofan 1167 + |[341.10>175.15 97.8 26 0.1-50
52 | Indoxacarb 1419 + [528.10>203.00 96.1 1.5 0.1-50
53 | Iprovalicarb 1116 + [321.20>119.15 51.9 4.0 0.1-50
54 | Isoxaflutole 878 + |[360.10>251.00 81.9 5.7 0.1-50
55 | Linuron 996| + |24880>182.05 88.6 20 0.1-50
56 | Lufenuron 15.97 - 508.90>339.00 1151 2.3 0.1-50
57 | Mepanipyrim 1153 + |22410>77.00 87.7 44 0.1-50
58 | Methabenzthiazuron 867 + [22210>150.10 95.7 20 0.1-50
59 | Methiocarb 1002 + |226.10>121.10 93.1 6.6 0.2-50
60 | Methomyl 482 + [163.00>87.90 954 1.7 0.1-50
61 | Methoxyfenozide 1086 + |369.20>149.15 1034 13 0.1-50
62 | Monolinuron 808| + |215.10>99.10 88.7 2.1 0.1-50
63 | Naproanilide 1213 + [292.25>171.25 96.1 1.7 0.1-20
64 | Novaluron 1481 + [493.00>158.00 68.0 20 0.1-20
65 | Oryzalin 1136 + |347.10>288.00 36.1 35 0.1-50
66 | Oxamyl 453 + [237.10>72.10 98.1 14 0.1-50
67 | Oxaziclomefone 1470 + |376.20>190.15 99.2 37 0.1-50
68 | Oxycarboxin 624 + |268.10>175.00 90.8 26 0.1-50
69 | Pencycuron 1361 + |329.10>125.00 100.0 2.0 0.1-50
70 | Pentoxazone 1482 + |371.10>286.00 85.2 19 0.1-20
71 | Pirimicarb 837 + |[239.20>72.00 99.9 1.7 0.1-50
72 | Propaquizafop 1509 + |444.10>100.15 83.1 24 0.1-50
73 | Pyrazolynate 1369 + [439.10>91.15 102.6 3.0 0.1-50
74 | Pyriftalid 9.77| + |319.10>139.10 100.2 1.9 0.1-50
75 | Quizalofop-ethyl 1467 + |[373.10>298.90 79.8 2.5 0.1-50
76 | Silafluofen 19.93| + [42630>287.15 101.8 1.1 0.1-50
77 | Simeconazole M) + [29410>69.95 63.0 19 0.1-50
78 | Spinosyn A 1807 + |73260>142.20 102.9 15 0.1-50
79 | Spinosyn D 1865 + |746.60>142.10 105.0 1.7 0.1-50
80 | Tebufenozide 12.11 + |353.20>133.10 97.1 1.1 0.1-50
81 | Tebuthiuron 7591 + |229.10>172.00 97.7 14 0.1-50
82 | Teflubenzuron 15.32 - 378.80>339.00 99.0 2.7 0.1-50
83 | Tetrachlorvinphos (CVMP) 1213 + |366.90>127.15 98.1 32 0.1-50
84 | Thiabendazole 721 + |202.00>175.00 104.3 2.8 0.1-50
85 | Thiacloprid 644 + |253.00>126.05 95.5 13 0.1-50
86 | Thiamethoxam 495 + [292.00>211.10 939 1.5 0.1-50
87 | Thiodicarb 840| + |355.00>88.00 99.6 2.5 0.1-50
88 | Triflumuron 1335 + [359.00>156.05 91.6 0.9 0.1-50
89 | Triticonazole 1118 + [31810>70.15 87.1 2.1 0.1-50

(x100,000)
5.0

4.0
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WY 7L OFEINE
Sample Preparation

HMAERXRRONIN T, ACALRLERESZZEICET
YUTIWEAETHIENEL, REPBREORVT —
ERBSDISFTNLEBENERICEELRY T, —RHNIT
BEE#MEELNAVSONETA, BEEFEALILLZEDH
5, SEIFFINEOEZtE BNIC, FRADKBREEDH
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QUEChERS JEICIE 7 = UL ET =2 T v TD 2
DOIRHLBIETH, SEIE7EEZFUIVBEOHZET
W& LT,
*QUEChERS ¥+ v I : Restek Q-sep™ AOAC2007.01

WYY TV ERDIEAIL & B E— I RROKE

Improvement of Peak Shape by Water Co-Injection

WHEE— TR, Y2 TIVBEEBEIEDAHNORBEGRNE
IC&Y, BECEMOE - DNV EINEY T 25REH
RIBHTENBVET, DD, TV TIVABENBRBE
Uy FOFEIE, (BREIEERICEY) KA TEH
NETIFE2REDRD Y LT, KON T, BB TRDOT
YTIVEBIET LR ZNUILI100 % THBD, TOEE
LO/MSITEAT B &, WS DDA TE—VEINEIRT
LEd (Fig.2 /&),
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Liquid Chromatography Mass Spectrometry

tU 7 IVEERSRE LC/MS/MS =R L e
SMRAERRDA I V-2 751

Quantitative Analysis of Veterinary Drugs Using Triple Quadrupole LC/MS/MS [LCMS-8050]
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Fig.1 sAEZONIL
Procedure of Sample Preparation

Diaveridine
7:261.15>123.10 (+) 7:261.15>123.10 (+)
20 25 30 35 20 25 30 35
Difloxacin
26:400.10>356.20 (+) 26:400.10>356.20 (+)
25 30 35 40 25 30 35 40
Sample 2 L Sample 2 uL
+ Water 10 pL

. *B Y FILIEE 100 % Acetonitrile
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Comparison of Peak Shape
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WX b AZEBERD MRM AIE
MRM Analysis of Matrix Standards

YU TIVERICEERRZERIM L b U7 XIBERRD
MRM 2 O F 95 L% Fig. 3 1CRLET (Fi27— 2K
A HAREFER) . Table 11C, Y MU XEEEHEWZ
EARES MU ARIBERRICE T2 EETREZRL
Flfco 72 MZMUILMEZT O IEFOEHMEDITHSL
TH, ZLDEMTREBRDIHDIHE LRAFEDRENS

SNTVWEY, BERREI N7 ZARINAERCEE TRIE
DEBZZEEMEN DODERENE LD, chsiE< b
VOAITTI MEL2BDTIREL, TERDBRD A F
VNCKYNY OISOV RBERTHEDRRTH 2 EE
ASNET (Fig. 5 281),
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MRM Chromatograms of 89 Veterinary Drugs

Table 1 BHEFRELUOR M)V AIREBRICEITEHER FIRIBEE T MY AR EIFE R IEEH
LOQs of Veterinary Drugs in Neat Standards and Matrix Standards/Calibration Range of Veterinary Drugs in Matrix Standards

IR XU RRIMEEAR REBRR < U RFIMEEEAR
Min. Conc. Min. Conc. Max. Conc. Min. Conc. Min. Conc. Max. Conc.
Gentamicin 0.5 1 50 Sulfachloropyridazine 0.02 0.02 20

Levamisole 0.05 0.05 50

5-Propylsulfonyl-1-benzimidazole-2-

h 0.05 0.05 10
amine

Trimethoprim 0.02 0.02 20

Sulfisomidine 0.02 0.02 20

Q
3
e}
s}
E
=)
o
N
=3
o
o
>

Ciiroﬂoxacin 0.05 0.5 10

Danofloxacin 0.1 0.1 10

Oxitetracicline 0.01 0.1 50

Orbifloxacin 0.05 0.05 50

Clenbuterol 0.01 0.01 10

Spiramycin | 0.01 0.01 50

Difloxacin 0.05 0.1 50

Sulfathiazole 0.02 0.1 20

o
1)
2
jon
I
Q.
o
<
o
o
(o]
o
o
a
(=}

Sulfamerazine 0.02 0.02 20

Tilmicosin 0.1 0.1 50

Sulfadimidine 0.02 0.02 20

Sulfamethoxypyridazine 0.02 0.02 20

Trichlorfon (DEP) 0.05 0.05 50

Furazolidone 1 1 50

Erythromycin A 0.01 0.01 50

<
o
@,
=
o b
o
w

0.05 50

Sulfaethoxypyridazine 0.02 0.02 10

Florfenicol 0.5 10 50

Sulfatroxazole 0.01 0.01 5

Sulfisoxazole 0.01 0.05 50

Chloramphenicol 0.5 1 50

Sulfabenzamide 0.01 0.01 10

Sulfadoxine 0.02 0.02 20

Prednisolone 0.1 0.05 20

Flubendazole 0.01 0.01 50

Nalidixic acid 0.01 0.01 50

Flumequine 0.01 0.01 50

Sulfanitran 0.2 0.2 50

betaTrenbolone 0.02 0.1 50

alphaTrenbolone 0.02 0.1 50

— N
285
Q >
2 o
b o
]
o
>
)
oo —
2
===
S>o =
w
- w
oo o

Fenobucarb (BPMC) 0.01 0.01 50

Dichlofenac 0.01 0.01 50

2
3
5]
°
=0
<]
3
s
o
i)
S
o

0.01 0.5 50

0.01 0.01 10
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o
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=
=
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Fig.4 AERMGHEEWD LOQ [HAD MRM 7O RIS LERER
MRM Chromatograms Around LOQ and Calibration Curves of Typical Compounds

W EKEYRE R H Y P D ENER
(REJIRITT7 T bOHER

Recoveries of Veterinary Drugs in the Crude Extracts from Livestock
Products and Seafood

REVIREZLLEGRYVTIVEJELEBEOT N7
AIT7x7 FOEEEEZRLE Lz, 56, > 7IhiciET
v, BA, BA, Y-t 0 4BEERL, EYTILDT
b U VHHARICEER R E 10 ug/L DREICE S K
SITHAML, BINEAROE LTz, BR, 9EULDLEY

T 70-120 % O RIFHEUNEANE SN, QUEChERS ED T &
FZ b UIIVHEDOHOBRBEARICBEVNTE, XEJIZXT
TI7 MDEEEZITAHCEGLRAETES T ENEREIN
F LTz,

IE
150
....................... .‘...
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Fig.5 &Y 7IVARICE T 2EYAERRDEINER
Recoveries of Veterinary Drugs in Each Matrices
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M QUEChERS EIC & 57 = b UL
H Dk RhER
Extraction Efficiency of Acetonitrile Extraction Using QUEChERS Method
QUEChERS JEIC K 277 b Z b U LR O3k 3h =% MR
51, Fig. 1 DQDERFETIRERKZ 10 ug/L DIEEIC
HAHEDITHIML, BINEREZROGE L, R, < bJITR
B/ IELOBEESEIC, K8 EDILEMITDOVTRIFEE

IREMEONE L, £fEL, miEOsVwT FST Ao 0>
PE/OVROLEEMIIEIRELSBNMEANESNE LT,
INSDEEMICDOVTIE, FlahEARE, MmbEEO®RE
EIOBENHYET,

Table 2 ZMNEINNZE EEEARATAN)
Ricoveries (pre-spike)

EJIES SN <) RHBY (BA) BURENE, > TLEYD

<50 % 17 (19 %) 13 (15 %) ) )
************************************************************************************************** Tetracyclines Quinolones
,,,,,,,,,,,,,,,,,, 50%-70% Q% 8%

>70% 71 (80 %) 68 (76 %)
WER

Durability

BRERRI AR (RZEAR 10 pg/L AR ZAVT, &E
DRIAZEMZHB L E L, FBICERME NIV ADE

FAIEICSWCDH, 3HEICDE>TRELT -2 EWF
TBHIENFRET LT

2,000 Sulfaquinoxaline
T S S
? ot Compounds A(’Sigz(o/;)
15003 Sulfamethoxazole _
® 000 Sulfaquinoxaline 1.5
=z
Ketoprofen Sulfamethoxazole 2.8
500 i mB=tienbolones Ketoprofen 23
0 : » Teststerone ! : B- trenbolone 3.2
*(x 100,000 24 ixioo0  # fixaoopon /2 Wi Teststerone 35
40 4.0 4.0
35 S 35 s 35 o
30 15t injection 30 101¢ injection 30 220" injection
25 Area 1749695 25 Area 1803384 25 Area 1719608
20 20
15 1.5
10 10
05 05
0.03 0.0

55 60 65 70

55 60 65 70 55 60 65 70

Fig.6 EFTAIEICHITHHERNHMEMOEBETOY M BLUBRME
Area Plotting and %RSD of Typical Compounds in Continuous Analysis

Table 3 Hfrsts

Analytical Conditions

Column
Mobile Phase A

: Shim-pack XR-ODS I (75 mm X 2.0 mm I.D., 2.2 um)
0.1 % Formic Acid - Water

Mobile Phase B : Acetonitrile

Time Program 21 9%B (0 min) = 15 %B (1 min) — 40 %B (6 min) — 100 %B (10-13 min) = 1 %B (13.01-16 min)
Flow Rate :0.2 mL/min.

Injection Volume 2 uL (2 L sample solution + 10 L water)

Oven Temperature 140°C

lonization Mode

- ESI (Positive / Negative)

Probe Voltage 142.0kV/-1.0kV
Neburizing Gas Flow :3.0 L/min.
Drying Gas Flow :10.0 L/min.
Heating Gas Flow :10.0 L/min.
Interface Temperature 1400 °C

DL Temperature :200°C

Block Heater Temperature  :400 °C

FRRFEST - 20145108
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LC/MS

Application
News

No.c161

ERERERIE. B - BRETEREIIRETE - BERE
EGREDERAIZEN TERINTVWET, R HBEEH
STEONEBRICH T 22 HFRAED=HIC. BIREER
DEENDKEITT T HRATEERA - Maximum Residue
Limits (MRL's) %&. XR&GE2EY. ERSLUBMET S
ITRELTVET, £l \BAEBICKUFEINEZWLCD
D OFEIBEHCEIERDL RN TE Y. H5pHLAN
IWTHORBEENEEBEINTWVET (EU regulation EC
37/2010; Commission Decision 2003/181/EC; 21CFR Part
556 Tolerances for Residues of New Animal Drugs in Food) .
AHRETIE BREH OSRIRETHS M) 7IVIUEIREE
DT MRM AT M JVE— R EFIRT HREE— FTH
fEEE BT &ITE Y, BT S REEEROERIC, Wl
FETHMNCONTIRNE T, MRM XX MLE— FTIE.
TNENORRICEMH L TCERDTZITAY M AF >
EREL.ZFNSETSTAY MANRY MLE LTEEBET
BT EITKY BRAL SN A T2 ) = —F DL BYE
RICBLERD7 EEBITHIBTEXT,

David Baker ", Laetitia Fages 2, Eric Capodanno ?, Neil Loftus "
1) Shimadzu, Manchester, UK
2) Phytocontrol, Nimes, France

W AR & Dt

RIESTARHE. 4R - O - 2% - Y)Y BOMmEKRIC, B)
MAESRS% 0001 A5 0.1 mg/kg THRMLIcEDEREL
F e, BEREMETMIMEEEAN EEREREN CRBLEL
feo BIERERSIE. BRBUFPT UHPLC Nexera X2 & 1) 7)Y
BRESOHET LAMS-8060 ZAWE LIt R1HLUEK2),
200 FEEL FOBAERSRE 2 —7 v MEaE L TERE
L. 1290722 > MAHRREIRIC, 2000 L D MRM
ERIT A TEXAT 4 TOmBETEZ2—LE LTz

%1 UHPLC &4

Liquid chromatography

UHPLC Nexera LC system

Analytical column  Restek Biphenyl (100X 2.1, 2.7 um)

Column 40°C

temperature

Flow rate 0.4 mL/minute

Solvent A 0.1 % formic acid 0.5 mM ammonium formate
solution

Solvent B 0.1 % formic acid in methanol

Binary Gradient Time (mins) %B  Time (mins) %B
0.00 2 14.60 2
12.50 100 17.50 Stop
14.50 100

MRM AX7 IVE— FZRBWC
REPTMAEREMmD—F O

&2 MS/MSIRHE/NT A—4

Mass spectrometry

Mass spectrometer Shimadzu LCMS-8060
Pause time/dwell time 1 msec/3 msec
Polarity switching time Pos/neg switching time set to 5 msec

Scope 218 drugs in positive ion mode
(including internal standards)
11 drugs in negative ion mode
Structure Analytics (in house
development tool)

Source temperatures 350°C;300°C; 150 °C

(interface; heat block; DL)

Gas flows (nebulising;
heating; drying)

3 L/min; 10 L/min; 10 L/min

B MRM A7 MVE— FOFR

BIEAY v Rid, LabSolutions LCMS @ MRM &1L i%aE
EBIED 1> K7 (MRM Synchronization) REICEY . &
FICRETE. FRHE— VIR LT\ T —42BELSY
T TL— b ERBFLET, AFEE —BEDH DIV
—TRALEY YT T L= b EER L EEEOEVE
BLE—IURENERTLET, el EEAF Y - BT
VEROBHEDE EICE Y IV—F > TOBAEER—
BORICHEWNT AR —2—lc KU REBFEE AR
BTENTEFT B—DT A=Y —AFUHSEREN
BT TIAY AT VL BYREERDIEFREEIC DI
FIFRENET,

NER

EZIMBEERICHLTEZRD T ZTAY b F %R
B BHHIT MRM AR MLE—FZEFBLE LI, 7
L7r b2 UTlE 1T BOT ) A—H—T5 54
AN FhENCRELE NSO Y 3 Y I X)VF—TTH
BsENFELl @) . BHDT7TTAV N F T VY
Va3 vERETAZLICKY . TN TNOBY R ERRICXT
LT ALEMRERE DA TS )~ —FEBREE T 2750
AU REHMANY bIVEERTEERS, (VOILT oA
TINET S SY AT U EORERI T, 2016 FICHT
TNz 6th ESVAC LAR— kKB &L 2014 FE(THIF5 EU
MEED 29 HETOMEHDERFEIE. mg/PCU DHERTRE
NTHEY. T8I HA 0 VD 334%EHRE T LUT.
RZV) 48 255%) « IV 7858 (11.0%) &G>T
WK, 7T b0 ) EREFAE LTEIRLEL
feo )
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Compound name Chlortetracycline
Accurate mass 479.1216 [M+H]+
Formula C22H23CIN208

CAS 57-62-5

MRM Spectrum Mode

11 MRM'’s acquired for
chlortetracycline at 10pg/ulL in egg.
1:479.10>444.00 (+) CE:-23V
2:479.10>461.95 (+) CE:-35V
3:479.10>154.00 (+) CE:-34V
4:479.10>98.05(+) CE:-45V
5:479.10>260.05(+) CE:-60V
6:479.10>303.05(+) CE:-37V

MRM Spectrum mode

Higher specificity

Higher reporting confidence
Library searchable fragment data.

7:479.10>300.80(+) CE:-45V
8:479.10>287.90(+) CE:-53V
9:479.10>274.95(+) CE: -44V
10:479.10>370.95(+) CE:-31V

(
11:479.10>285.85(+) CE:-56V

[ Py (N The number of precursor-fragment ion transitions monitored is limited only by the structural chemistry of the molecule.

6.50 6.75 7.00 7.25 7.50 min

Typically more than 10 precursor-fragment ion transitions were monitored for each veterinary drug.

1 MRMZAXY RIVE—ROFIB (VEILT RS20 )

21278 T S SHATUNCDWNT T T I AT M E
SR8 L MRM SBAXY hLZERLE Lfce MRM X
N7 MVE=REMRM & T ORY bAF 2 ANRYT MU
ERELICAEE—RTY, TAZY A F Y ARY MU
ZA TSV —FICLBEYEEIHBTEET,

VI IVIRIVF—DETZITAY b FVICRBILE
NTTAZY b AF VARG MIVDEREND T8 T4 7
S —RDANYT MU FEBICH VRN OEIRIEZ T
BATVET,

m/z 154.00 m/z 274.95 m/z 444.00 m/z461.95
[Accurate mass 154.05042] [Accurate mass 275.04749] [Accurate mass 444.08501] [Accurate mass 462.09557]
Formula CZH8NO3 (+4H) Formula C15H1203Cl (+4H) Formula C22H19NO7CI (+2H) Formula C22H21NO8CI
ot o o OH [e} OHOHO ﬁ
+ H H OH o OH o o
OH O 2 ‘ OH . | | c
OH Cl HO CHj, /N\
Cl CHs Cl HO  CHy oM en su000 HaCT TCHy
N 3 3
HLC CHy
m/z303.05
[Accurate mass 303.04241] 461.95
/2 98.05 Formula C16H1204C| +(4H)
[Accurate mass 98.06059]
Formula C5H8NO (+4H) OH ‘0 OH
HAC
Nt
\|/\OH 154.00 m/z 260.05 O“ .
N [Accurate mass 260.02402] CH,
HC CH3 Formula C14H903Cl- (+4H) cl HO CHy
o OH
98.05
260.05
274.95 303.05 370.95
287.90
R R L N N L R N O N N N U PO PO U Y RO U
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 m/z

2 TIUXV MEEERE L MRM B

ARG MV (Zo)vT ST 1))
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BMRM A7 FIVE— RZRAWS A1 T3 —EE

Chlortetracycline MRM Spectrum

444.00 OH (0] OH O [0}
Similarity Score 98
Matrix Salmon 461.95
NH,
154.00 274.95 ’,285.85
98‘.05 ‘ 260405‘ r‘ ‘ ‘30305 37095
T A A
0805 ‘ 26005 | \ 30305 37095 Ccl HO CHg N
154.00 27495 28585 H;C CHs,
46195 Compound name Chlortetracycline
. Precursor 479.10 [M+H]+
Chlortetracycline Library MRM Spectrum 444.00 Formula C22H23CIN208
100 150 200 250 300 350 400 450 m/z CAS 57-62-5
Chlortetracycline 444,00 Chlortetracycline 444.00 Chlortetracycline 444,00
Similarity Score 99 Similarity Score 98 Similarity Score 99
Matrix Beef 461.95 Matrix Milk 461.95 Matrix Egg
461.95
154.00
154.00
274.95 27495 15400 37495
98.05 26005 | 98.05 260.05 98.05 260.05
‘t 303.05 37095 ‘ 30305 35095 303.05 37005
_ T | | i , | T
0 100 200 300 400 m/z 0 100 200 300 400 m/z 0 100 200 300 400 m/z

3 BGZHFEMT MUY RIT10pg/uL THERMLIES A TS5 ) =5 —F8J8% MRM AT ML (AILT b STA 71U )

X4 | Y BRI/ N—I =7 <A S1 % 10pg/ UL
TAMLIZED MRM AT L& 46EYICEET % n=10
DAEERZTLE Lz, BUERXDTVIEITRNTOFEAICS
WT. 9UET LI &EALE 5EIE. 10 BIEEAD
MRM ZNRY M IVEBRRLE L) o Fe—M#75 MRM AIE

AVw R (MRM @ 21{B) #RULT. &Y BHtiRict
TS AT) D RIVTTFIA N FIVA ST L
IN=DZTRATEE10pg/ UL AN LicY > 7IVERIE
L. MRM AN MLE— R E%RSD A LK LTz,

Virginiamycin ST MRM Spectrum

205.05 /2 205.05 RN OH Compound name Virginiamycin S1
X . Precursor 824.35 [M+H]+
B e T on20s o ST P Formula C43H49N7010
Formula C1I0H9N203 (+4H) s CAS 23152-29-6
177.00 HsC BN
290.05 H
162.10 481.05 OH N H
‘ ‘ ‘ 25910 45300 | 566{15 663“20 ‘ N Rl o
0 ‘ ‘ T T I . 7 H, o OHge—N "
‘ 259.10 ‘ 453.10 566.15 663.20 3 1 o
134.00 200,05 481.05 oH H,e™ o o
. A HN 3 H
177.00 \ [ N N
m/z290.05 & NH Ao © oF
[Accurate mass 290.11353] . B
Formula C14H16N304 (+4H) S O H N\
205.05 N o
Virginiamycin S1 Library MRM Spectrum
150 200 250 300 350 400 450 500 550 600 650 m/z
Virginiamycin S1 Virginiamycin S1 Virginiamycin S1
Similarity Score 99 Similarity Score 99 Similarity Score 100
205.05  Matrix Salmon 205.05 Matrix Salmon 205.05 Matrix Salmon
Injection1 Injection 5 Injection 10
177.00 177.00 177.00
’ 162.10
"~ 290.05 162.10
16210 29005 566.15 566.15 29005 566.15
: 134.00 | )
481.05 / 663.20 48105 | 66320 \ 48105 / 663.20
259.10 453.10 ‘ 259.10 453.10 ‘ | ‘ ‘ ‘ 259.10 453.10 / ‘
200 300 400 500 600 m/z 200 300 400 500 600 m/z 200 300 400 500 600 m/z
Compound name Oxytetracycline Sulfadimethoxine Ormetoprim Virginiamycin
Number of MRM's 2MRM'’s 8MRMs 2MRM'’s 1TMRMs 2MRM'’s TTMRMs 2MRM'’s 1TMRMs
Mean peak area
Quantitation ion 1890170 1729171 7809989 7227748 8291171 8160952 2232967 1956045
%RSD 3.74 3.04 1.49 1.46 1.54 1.18 0.91 1.65

4 B BHMBRICN—Y 274> ST &2 10pg/ ul THRMLIEED MRM AT ~b& n=10 DIER
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B MRM A7 FIVE— FZRAVCEERER

MRM XTIV E— FOE@IEZFHRT S fcdlc. F—
YT ERVIRLUEALE Lc, A LEHMBEE. EU
HA R4 > SANTE/11945/2015 I TIRE S NIcRIEEZE
IS LD TY (RFFRE E DR < &6 28D MRM D
A AV LVFHHBEERADESD) . BIREE ST IV

8.89ep 156.05
Sulfamerazine
1 pg/uL 92.0308.05
Matrix Beef 172.05
65.00 110.05
395 fﬁ%" 93 19910
J I
0 20 40 60 80 100 120 140 160 180 m/z
8.49%ep 156.05
Sulfamerazine 9.0
100 pg/uL 908.05 172.05
Matrix Beef
65.00 110.05
80.0:
32‘3.95 6605 93.1 19910
| +

0 20 40 60 80 100 120 140 160 180 m/z

4.5 Sulfamerazine D
4 Calibration curve 1-

35 100pg/uL
3 Matrix Beef

25
2 |
15
1 | y = 0.0419x + 0.0085
0.5 ﬂ|:| R?=0.9997
0
0 20 40 60 80 100

Concentration
(pg/ul)

5.60 570 min

BEDZEE MRM AXYT MLVE—REERLELIZ (K4,
THDAY Y KT 4%LLTFD%RSD ZRLE Lz (n=10,
10 pg/ UL ANIN/EEIY B) o K5 ICiEEER/RORENE L
TRIVI7AZIVDMRM AR ML EBERERLE L
Teo

Compound name Sulfamerazine
Precursor 265.10 [M+H]+
Formula C11H12N402S
CAS127-79-7

I SN 0 o

I | /L\\ﬂ

R 8

| He” N NH\[:I\
‘N NH

MRM Spectrum Mode
11 MRM’s acquired for sulfamerazine in beef.

2

1:265.10>156.05 (+) CE:-17V
2:265.10>92.05 (+) CE:-30V
3:265.10>172.05 (+) CE:-15V
4:265.10>108.05 (+) CE:-26V
5:265.10>65.00 (+) CE:-11V
6:265.10>110.05 (+) CE:-22V
7:265.10>80.05 (+) CE:-15V
8:265.10>38.95 (+) CE:-14V
9:265.10>199.10 (+) CE:-21V

10:265.10>93.10
11:265.10>66.05

) CE:-30V

(+
(+) CE:-24V

K5 XJVT7AZIVDMRM ANY MLEgERR (1pg/ul 55 100 pg/ ul)

W e

BRI SRR SR A IS T Szslc. 28D MRM ~
VI A VEFTNTNOEMBERERZ—7 v MTBWE
Xy R L LEYEE SHERICBIT A EREDR £
ERBLELZ F2—F Y MTHTB NIy 3 8lE
A=y b DIEREEIKTE L TWE T A — I 1tE
MICDEI10 MYV a3 VU EEZZ2—ABECTI . MRM X
N7 MVE=RIEI—FTa VEEELET A T4DBWVTO

B NAAVARY MIVDERZEREE L. ST —H—
FICL B EREOBMEEMEE LGSR —2 70
—ZEEMT ST EHTELY, SEDAITIE. 212 B
AEZERD (MRM £ 2,009) OEELFEEE MRM A7
IWE—FZBWVWT, REEL&E Lc, —RNGTEEAV Y R
(MRM # 2 2 BB BT, BRERR. EfMES
FUBRMEOHIIRESNELAT L

WRRF(T 1 2017 F8 A
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LC/MS

0.C175

TE/OUDY RRIEME (AGs) 1&. 4. F. BB L
URBICHT DMEORRBLED DI FEONTUVE
9, AGs ld. BAGEICEWRLERENETHY . VT A
BHEE Yo LBREEOmAICEN T,

AGs . BREEUCEEMEL DY £IH. TOMEDE
THH, BEEZDPHE CLIERINTVET, AGs I&. iE
BAOEMAEEL . AP—HKEHEETFSNEH >,
RAEYIEREINZY LIsBEICE. a4 OICT HBA.
4. IR EDRITIRIFT BRIEEMN B U KT, AGs A EL
BREBRNBET EE. MEICESDTEETY, 22T R
LB, MEZDHFTHERINTLDS AGs RLEMITH L
T, BYhO%REEE (MRL) #HRELTVET,

AGs RLEEIIBRENIEBICE < . BEDWEAEA T AlTiE
IFEAERFEIN BV S, BEOHER/AR NS 7 14—
DRBTIE. A A RTEAEMEONE T, A4 R7HEK
& LC OFRBYHT L MS DA V2 —T 24 A5 EICHERE
LY g < DD CRF T —2hEonEWN T &Ehd Y
FERNFENGZWNT EEDECHY TEA,

OH OH
HO. LOH

Ho,_(k,NH2 \
)\/oﬁ HO-,.)\)

BA. L. FHHRD7Z /7)Y FERE
MEDEEEEDTE MRM AT kL%
BUW T LEYRE

FLC/MS/MS Xy RN or—2 72 /7)) 33 RERR
EE ] Tl A7 AT HEEEER LE VK EEEER
WA O IS 7 0 (HILIO ZARWE LGMS/MS [2£3
DAV Y RERHELTVET, SREEDTAV Y F&
MRM A7 b ILEBWALEMEIEA YV v RD 2 DHUNER
TNTVWET, (LEMRIEA Y v REF>enifld. S&EE
BAYZ)—Z2 7R ERUBEME. HZ LEFERT 50
EREERY ) —Z 7L AYREER Uéa\ffﬁ:/X%L\
T AV Y REZBZDETTHEICITS T EHTRETT,
5. EEEAV Y RNNwor—IIidE. B8R IR 431 m‘ra
TEHBE—HNETO ~D/UHAFLER & LTEENTL
£9,

TR TIE. W DODDBAY Y TV EFADREMEEHRD
1D TLC/MS/MS XYV w KAy —2 72 /51) AV R
RINEME] OFERBEE SN LETD,

M. Levi

H,N., HN..
- NG ol

H
Qﬁoj\ HAN.. 0._,0" 0
HO.__~._NH, NH, L
\Cr oo, o
o 0._.0 QH
A
HO ™S ""oH [ z
o

HO\_~_NH, OH

HO,

‘J)” o

HOJ\O Q HN"SNH HOL_A~_NH, HN-

0\| Ko
NH
HO?(( “OH
_NH

HOL\_~_ NH, NH,
O
HOJ\‘J NH,
!  oxl

HO HN” “NH, i
NH2 NH,
Amikacin Apramycin Dihydrostreptomycin Gentamicin C1 Gentamicin C1a
HoN NH
OH 2! 2
N.
HN.. Y HO.. OH NHa . HN... |
{ HO, OH o_.0 ‘OH B J\
5 HO NH Q"o N, S gl
HO. NH2 NH ~ 09 Oyo NH2 s - Hy NH, HO r 20 LOH HO. H, NH2
H.N o-{ )
_0_.0 2 o O To
" A o, .0 HO :
HO= 7 Hy HO' OH  ud ‘'nH- HO' : " o~y NHz  HO. 7
Yo & o g e w1 o)
_NH N SeSon
NH, &
Gentamicin C2 Hygromycin B Kanamycin Neomycin B Netilmicin
HA o HAN., HN YNHQ“ HN .~ .OH
™7 J\ HN _A_NH_NH, (
o O)\ il o i bl
HO___~ NH NH_~._.0. O i S
o NH, OH NH, NH2 - O - o ol HO NH, NH;
OH 0._.0" HO oy How o Lo~ O O
B ro 0 HO' HO., j HAN A 9% a0 H,
- "OH HO' ) HO™ “OH
/NH HO NH2
Paromomyun Sisomicin Spectinomycin Streptomycin Tobramycin

K1 AVw R\vr—JIc

BHRINTVWAS7I /7)Y R (AGs) RLEa
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BAY VTV (P4, BHRA. BL/A—. BEO—X)
EFIEHEREEFERLE LI, EY IV 59 (BAIEH
Bg) A Yy RISy =D EREN TV B 57E CRTLE
L& Uiz, FMIETIE. NERIEXETH S Ribostamycin %7
meg. B/ Ny 7 7—TC2EmME LE Lz mbRE=Z vy
AE— FOHEBA 4 > RGFRBEHZ BV R X —REHE
> L (Biotage #H8Y) THHEE. 5 BHRLILEDE
5ul FOEALTRAEZTVE Lz, & AGs RILEWIE.
BEHEHEHBEL TVOD MRLD 05EFE 15 B0DEEICE
BESTHMLE LT

LC-MS/MS |Z X B9

RS - B Lk E LCMS/MS Ty TLC/MS/MS %
Vo RNy r—=I7 2 /00 Y REIREMB | IEEN
TWBAYV Y REBWTHHLE Lz, TEICIE. BEHET
R ARSI TR LT EiR A R L E LT

BRI BRI DEDSEREEDHT AV Y REFRLT
FOE Lfc, BEREEDHT AV v RiE HILC ZBU e ok
HEFBLTVEY, DERIL 45 9T, 11bedbicy
2 DD MRM BAREETNTVEY, BEIMEICIEFBRKER
ETE NNV EERLE L,

MRL ITREFEENZEEEBEEBA TRHINALEMH S
SfeBEIKE 2 DBDLEMREAY Y REBLTE—Y
REZTWE L. (LEHIREA Y v Rk, BREEDTTE
BUBEHR. HZLEFEBLETH. DB 13 97T 1
{E&Mmdbicy) 15 B0 MRM BARETNTVE T,

D 2T Isld Nexera™ X2 & LCMS™-8060 & BB & LTz,

fRHfri& LabSolutions Insight™ Library Screening (£ 72/ 3>)

ERVWTITWE LT,

S

MRL IRBEBRLEDICE > TEEZY FTT. HATIE
ERIT MRL AMEE SN TV W BIIRERSRICHT L Tld—
BREZE 10 ug/kg MEATNE T, T T MRLAEET N
TW% Apramycin. Dihydrostreptomycin. Gentamicin.
Kanamycin. Neomycin. Spectinomycin, Streptomycin |
DWTHE. BREAFOEHZ R/ MRL O 10 %D 58]&A MRL
D 150 %DEETHRE L E Lizo —H. MRLAMEETNTWL
HEUOMEDIEEIT DN T IE R EXREF% 10 Lg/kg D 20%

(2 pg/kg) 5 150% (15 ug/kg) ICRELEK LTz, & 1
ICB L EDBREHEEZRLET, 7 RIRET. SRDEE
RBEIF 85~115% &5 & L, RERNGRERZR 2 (TR
L&Y,

AGs RIEEWZERNL TWEWS > TIliTidE. HR AGs
REEMEIADTWE A, TITUREDSTEEZ AL T,
B EMORNERZABLE LTz, (R2) 2THOT LY
7 2wt L LB MDEUED 70~120%lc B E T | BiF
BRERNMMESNE Lz, BIRMIE. FRY > TIVEBNT.
MRL @ 1/2 DEE (0.5XMRL) TEHM@L £ Lz, BIRMD
FHfERZZR 3 IRLE T, %RSD IE2(LEM 20 %KET
HYV AP TRE LT —2HBoNTWAT EHhH
£9,

3ITIER AGs RILEYD MRM 7 O ~ 75 LDOFIZ R
L&Y,

R WR7I/TJUAVE (AGs) RMEEMOBEATRESN TWVSEEESE (MRD) EREHHA

Calibration Range

Low MRL High MRL LLOQ LLOQ ULOQ ULoQ

(ug/kg) (ug/kg) (ug/kg) (ng/mL) (ug/kg) (ng/mL)
Amikacin No value Default (10) 2 0.1 15 0.75
Apramycin 60 500 6 0.3 750 375
Dihydrostreptomycin 200 600 20 1.0 900 450
Gentamicin (sum) 100 200 10 0.5 300 15.0
Hygromycin No MRL Default (10) 2 0.1 15 0.75
Kanamycin 40 500 4 0.2 750 375
Neomycin 500 500 50 25 750 375
Netilmicin No MRL Default (10) 2 0.1 15 0.75
Paromomycin No MRL Default (10) 2 0.1 15 0.75
Sisomicin No MRL Default (10) 2 0.1 15 0.75
Spectinomycin 200 2000 20 1.0 3000 150.0
Streptomycin 200 600 20 1.0 900 45.0
Tobramycin No MRL Default (10) 2 0.1 15 0.75
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®2 BVI/TJUDVE (AGS) RMEEMOAINELE

AMI APRA DHSTP GENTCla  GENTC1 GENTC2/C2a  HYGRO KANA
Milk 91.90 % 88.7 % 108 % 76.6 % 89.4 % 833 % 943% 100 %
Beef 107 % 89.0 % 117 % 90.4 % 94.2% 952 % 107 % 102 %
Rgcsogi/r\nyt Pork 883 % 98.9 % 114 % 80.4 % 86.3% 87.6% 96.5 % 88.7 %
Chicken Breast 822% 90.3 % 97.4% 98.7 % 924% 90.3 % 105 % 94.8%
Chicken Liver 70.9 % 91.5% 103 % 913% 80.8 % 86.1% 99.4 % 101 %
Milk 83.0% 99.0 % 106 % 85.8% 91.0% 101 % 91.8% 98.1%
Beef 89.9 % 95.9% 96.9 % 98.8 % 91.2% 95.5% 104.% 96.1 %
%gﬁ%? Pork 86.3 % 89.5% 98.5% 95.1% 102 % 96.9 % 112% 97.2%
Chicken Breast 82.2% 90.3 % 97.4% 98.7 % 92.4% 90.3 % 105 % 948 %
Chicken Liver 87.8% 90.7 % 90.7 % 99.5 % 85.5% 88.8% 916 % 83.8%
NEO NETIL PARO SISO SPC STP TOB
Milk 812% 101 % 733% 753 % 94.0% 111 % 91.0%
Beef 914 % 101 % 88.1 % 884 % 110% 114% 915%
%gﬁ%? Pork 85.7 % 91.0% 90.7 % 764 % 101 % 111 % 85.8%
Chicken Breast 94.1% 90.5 % 784% 84.9% 92.7% 102 % 107 %
Chicken Liver 786 % 90.8 % 76.5% 78.8% 101 % 108 % 92.5%
Milk 96.7 % 93.6% 86.9 % 99.4 % 94.8% 105 % 102%
Beef 113 % 91.1 % 103 % 106 % 86.9% 93.1% 105 %
ng")f%ft Pork 106 % 90.4 % 94.8% 943 % 952 % 105 % 108 %
Chicken Breast 94.1% 90.5 % 784% 84.9% 92.7% 102% 107 %
Chicken Liver 109 % 82.4% 89.5 % 953 % 753% 90.0 % 98.1%

2 Apramycin. Dihydrostreptomycin,

Spectinomycin. Streptomycin DIREAR

i #1 Amikacn #2 Apramycin #4 Gentamicin Cla #5 Gentamycin C1 #6 Gentamycin C2
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S asmmmoe e QS0 TB0 () 25 QeI e Q) e Qe aoey  Quazsan () .
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A w1 s
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£33 TI/U7UVF (AGs) RMEEMEFAY Y TIVITHIN LIESEOARNENNER S FIRE CBE @ 0.5XMRL)

AMI APRA DHSTP GENT Cla GENT C1 GENT C2/C2a HYGRO KANA
Mean Conc. (1 g/kg) 538 225 350 45.6 475 48.0 5.32 21.1
Recovery 107 % 89.0 % 117 % 90.4 % 94.2 % 95.2 % 107 % 102 %
%RSD 19.9 % 7.7 % 10.0 % 10.8 % 10.2% 6.9 % 7.1 % 120 %

NEO NETIL PARO SISO SPC STP TOB
Mean Conc. (1 g/kg) 228 5.03 4.39 447 275 348 466
Recovery 914 % 101 % 88.1 % 88.4 % 110 % 114 % 91.5%
%RSD 8.8 % 10.0% 8.1 % 44 % 11.0% 11.9% 6.2 %

BEER AV v REEOAHT MRL ZBX TRIHEN W iR

feRDDREREEEHDzolc. PEEERECL. 11t
BB D MRM #% 15 [BF THE® LI EYRE AV
v FZAVWTEAEZTVET, AETESNZE MRM b
ST IUVICHINT BANY MLES—Y LT, MRM R
Ny MVEIERLE T,

4|2, LabSolutions Insight Library Screening & B\ Mz
AT URROFZRLET, RALZ MRM AX7 |+
WEFRHFAGE, BEITTA TS URRERITLET, &
D MRM AT MV EFE S TALEMEETIE. EUEDS
WEREB/DTENTEET, 4 ofITrLE
Dihydrostreptomycin OFEBIEIF 95 mém<. —A. 2 &
Bicby b LTWSIERITHEEHLITLS Streptomycin
DBLIEE 51 STl

FRBR LAY Y RNy =D %> T BREFILIC
AN LTe AGs REEMDDZET O EDLTEE LI, &
REEAYV Y FE@OeniT Tl BERE TH RIFREILN
REBREDRERHMEONE Lico KRTEHABLIAV Y

K78y r =D IR EN TV B FILIES AR SEIRETH
DX I R Re RN BRITHZA 5D THB I EHB T
bUTZARDICL 5T RESK TR LIIREIRZ EE D
MICGBERT S ENTER LT,

Ffeo MRM ART ~LEBWALEMEE A Y v Rid
{LEMREDHEZRA LT 2 ENTENE LT,

Shortcuts
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LC/MS

;U 7 IVAERERY LC/MS/MS %Z BN
IESXUCEINMEEFD
05 L7 =3IV

Application
News

0.C199

VOZ L7 T 20— )ViE [LREREMEANRY MUEBET S
MEMETH Y REDRZDFHS KUBEICEAESR
& LTRAECHBENTVWET,

RIT 4 TR MIERBEAINBRIC. corv7OT L7
T ZO—/UE BRFPICREHETHMDE LTREINE
L7zHh L 26 EORE LDOBICIK, BTEEEE L. FEH
AMEDEREMABE CERWNT LR EL S, FR—RIEME

(ADl) ZREITNETHEVEDE LTEFMMmEN. 5185
ERM! LEE*M%%@T&SD‘( I 5EVEDETNE
LT

T  HERTYOS LT T ZO—)V7IVr O VEAAER
DK EN VAT LT T ZO—/VEEMT 5T EEHE
BENfcc s 7O L7 Za—)VYIVy A VEEEE
AERETRITBINENE L&Y, FaL29 Eicryos
Ny 1::—/b@§ﬁ%ﬁ7ﬁlﬁb‘aﬁzﬁ*ni L7z (ER 29 FE
EHBESRE495) . SEIE. FESNIEHBREAICENL
L. IEHLOBMGTD/7OS L7 T —d—)bEEE LD

MAERBN LTI,
H.Horiike

W SR DR

TG E—EL. 10gZ8VRIVE LT, £l B
gpld. LCBELHE—EL 10gZ2 RV K LT,

TNTNUCAR S/ —)VEINA . T8 —L LT &0
BELCLBEHZEY HI#RFE 2 BT oTct. X2/ —IlIC
TI100mMLICERLE LTc, 4mL ZHREN L. AERER. 1
VEEEER OmL. B-7IL7OZ2—EERKR 1 mL AN
Ko Ulcte, BICEFRT /LI =008t LEEE T 7)1
Bl R LE LT, BT FILICK Stz 2 BliTo7c
B, IVEZIIRNVEVN-EDEO) RURESGHEAT A

ERWCHREL, AIERERE LE L
<FRL29EYUE DR E> <fEkmaBE>*
BikDIg—it @ Bikng—t
1 | |
| »5/—uam | A5/ — VA
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T RUALERIR(E

*1 TR 17 FEEFBEETE 499 5
BB 34 ERAEEER 3705
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Zx=a—- LTIV avglagiES
EERDD

JOSLA7 T Z0—)bHK0r707L7 20—V
I OVEIBERESIZER 1 ug/L BEAAELESNTE
MRM 7O NS LZRK 2 ITRLE LT, 705 L7 1
O—)VOFREFEERIA 4min (THEB LD ICOITRUEAEREL
£ LT

ﬁ%&@&m&ﬂﬁLEE$EﬁEﬂ§hTBU\@§m
ROBEC— VD EEICHELZRZTI RV £rO
L7z ZO—)V7)VY OV BIEE R gILE T+alks
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B 0223835, ¥FH29F2823H) .

(x100)
6.092:496.90>193.05(-)
500 STD 1 gl

Chloramphenicol
Glucuronide

407
30-
20-
10

00—
15 20 25  min

(x1,000)
:3:321 10>152.25(-)
STD 1 ug/L

Chloramphenicol

25-

0.0~

35 4.0 4.5 min
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=1 D&t

Column

Mobile phases

Flow rate

Column temperature
Injection volume
Probe voltage

DL temperature

Block heater temperature :
1 400 °C

: 3L/min

2 10 L/min

: 10 L/min

. Chloramphenicol

Interface temperature
Nebulizing gas flow
Drying gas flow
Heating gas flow
MRM transition

. Shim-pack™ HR-ODS

(150 mmL.X2.1 mm.id., 3 um,
Shimadzu Corp.)

: 10 mmol/L ammonium acetate water /

Acetonitrile = 70 / 30 (v/v)

: 035 mL/min

1 40°C

c5ul

: -1.0kV (ESI-Negative)
1300 °C

500°C

m/z321.10>152.25 (E&£
321.10>257.05 (W)

. Chloramphenicol glucuronide

m/z496.90>193.05 (E&£
496.90>113.00 (F&EZR)

W RERRDERRE

05 L7 T=23—/b01~2 ug/l. 7AS L7 T Z0—
IV IVo OV EER 05~10 ug/l DEEESEHEICHITS
5 RDEERTER LE L.

LOMS ZE LTI AT A7 T ZO—IVDBEEYICST
HEHTIRIZ 0.005mg/kg EENTH YR 3 ITRITEY . E
EFRELTOT g/l hSRIFGERENESNE LT,

mE#&(x10,000)
7.5_3 R?>0.999
5.0
2.5
0.0- . ; : .
0.0 0.5 1.0 1.5 BE
Chloramphenicol HoL
ME45(x10,000)
1 rR2>0.999
5.07
251
0.0- :

00 25 50 75 EE
Chloramphenicol glucuronide

3 RER

W IS KUFEIRDSIHR

x100)
7.51 Ir
5.01
23] Spiked 0.1 mg/L
Sample
0.0 : : : Blank
3.0 35 4.0 4.5 min
Chloramphenicol 0.1 pg/LAMN
EIYES 879 %
%RSD 7.6 %
4 FMEEERER (=3, TL)
(x1,000)
1.007
0.757
0.507
0251 Spiked 0.1 pg/L
Sample
0.001 Blank
30 35 40 45 min
Chloramphenicol 0.1 pg/LAm
Y& 95.5 %
%RSD 13.5%

5 AMIEMGEERMER (n=3. %500

BEDHER, TlROIE AV RETSIVIEZAH—) H
KU (BAEE) Oom7 > 7aeHcd0nT. 7074
T ZO—JUWEBHEINERATLIZ, KT EmT 7
SRS, TN 01 g/l REICES L2705 L7
O— ) UIEEERIR D 7 750 LRIE & 170N [EIUNER 85% L E15
S5NBTEHHERTEE LTz,

EJ AT ZArS -~ - u bl Ny i by Ve | Vs du B 73
REEOHEFNL. BeEEATWEE LIER. 705
L7z Z0— )71y aYvBREEREREEE G Y —AT
JOS L7 22OV ENT NS SERELTE
AILBIC K > T RICKDBETCETCWVNSD T ENHERTE
L1

TDEDIT LCMS™-8050 ZABWBH T E T 0.1 ug/LBE
K VBERSHOMHRIEETT,

Shim-pack 8L U LCMS (&, #ARH BREFFROBEAE KUZDMOEICSIT 2R T,

THRFE(T 1 201998
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LC/MS

Application
News

0.C202

LAY EEIL. BERER (BEEHm) &LT
MAITNTWEY, —A 7O/l 7Aaxy V=B BNRD ET
SEMBEERE LTIE. TBEICHET SedHICHETT 53X
REMNOBABITHT BTzDICHTRTT 7. %%55%5:%&3’
HREPNDFERE] HAEEINTVWEY, (Fa25FE
MWKEEDE 44 5)

Ffee RIYTATURXMIEICBWCE, 7O)L7ARY
UHBRPICEBEINDEDTH > CUUIESEWEMESR
IFonTHY . ZOEEEE L TERR. AMIIEDOHRIEELE

(BB 34 EEEEBERE 370 8) (THWLT LOMS EDHR
TNTEFX LI

LOLEDS, BKEMERICHWNT, CORBRENEAT
ETBHEHDOTIEEL. BRICK > TERHFEATTHERHNMES N
WEEEH O EDOHRREDREE Lb‘i&@%ﬂ‘(b\i_ﬁ_o

R 31 FE3ADESE - BRFEEESEREESRS
Y REERRIRICT. AV Y FEENT T Lfg%ﬁfl
O T7ORY VEBLADEEE (EEFBEHRER 0220
F45) NERINETATY,

SElE. BEBIURINIEHBAICERL, FABRUE
=Sl ksy D)bjD?//%/ PITLTEBERBNLE T,

H.Horiike

W SR OFTEE

HEATRRICH ST, FABLUEINE 10g AEVEK
. 7 btk B E 2 BlEgYURLEE. 100mL ITE
ALELf,

10mL AEEL L. BHkS LOFEBEMZ . RIVKVEE
BEiA27 1) L— NREAEI ZH T LEBVTERERE
ZITWE LT,

BHIRAE 40 CTH 1 mL £ TR LI, O.1%j?ﬁ§7j<§§
BHELT 01%FE 7 = MUJILODER (3:2) ITC. IE
FEICSmLITERL. IThERERERE L& L7z

YT IVOBRSEFENER 26 DD, RERDFEREL YA
EBERHNDGEWN D, BRICEHLEERTTS T EHFRETT,

<HERFE TOFERE>
[ ##os—m |

<FEERE TERER>

Bxnig—(t
1
7t b (2E)

1
| BT 71t (2 ]

[ 7&r= T ]
|

=2 |

A ( By |
Ay EIRIERR 4L~ SREREIRA 1 VATIR(K
HEBEEITNIA IZh3k

T RILERIRME

k1) 7 IVERRRILC/MS/MSZ B UL 4L
S LUHBHERPO7O/LT7OI I V51

W 7O 7ay B ERD
MRM 7 0% FJ 5 LB LURERDERF K
LAY U EER (10ng/L) ZREL. B5NT:
MRM 7 O% F S LEK 2 ISRLE LTc, BRHINTWS

SHERE CIIRETIRES L CEAE 5 L ITHNT 20 ng/L

EETNTVETHL LCMS™-8050 ZRWVNILFAZR 2 uL
IRR L CEEE TRRE S LT10ng/LOSAIED PIAE
?_O

312 10~1,000 ng/L ICHIF 2 RERZET L. FE5ER
>09998 &L RIFFEMRENMEONE Lic, &fe. R 11T
SothsMERLE LT

(x100)
207 319.10>86.15
1 57: Chlorpromazine
1 10 ng/L
1.0

0.5

0.0
‘ -
40 50 6.0 min

K2 70/ 7OxIVEERD MRM 70O M5 A

& (x100,000)
209 R2>0.9998

1.0
0.5
0'0""I""I""I"'\'I'
0 250 500 750 RE
ng/L
M3 RER
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=1 RERMS

Column
Mobile phases

Flow rate
Column
temperature
Injection volume
Probe voltage
DL temperature
Block heater
temperature
Interface
temperature
Nebulizing gas flow
Drying gas flow
Heating gas flow
MRM transition

. Shim-pack™ HR-ODS

(150 mmL.X 2.1 mm.id., 3 um, Shimadzu Corp.)

: 0.1% formic acid water / 0.1% formic acid

acetonitrile =72/ 28 (v/v)

1 0.20 mL/min
1 40°C

2 ul

. +1.0kV (ESI-positive)
1 250°C

1 350°C

1300 °C

1 2L/min

: 50L/min

: 15 L/min
. Chlorpromazine m/2319.10>86.15 (&)

321.10>58.10 (FEsR)

W B K UFRIRD I
FIEE S TIMET 5> 5 EAE L HIES TR T

(x100)

4 319.10>86.15

3.0

2.0

1.0 EW\/\'W
00 ;W/WW\_/VV[\MW\A

Sample (n=3)

(x100)

6.0 min

1 319.10>86.15

50

25

0.0001 mg/kgiE 7N
L fzSample (n=3)

HHTEEERLE LI, (K4%=308H)
(x100)
5.0 319.10>86.15
2.5;

0_07MWWWM

‘4.‘0‘ ‘SiO‘ ‘6.‘0‘
M4 #BETSVIDOMRMZ7OX I DA

MROBAENEDFAL KUBINAZ TR L, HmHRD
BEICEVESNEZEMRM 7O M5 L%K 5 D EXKH
KUR6 D ERITRLE Lz, FFRICBVTE. vheE—72
DMEHENE LA BIREETREED 1/5 LT L BEE
N. TEBEIICBWTE, MREEGVE L

Tl AMENEBRERET 2DFIB L UBINIC
0.0001 mg/kg MEHITEA LD IOV TOR Y U MNEER %
AL, D% 1 OFIEICHREVEHLE L 5 R xR
LE LT

BELUEBSNIEMRM 70X b5 LEK 5 DFRE K
U6 DFRIcZENZTRLE Lz, &RA 0.0001 mg/kg
ICHE T 2EEBARDEREIE. 20ng/L ExVET, R2H
KUK @Y [BUE (BE) 13 4FL0OHEER T 103%.
BINDHETE T 102% & IEBICRIFGERNEONE LTz,
TDEDITLCMS-8050 #ABWB T LT, vA)Laxy >
ERERCAET 5T EHEIRETT,

0.0
: e e e —
4.0 50 6.0 min
K5 MRM 270X b5 L (n=3. F3L)
x2 FNMENGERER (=3, 43)
Average Average Area
concentration recovery %RSD
Spiked sample 20.69 ng/L 103% 5.71
(x100)
1319.10>86.15 Sample (n=3)
2.0+
1.0
AN N A A AP AAA N A A
T AN nmn A A A A A
O.O,WWWV\MWW
—T ‘ —] —
4.0 50 6.0 min
(x100)
1 319.10>86.15 0.0001 mg/kgt8 XN
L fzSample (n=3)
—— —T— —T— —
4.0 50 6.0 min
K6 MRM 7O b7 5L (n=3. %BIN)
X3 AMENGEERER (n=3. ¥R
Average Average Area
concentration recovery %RSD
Spiked sample 20.50 ng/L 102% 245

Shim-pack & U LCMS (3, A SREUFFIOBAB LOZ DMOEICSIT SEE T,

WRRFEAT 1 2019F 9 A
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LC/MS

No.C103

ZNL/ =B KOTAFI LS =R OmE S L
THENE 7T D LBERNEET BN UECTT, 74+
ZINL/—=IUTDWTE, FRL14ES5 B 21 Hi DNEDTA
FUINL/ —INTBRBDEENEEEBOREICDOVT] (B
HE 0521001 B) CHEWZEAEE 1.1 ppm HEREINE L1z,
T4+ 2NN/ —)VDFEEREICDWVT] (BRHEE 0717001
S, FHISE7H178) ITiE, HPLCICL B ERB LU ES

REBROIM
Analysis of a Standard Mixture
Fig. 11c, 4 RO BERERK (&% 10 ppb) &2 uLFA
LIERD 7 O M5 L& Table 1 ICRFRBES LOEREE
DoERYRLBEREEERLET., Z/\L/—)VEIEILY
FORTL—AaF 21 (ESD) ERAT 1« TE— R THEED
AIEECY, LCORBRBERELTKETEMZMUILTE LL/
MS DITRTEEC I DY, BEER A ICERBEDEET > E -7 L
SEIE 0.5 mmol/L) ZRINT AT & TREN B ELE LT
Fig. 11clE, M LIEVWCDHODMRM M2 > wr 37D
AT—BEREORWIS VI w3 >0y 0OX NS L%ER
LTWET, DfElxE Table 2 ITRLE T,
DITEAEOTERMERSROAIC, EEAEBOMN 1/100 I<bh iz
% 10 ppb DR#EAERZ 6 Bl VR LT LE Lic, TDED
REFEBES L OEREOENEERE (% RSD) 7% Table 1 (<
TLET, RENESLOEEOEREIRF CL

Table 1 HRM (10 ppb, n=6)

Repeatability (10 ppb, n=6)

R.T. %RSD Area %RSD
Nivalenol 0.04 2.57
Deoxynivalenol 0.04 6.52
15-Acetyldeoxynivalenol 0.06 4.09
3-Acetyldeoxynivalenol 0.05 2.58

RERDERE

Linearity of Calibration Curves

Liquid Chromatography Mass Spectrometry

kU 7 IVERELER LC/MS/MS % FLM =D
THAFIZINL/ —IVEENE 4 B D—F D

Analysis of Nivalenol, Deoxynivalenol, 3-Acetyldeoxynivalenol and
15-Acetyldeoxynivalenol Using Triple Quadrupole LC/MS/MS [LCMS-8050]

HEEE LOMS ICK AR RRED SEH ENTVLET,
ARTIE, LCMS/MS ERWNDC ETZ/NNL/—ILETHF
JZNL/=Ib, THFI L —IVORE TH B 3- T
FIVTAFIZNL S/ —IVEN-TEFIVTHF =N/ —
IWEIZ 4 D ESREIC—BONT AT ENTEEBTVET

DTTERNMLET,
M. Kobayashi
110007
1 M Peaks 4
10000—; 1 : Nivalenol
1 2 :Deoxynivalenol
80007 3. 15-Acetyldeoxynivalenol
1 4 :3-Acetyldeoxynivalenol
000
7000
] 3
000
5000
40007 : ’
3000 r‘ ‘
2000 ‘| ‘
1000 | L ‘
] | &
0 371.05 > 281.20 =i “rtememgger ) e
] 355.10>59.00 397.10 > 59.00
~1000
15 20 25 30 25 a0 45 min
Fig.1 1Z#A70D MRM 7O~ b7 5L (510 ppb)

MRM Chromatograms of a Standard Mixture (10 ppb each)

Fig. 2 (T Table 2 DEHETHN LIRERERLE T, RN 1~ 250 ppb DREHE TREGEMERLILE TS, BEXRR’

= 0999 U L& RFBEHREDEONE LT,

M (X100,000) 5 5@% (X100,000) I (X 100,000) EfE (X100,000)
a) “1b) 404 9 d)
2.0
3.04 5.0
1.5
2.0
1.04
2.54
0.5 1.04
0.0 . ,\ 0.0 I ——— 0.0 I I 0.0 I I
0 100 200 EE 0 100 200 GEE 0 100 200 GRE 0 100 200 GEE
(ppb) (ppb) (ppb) (ppb)

Fig.2 BEBEOBRIE

a) ZNNL/—)b o) TAFVZNANL/ I ) 15-TEFIVTAFI AL/ =)V d) 3-TeFIVTAF AL/~
Linearity of Calibration Curves a) Nivalenol b) Deoxynivalenol ¢) 15-Acetyldeoxynivalenol d) 3-Acetyldeoxynivalenol

D

index




WNEDTHR

Analysis of Wheat

Fig. 31T/ NEDRTMEBFIEZ R L E Uiz, NEHMERIES
HBE D = L "MultiSep # 227" (Romer Labs # &) ZF fz (%
“Autoprep MF-T" (BBAIBL#HE) ZAVTHERELE L.
"MultiSep # 227" FIALVRHOFEN (RESFKAM) & E%E
AMER O OX b5 L% Fig. 4 1R LE LTz, 1ZEES
& 4 RODZNZN 25 ppb (BEEEEDK 1/40) 1Tk
KOEAHRMLUE Lz, aiIBEOFENO 7O NS LTI

FICKEGRENOE -V IIBEHEINELAT LT, Et,
TAFIZNL/—IVDBBEENK LD, BEEEMBLUT
TLT, 4 D DARMEUNEIE 101 ~ 107 % & BIFT, i
REIJZATT 7 bFROLNELATLTZ, "Autoprep
MF-T" (BBMEIHH) TRIELABICEWTE, H
ENREICDOVWTREFEDO/ERNMEONS I LEZRALTVE
ER

Wheat

Grind less than 1000 pm

|

50.0g
l&zoo mL Water/Acetonitrile=15/85(v/v)

Shake for 30 min

Vacuumed Filtration by Whatman GF/B

15 mL

Clean-up by multi functional column
“MultiSep#227” or “Autoprep MF-T”

<—The first 3 mL solution is discarded.
a4mlL The next 5 mL solution is extracted.

Evaporation by N, gas under 45 °C

l <—1 mL Water/Acetonitrile/Methanol

v =90/5/5(v/v/iv)
Filtration

Sample solution

Fig.3 miRLE
Pretreatment

Table 2 st

Intensity Intensity
(X1,000) (X10,000)
1:371.05>281.20(-) 1.502:355.10>59.00(-)
a) Nivalenol ] Deoxynivalenol
7.54 1.257
1.00
5.0+ ]
0.754
251 0,50-E
0.254
0.0 % 0.003
L e e e e e LU e e
15 2.0 25 min 3.0 3.5min

AIIEUNE 101 % FERE 107 %

Intensity Intensity
(X10,000) (X10,000)
14:397.10 > 59.00(-) 13:397.10 > 59.00(-)
3.07 ) 3.07 d) 3-Acetyl
i g Deoxynivalenol
1 15-Acetyl ]
2.0+ Deoxynivalenol 2.0

0.0+

4.0 45 min 4.0 4.5 min
ANERE 103 % ANINERE 104 %

Fig.4 /NEFREOIOTN T
(R RN, AR | IEEESLANIN 25 ppb)
a) ZN\L/—Ib by TAFIZNL/—IL
QN5-TEFILTAFZINL/—)b
d)3-7EFIVTAFZNL/ =L
Chromatograms of Wheat
(Dotted line: Unspiked Sample, Solid line: Spiked Sample , Spiked
25 ppb each)
a) Nivalenol b) Deoxynivalenol
) 15-Acetyldeoxynivalenol d) 3-Acetyldeoxynivalenol

Analytical Conditions

Column

Mobile Phases
: B Acetonitrile

Time Program

Flow Rate :0.3 mL/min
Column Temperature :40°C
Injection Volume (2L

Probe Voltage . -3.0 kV (ESI-negative mode)

DL Temperature :100°C
Block Heater Temperature :200°C
Interface Temperature :200°C
Nebulizing Gas Flow 2 L/min
Drying Gas Flow : 10 L/min
Heating Gas Flow 10 L/min
MRM Transition : Nivalenol

: Deoxynivalenol
. 15-Acetyldeoxynivalenol
: 3-Acetyldeoxynivalenol

371.05 > 281.20
355.10>59.00
397.10 > 59.00
397.10 > 59.00

: Shim-pack XR-ODS Ill (150 mmL. x 2.0 mm I.D., 2.2 ym)
: A 0.5 mmol/L Ammonium Acetate - Water

5 %B(0 min) = 45 %B (5.0 min) = 95 %8B (5.01-7.0 min) = 5 %B (7.01 min) — STOP (12 min)

CE:16.0V
CE:220V
CE:220V
CE:26.0V

RRFEST © 2015518
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LC/MS

A p p I I ca tl 0 n Liquid Chromatography Mass Spectrometry

News

No.c1 04

THIE B & (Diarrhetic Shellfish Toxin) &, 1980 & 7
BOE4AHEEBMICEDET I RENABRBNZE (Mouse
Bioassay; LU TRES MBA) ICK B TRIEBEDRELD KLU
HE (BRIBER1 g Y/ey 0.05 MUY) ABEIEThTVET,
HEEEEZ 288, BREEEEOXE2SOEEICE
DVWTIRFEENEIEENTOVET,

MBA EIEEHREPAEREDRS, BRONTYFE
DEET, EFNICEBEERRESTNIEELREs O
NIDT 4 —EBENTEGEDEBOTEALIKRTHED S
NTVET, EUTIE2015F 1 BLYEBROTENDTS
BANFEINTVETD,

TOES>EERSHEREZ TEEFBE TIL, EERDE
ANDBITDOHBUE LB OIS LT BREEREICOVT
DBEFETV, BATOFHZEE (LUFEE, OAEE) (CDW
TIA—TYv I RAEREAZRE L TWVET (BRIIAER 1),

LC/MS/MS [LCMS-8050]

Table 1 O—7Fv o XIRHK
CODEX STAN 292-2008

[ =

OAB: (OARUDTXEY)  0.16 mg OA Yf/kg EAIAER

Fig. 11, LC/MS/MSEIC & B A H & (OA) &9/ T«
VA RFT T (DTX) EXRTTF/ MEUVE (PTXT,2,6)
EATYY RFIV 1T (YTX) OBREDHOAERLET,
TOLSICERDESREIGERES DB T S LD
BlEET T,

Fig. 2 (Cl& OA @, Fig. 3T DTX1 DZEF DV A b+
72 L (MRM) ZRLZE LTz,

XEFRE 20 g EEZE U ADEENER 5%, 24 KELAIC 3 TH
2 EDEHEBE.

b 7 IVAEES LC/MS/MS Z UL e
THRIEBE SO

Analysis of Diarrhetic Shellfish Toxin Using Triple Quadrupole

100000
950004
90000
85000
sooooé
750004
70000
65000-

60000

25000—3
20000—3
15000-2
10000—3

50004

01—

1PTX6 906.50 > 835.40(+)

OA 803.50 > 255.20(-) (4.00)

3YTX1 1141.50 > 1061.30(-) (9.00)

DTX1817.50 > 255.20(-) (5.00)
PTX1892.60 > 821.40(+)
PTX2 876.50 > 805.40(+)

PTX6

T
min

Fig.1

THRIMEEFIZERR (£ 1ng/mL) O MRM 7O M S
MRM Chromatograms of Diarrhetic Shellfish Toxin (1 ng/mL)

5:803.50 > 255.200) {5:803:50 > 255.200)

2759 3 8007 45009

4504 700 40004
400 600 3500

1754 500 3000

1504 2500
400

20004
2009 3009

1500

2004
10007

100
259 50 500

5:803.50 > 255.200) 5:803.50 > 255.20(-)

80004

70004

60004

50004

40004

3000

20004

1000

5:803.50 > 255.20(-)

S s
40000 80000

35000 700004

30000 60000

25000 50000

20000 40000

15000 30000

10000 20000

5000 10000+

5:803.50 > 255.20(-) 5:803 50 > 255.200)

400000

3500004

300000

2500004

2000004

1500004

1000004

50000

5:803.50 > 255.200)

&

Ly

I

7.0 8.0 7.0 8.0 7.0 8.0 7.0 8.0

0.025 0.05 0.1 0.5

T
7.0 8.0

50 ng/mL

Fig.2 # A% (OA) ®MRM 7O NS4
MRM Chromatograms of Okadaic Acid (OA)
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3004

2759

2509

2259

2004

1759

1509

1259

1004

759

8:817.50 > 255.20(-) 4008:817.50 > 255.20() 8:817.50 > 255.20(-) 8:817.50 > 255.20(-) 8000-8:817.50 > 255.20(-) 8:817.50>255.20() 90000 8:817.50 > 255.20(-) 8:817.50 > 255.20(-)
- - - o < - 400000 ] -
- 375: & 0 7500 40000 A a8 6
& 900 4000-]
350 7000 80000
350000 ]
325 800 3500 6500 35000
200 5000 70000
300000 ]
275 7004 3000 e 30000
60000-]
5000
250 6004 250000 ]
25004 25000
225 4500 500004
200 5004 4000
o0 50000 200000 ]
175 3500 40000-]
0 3000
150
1500 15000 150000 3
30000-]
125 3004 2500
100 2000 100000
1000 10000 20000 ]
2 2004 1500
50 1004 500 1000 5000-] 100004 50000
25 500
o 0] of—p o 03 0 0 0
25 500
T T T T T T T T T T T T T T T T
80 9.0 80 9.0 80 9.0 80 9.0 80 9.0 80 9.0 8.0 9.0 8.0 9.0
0.025 0.05 0.1 0.5 1 5 10 50 ng/mL

F£7z, Fig. 4 ICOA & DTX1 DBRERERLE L. F5
K099 U LEDORFLERENESNE LIz, ZDMD 4
M IcB L CEEFEDREB[FEIFONE LTz,

Fig.3 2/ 74X+ 1(DTX1) O MRM 70O M 51
MRM Chromatograms of Dinophysistoxin1 (DTX1)

ZDKDIT,
EaBETHY,

BED LC/MS/MS |T & 2204 1% =Rk
ETHLEMBENNFAETT, RITD MBA
AT EFELELTCEEENTVET,

M. Kobayashi

4 (X 1,000,000)

M4 (X 1,000,000)

OA
0.025-50 ng/mL (n=3)

2259 pTX1
2.004 0.025-50 ng/mL (n=3)

R?=0.9999153

20 30

R? =0.9999308
R =0.9999654

R =0.9999577

40 mE 0 10 20 30 40

i

Fig.4 FAHEBED/ T4V AMFI 21 ORER
Calibration Curves of OA and DTX1

Table 2 st

Analytical Conditions

Column
Mobile Phases

Time Program

Flow Rate

Column Temperature
Injection Volume
Probe Voltage

DL Temperature

Block Heater Temperature
Interface Temperature
Nebulizing Gas Flow
Drying Gas Flow
Heating Gas Flow
MRM Transition

. InertSustain C8 (50 mmL. X 2.1 mm I.D., 3 ym)

: A 2 mmol/L Ammonium Formate — Water (pH adjusted to 8.5 with ammonia water)
: B Methanol

120 %8B (0 min) — 100 %B (10 min) — 20 %B (10.01 min) — STOP (15 min)
:0.2 mL/min

:40°C

210 pL

1 +4.0 kV/-3.0 kV (ESI-positive / negative mode)

:200°C

1400 °C

:350°C

13 L/min

210 L/min

210 L/min

1 (+) PTX6 906.50 > 835.40, PTX1 892.60 > 821.40, PTX2 876.50 > 805.40
1 (-) OA 803.50 > 255.20, YTX1 1141.50 > 1061.30, DTX1 817.50 > 255.20

“HWEHROF A TR

http://www.fsc.go.jp/fsciis/evaluationDocument/list?itemCategory=009

TR BESERERITRIITECEANKEREME LY 2 —RRKERRFAOBAB ELICTREVLEE LT,
FIHER 2014578 BRakeZRaR [BASMESE

TIRRFTT - 2015518
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HOE (XA F2Y) E, TosERICKY, BRREPH
FHCB T 2BEZERMO—DTT V. XA MFI VI,
TNOEFRED S, EVEEENEEZR S TBED T
BO—BLLTHmONET 2, XA/ AMFT 2, —KAIC
BEWMICEE, NETHIREBICLVEESNETN, BRT
RO ENTETEA Y, 2L, NE, KE, TVE,
SA4%F, £LO5BACTL, K EREDRES LU, FAIIH
WTBRDBRELEZE O TVET Y,

BRFILETS, DOBRFZTORVEREDRS, BA, Bk,
FEEZSOEREM TRETTREZ > TVET Y, KFITEU
T, REMESLT T Y IHE WA EEED, EURH
(EC 1886/2006 ({&IEhfk : EC 1126/2007) , EC 401/2006) |
FUEDHSNTVET,

BHLAE Ny 7 ADSBZ2BREPERFD, EEENR
MPERET ZUEDNE LD, HUSDOIICIE, LO/MS/
MSHRELECAVONZDINFELBEO>TVEY., A0
b2 2D, ROENETIZCENEEDLNDS, CNETHE
DHDRREAD T IV—FIcx LT, @RID LC/MS/MS H A
WENTWE LT,

—H

Liquid Chromatography Mass Spectrometry

HhUE Fifl 18 B53dD LC/MS/MS 1€ K B

Multi-Residue Analysis of 18 Regulated Mycotoxins by LC/MS/MS

A7 T )r— 3> Za—ATIE, BROLUMS/MSIZELS
DMFEE, BRORELEVOBERTHREIENS 18 sl IHBS
LIcEAZRBNA LET,

BETIc R BoNTARE TRIE, EU#8HI& LT EC/1886/2006
ICR Y RENHFBRED, TNUTTHAH T EHLNEREINS
L7z

AEDIRMDE, 777 2> (B1, B2, G, G2), 7
€Z<> (B1, B2, B3), #U5 rF> A (OTA), BKUH
VIt 7 88 -7 FILTAF 2L/ —)U (3ADON),
15- 72 FIVTFHFZ/NL ./ —Jb (15AcDON), 7A4+> =
N/ =)V (DON), Y7t b+ R IUR/ =L (DAS), 7
YL/ > X (FUSX), HT-2, x4V >=/—)b (NEO), =)\
L/=b (NV), T2, €7ZL./> (ZON)) D18 mnTHY,
INSDAMICET BEEIEN 125 & m Y F L

D.Baker' C.Titman' J. Horner? N. Loftus':
'Shimadzu UK %Scientific Analysis Laboratories
DTSR
Analytical Conditions

Table 1

s UHPLC : Nexera LC System
Mobile Phase - A; Water with additives
.ﬁ*ﬁ Mt B; Methanol with additives
Experimental Column : Reversed phase column (100 mm L. x 2.1 mm I.D.)
A e . . . . _ Col T t 140°C
I ETIRIE, Z[E Scientific Analysis Laboratories (2T, 1% H‘;ﬂgtf’“pera e - 0.4 mL/minute
SEEHDMEFIBEIC K JITW0E LTz, 9HrlE, Nexera UHPLC, Gradient :B. Conc 15 % (0 min) =25 % (1 min)

N & 0 'S IBEENIEHT TV, D% — 40 % (2 min) = 41 % (4.5 min)
LCMS-8060 /{SZ_W_’7 ¢ 5777;%77*)?1;%?‘{7(/ , ijjirﬁ* 5100 % (7.5 - 10.0 min) — 15 % (10.10 min)
& Table TITRLTWE Y, BERIE, C N LAEBIREE — Stop (12.5 min)

MEZRWNT, NEMEEEICKYERLE L. MRM &40, LC-MS/MS - LCMS-8060
WRMAP LU, AMREYEEGDHE T, Table 2 ITRLE EWG“ Pme : 10 to 40 msec.
e N =) b ause Time 1 msec.
Lte, BEIRAR, *OMEBLHISE, LOMS BORES Pouselime -1 meec
BWToOmEiTWE L Polarity Switching ~ : 5 msec.
(x1,000,000)
1.2 o =z
119 = < 3
E ‘ﬂ ©
1.04 = < | -
g 2 “‘ 3 :
0.83 ‘
0.73
0.6 D> ‘g
E =z z < ‘
0.5«E % _ ‘A‘
0.4 gz ] I
] 2 o < e 8
037 s 3 \ 12
02] o =
0.1 - 1| L
E = \
OO : T T T = T T T T T T T T T ‘ \IL = T T 1
00 05 1.0 15 2.0 25 3.0 35 4.0 45 5.0 55 6.0 65 7.0 75  min

Fig. 1

HUE 18 DD MRM 7O IS L

MRM Chromatograms of 18 Mycotoxins

AFB1 (aflatoxin B1; 1 ug/kg), AFB2 (aflatoxin B2; 1 ug/kg), AFG1 (aflatoxin G1; 1 pg/kg), AFG2 (aflatoxin G2; 1 ug/kg), OTA (ochratoxin A; 4 ug/kg),

FB1 (fumonisin B1; 100 pg/kg), FB2 (fumonisin B2; 100 pg/kg), FB3 (fumonisin B3; 100 ug/kg), 15-AcDON (15-acetyldeoxynivalenol; 100 pg/kg),

3-AcDON (3-acetyldeoxynivalenol; 100 pg/kg), DON (deoxynivalenol; 100 pg/kg), DAS (diacetoxyscripanol; 100 pg/kg), FUS-X (fusarenon-X; 100 pg/kg),
HT-2 (100 pg/kg), T-2 (100 pg/kg), NEO (neosolaninol; 100 pg/kg), NIV (nivalenol; 100 pg/kg), ZON (zearalenone; 100 ug/kg).

BRDICOE, 2EDO SV aVICEBHMRM 7O M S LEBRTHRRLTVET, —EDMSD (NEO (x03), T2 (x03), AF (x3), FB (x2))

&, RRAT—IVERELTVETY,

For clarity only 2 MRM transitions are displayed per compound and the following MRM chromatograms were changed; NEO (x0.3), T2 (x0.3), AF (x3), FB (x2)
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Table2 MRM &HEIUERNDRERGFTESE—H

All MRM’s Measured in the Mycotoxin Method and Corresponding Calibration Range and R? Result

Compoundname  Parent ion R%%Ege MRM1  MRM2  MRM3 ISTD éﬁggﬁgﬂg 2
1 Aflatoxin B1 [M+H]* 6.773  313>241 313>285 313>269 "C Aflatoxin B1 0.1-10 0.9988
2 Aflatoxin B2 [M+H]* 6.621 315>259 315>287 315>243 BC Aflatoxin B2 0.1-10 0.9995
3 Aflatoxin G1 [M-+H]* 6.453 329> 243 329> 200 13C Aflatoxin G1 0.1-10 0.9998
4 Aflatoxin G2 [M+H]* 6219 331 >245 331>285 13C Aflatoxin G2 0.1-10 0.9965
5 Ochratoxin A [M+H]* 7509 404 >239 404>221 404> 358 'COchratoxin A 04-40 0.9969
6 Fumonisin B1 [M+H]* 6.811  722>352 722>334 722>704 "3C Aflatoxin B2 10-1000 0.9937
7 Fumonisin B2 [M+H]* 7260 706>318 706>354 706>688 '*C Aflatoxin B2 10-1000 0.9998
8 Fumonisin B3 [M+H]* 7073 706>318 706>354 706>688 '*C Aflatoxin B2 10-1000 0.9991
9 Deoxynivalenol [M+H]* 2372 297>279 297> 249 13C Deoxynivalenol  10-1000  0.9992
10 Diacetoxyscirpenol [M+NHa4]* 6.349  384>229 384>307 384>247 BCT2Toxin 10-1000  0.9994
11 T2 [M+NH.]* 7206  484>185 484 >215 484>245 CT2Toxin 10-1000  0.9989
12 HT-2 [M+Na]* 6.822 447 >345 447> 285 13C T2 Toxin 10-1000  1.0000
13 Nivalenol [M-CHsCOOJ 1684  371>281 371>311 BCHT-2 10-1000  0.9991
14 Neosolaniol [M+NHa4]* 3227 400>215 400>305 400> 185 CDeoxynivalenol 10-1000 0.9995
15 Fusarenon X [M+H]* 2986  355>247 355>277 13C Deoxynivalenol  10-1000 0.9987
16 Zearalenone [M-HI 7711 317>175 317>131 317>273 CT2Toxin 10-1000 0.9985
17 15-Acetyldeoxynivalenol [M+H]* 4406 339>261 339>297 13C Deoxynivalenol  10-1000  1.0000
18 3-Acetyldeoxynivalenol  [M+H]* 4618 339>261 339>297 13C Deoxynivalenol  10-1000 0.9986
19 BCHT-2 [M+NH.]* 6.844 464> 278
20 BCT2 [M+NHa]* 7228 508 >322
21 13C Aflatoxin B1 [M+H]* 6.754 330> 301
22 3C Aflatoxin B2 [M+H]* 6.614  332>303
23 3C Aflatoxin G1 [M+H]* 6435 346>212
24 3C Aflatoxin G2 [M+H]* 6.219 348> 259
25 "*C Ochratoxin A [M+H]* 7516 424> 250
Aflatoxin B1 6001 Deoxynivalenol Zearalenone
1504 V= 16.429566x - 0.255901 y = 0.589259x + 1.113599 25e3{ y=2.647269x + 2.134888
R? = 0.99882 5004 R?=0.9992016 R? =0.9984917
Fit; Linear Weighting; 1/C Fit; Linear Weighting; 1/C Fit; Linear Weighting; 1/C
1257 Zero not forced 400 Zero not forced 20831 Zero not forced
o 100 4 o =}
2 3 3 1.5e3
© ] 300 4 ©
< 754 < <
200 4 1.0e3 4
50 A
s 100 4 5.0e2
« Cor———r———————————— . 0 e 0.0e0 @ ————————————————
0 2 4 6 8 10 0 200 400 600 800 1000 0 200 400 600 800 1000
Conc. Ratio Conc. Ratio Conc. Ratio
Fig.2 IB(LEYOBELR - BEIREH : aflatoxin (0.1-10ug/kg) , deoxynivalenol (10-1000 ug/kg) , zearalenone (10-1000 pg/kg) —
Calibration Curves for Selected Compounds.
Calibration Curves for aflatoxin (0.1 - 10 pg/kg), deoxynivalenol (10 - 1000 pg/kg), and zearalenone (10 - 1000 pg/kg).
WELH WEBEHR
Conclusions References

125 DBOHHY A 7IVLT, BhUE 18 P D—FDi%
TWE Lfe, EUICHIT ZREMEZE +7 T T8E (0.1 -
10 ug/kg) T, HE5ER2 0998 U LD RIFABRERERM
ERERLE LI, 15-72FILTAFZNL/—)LE, 3-
TEFIVTHEFI N/ —ILDDBEEH T, TRADD
BifanwamR L% L.
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THFUILBOW DHODEHEET S, HhUE (K13
bE ) (EEEMNICERE RSB Ch Y. TETE
FEMPERAERL. ERNICABCEDRRICES
BRETEREINTVET, EU Tldk. ABPENWIOERE
ICHT BEEER/IMET BTeHIT. BRPERIIHITEI A
JbFY VBEORAHFAMEZREL TVWET, BEFHICR
SEER IV ILBHEETAZIAINFIVELT T
FF+Z)NL/—JU (DON) | T-2&F (T-2) &#8&G ~) a7
wUE 7oL/ (ZON) B WNETEZ > BT (FBT)
BEHBIFENET,

A7 TVr—23 > Tl BORELHBELBHEEL
18 EDOR A MF ZawRe Lz LUMS/MS IT&5—
BEptisx. THBALET,

BRLIEAYVY RITEYU. 2500 A7 IVEA LT 7
7o hFT 88 (Bl B2L GlL G2) . JEZVVE (B
B2. B3) . 772+ A (OTA) KU M) OTEVEE

B-7EFILTFF /N /=) (3-AcDON) . 15-7+t
FIVTAF =N/ —)b (15-AcDON) . A F =)\
/=) (DON) . Y7 b+ X)X/ =) (DAS) . 7
YL/ -X (FUS-X)  HT-2, AV ZZ./—)b (NEO) .
ZNNL/=Ib (NV) | T2, €7Z L./ (ZON) ) OoH
EolgEd LE Lz, TERAIE. EC/1886/2006 ([TREIN
TWBRAEUTE LLIEREZZR LE LT,

tensityx106)

LC-MS/MS Analysis.

PFP separation with ammonium
fluoride as the solvent system. z
PFP phase resolved regioisomers =
3-AcDON/15-AcDON and

FB2/FB3. |

FUS-X

NIV

HhUEHHI 18 Bt53 D LC/MS/MS 12K B
—H=a (2)

W AR & Dt

REERIE. A F 1 RDZEEDT R TdH 5 Concept Life
Sciences #t & W AR LIzt 70 b O)VICEDEN
B ORE#IhxE Lk

BEHSSIE, UHPLC Nexera X2 & 1) 7JLNEMRAVB &5
5t LCMS-8060 = RBWE LTz, 3 BEDMBEME T (3-
AcDON/15-AcDON. FB2/FB3 B KLU FA2/FA3) %= EEd 5
fesblic, X2 7)b4A707 =)L (PFP) #6855 LA
W A8 AT LEE®LE LT,

EEBEERLEEDcHIC. BIBE L TEm 7 VT
DI VAT VEZ DL, FBT VEZ DU LB KUEBS
BERST LE Lic, e RE LT 77V EZD L
ABRE, BilsE T wvAL 7 VY EZ T L AR —VERICTH
mUfeakz#EEE L CRB LE Lz, TOBEMESRMIL.
SSRGS LI N TDOLUEDRI T4 TE—RDAH >
ITDWC. EEREDANEEB LRI NE Lz, T2t
RIE. HLNERFETHESD BC NEMEERZRNL T,
BHLUE Lz, BIEICER LI NTOREIZ. LCMS 7L
— K (Sigma-Aldrich &) #BW\E LTz,

D. Baker*', C. Titman*', N. Loftus*', J. Horner*?2
*17 Shimadzu, Manchester, UK
21 Concept Life Sciences, Cambridge, UK
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4.0 4.5 5.0 55 6.0 6.5 7.0 75 min

1 HUE 18D MRM 70X b5 L (Mastro PFP /15 1s)
AFB1 (aflatoxin B1; 1 ug/kg; rescaled x3), AFB2 (aflatoxin B2; 1 i g/kg; rescaled x3), AFG1 (aflatoxin G1; 1 i g/kg; rescaled x3),
AFG2 (aflatoxin G2; 1 i g/kg; rescaled x3), OTA (ochratoxin A; 4 i g/kg), FB1 (fumonisin B1; 100 i g/kg; rescaled x2),
FB2 (fumonisin B2; 100 1 g/kg; rescaled x2), FB3 (fumonisin B3; 100 w g/kg; rescaled x2), 15-AcDON (15-acetyldeoxynivalenol; 100 1 g/kg),
3-AcDON (3-acetyldeoxynivalenol; 100 1 g/kg), DON (deoxynivalenol; 100 i g/kg), DAS (diasteoxyscripanol; 100 1 g/kg), FUS-X (fusarenon-X; 100 1 g/kg),
HT-2 (100 pg/kg), T-2 (100w g/kg; rescaled x0.3), NEO (neosolaniol; 100 w g/kg; rescaled x0.3), NIV (nivalenol; 100 i g/kg), ZON (zearalenone; 100 i g/kg)
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WA A NEFBENDT VL7 VEZV L
DEE

—RENCT, T AT Y EZ U LAIIRULIRREE TR W ERIEE
T RAT 4 TE— RDAF BN THED FIEEHD
REBLIGHRATHD I EFSNTVET,

LH L. SELN DUEDFICAVL SN 5—RRHEHREIES
e HEIREY LITER. 7 vk B0 LZBEICHINT
BTEICKY RIT A TE—FICBLTEAF VY DESR
ErRLtEdalenBoneBmYE LT,

20T BERIC T b7 Y EZ D LERIML. A3 2D
ESBENALLIAZRLEY. 3BD/AOX IS LD
fite3@ CESRE CERLLE Lz, Zvib7 >V EZD L
AIBEMRISMORAE LR LT RI T+ TE—RITHIF
BENEEDAF VESBENAE<ALLTVET (K 2a),

=1 D&Mt

UHPLC

Analytical column
Column temperature
Flow rate

Solvent A

Solvent B

Binary Gradient

Nexera X2 LC system

Mastro PFP (100 mmL.X2.1 mm I.D., 3 pm)

40°C

0.4 mL/min

0.15 mmol/L ammonium fluoride aqueous solution
0.15 mmol/L ammonium fluoride methanol solution
with 2 % acetic acid

B conc. 15 % (0 min) - 25 % (1 min) - 40 % (2 min) -
41 9% (4.5 min)-100% (7.5-10min) - 15% (10.1 min) -
Stop (12.5 min)

Mass spectrometer

Pause time/Dwell time
Polarity switching time
Source temperatures
(interface; heat block; DL)
Gas flows

(nebulising; heating; drying)

Shimadzu LCMS-8060

1 msec/10-40 msec

Pos/neg switching time set to 5 msec
300 °C; 400 °C; 250 °C

3 L/min; 10 L/min; 10 L/min

5.0 T (Intensityx106) | O ()] z
a Mastro C18 Z ‘ g 3 9
A|0.15 mM ammonium © ‘ ‘ zz é
fluoride " 228
B | MeOH and X 22
0.15 mM ammonium z ‘ ‘ 0 2 N
fluoride N A s @
Highest signal intensity [ | J‘ | B |
I I
z | B <) |
gy ! ) A / - i A
2.0 25 3.0 35 4.0 45 5.0 55 6.0 6.5 7.0 5 8.0 8.5 9.0 95 min
5.0 T (Intensityx106) el 2] o~
b |2 I3 :
Mastro C18 | o
A | 1 mM ammonium formate \ = =
B | MeOH and 1 mM ammoniumformate‘ | - / N
\ o8 ‘
I 22 ol
> oN o
z > <3 o m
o B 0 NI
3 SR °F @< ki = 3
> I < N Ol L L
z /\ ) ¥ Al \ | L
2.0 25 3.0 3:5 4.0 4.5 5.0 55 6.0 6.5 7.0 7.5 8.0 8.5 9.0 95 min
5.0 T (Intensityx10°)
C Q o
Z
Mastro C18 |
A| 0.5% acetic acid ‘!“ _
B | MeOH and 0.5% acetic acid | 5
(| z
| 5 Q
z x| ‘ 32
o B | <<
= a = | H0 £
z | | o
T T T T T ' /‘ T T T T T T d
2.0 2:5 3.0 35 4.0 4.5 5.0 55 8.0 8.5 9.0 95 min

2 BEHEERHEDORGZHNUE 18 HHD MRM 7 A< + 7S LHE (Mastro C18 A5 L)
al BEMEAQISMM 7 viLT Y EZ U LACAR. BEWEBO0.15mM 7 LT BT LFIA R/ — VAR
b: BEEAIMMETBET > EZ U LKAER. BEEB I MM ETBET >V EZ U LRIA R/ —IVER
C : FEENHE A 0.5 BEEERICAMR. TSENE B 0.5 WEEERARIN A 2/ — VAR
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3le7 VAL Y EZ D LBEMEZEFER LHUE 18 5L
PDDPFP AT LE CI8 ATLDY AR NS LEETL
£9, PFP AT LIE. C18 AT LTIEDEEDN RS 3-7 £ F
WTHF N/ =IVENS-TEFIVTAFZNL S/ —
IWONR—=RZ A Ve EEFaeelc LE LT,

a Mastro PFP phase
Selected for mycotoxin analysis.
Chromatograms normalized to the highest signal
for both PFP and C18 phases.

15-AcDON
3-AcDON
Separation “ |

—#. C18 AT Lld. 3-ADON DRHT « 71+ Vi
DRIEFT. FRETNTVET,

| All phases columns evaluated using the
” same mobile phase system (A | 0.15 mM
H ammonium fluoride; B | Methanol and
0.15 mM ammonium fluoride)

b Mastro C18
15-AcDON and 3-AcDON co-elute
C18 less prone to FB carry over

N
e J
AA N AAAA A A
[

15-AcDON I
3-AcDON |
co-elution il | 0

[ ] I I I
K | N i AN
A A AN L A A j '\

3 ASLDERBDHUSE 18 D MRM 70X b7 5 L&
BEME A0S MM 7w b7 > EZ D LACRKR. BEFEBOIS MM 7wk 7 Y EZ D LFOA R/ —)UiakRILE
a : MastroPFP A5 L. b MastroC18 A5 L

WEHHET M)y 7 ZDRIE
3-AcDON/15-AcDON & FB2/FB3 (iEZMK) BT
Dfcsd. LUITFD PFP A5 L%&FHEL K LTz (Mastro PFP,
Kinetix PFP, Discovery HS F5 PFP &5 KU ACEPFP) . C18 /9
SLEEBLUT, FEBWTND PFP A5 LAEMIBRIEED
BEEN—A AV DREIOEVIRECRITCEE L, L L.
FB OF v 1) —A—/\—%HHI7 5cid. BEMEOBEFDE

a
Calibration Standard
Aflatoxins B1,B2, G1 and G2 (2.5 i g/kg) and
Ochratoxin A (10 1 g/kg)
1.0 15 2.0 2.5 3.0 35 40
b
A 'mixed spice' QC
Spiked with
Aflatoxins B1, B2, G1, G2 (2.5 ug/kg) and
Ochratoxin A (10 1 g/kg)
10 15 20 25 30 35 40
C

Pepper extract

Spiked with

Aflatoxins B1, B2, G1, G2 (2.5 ug/kg) and
Ochratoxin A (10 1 g/kg)

Shimadzu GLG Mastro PFP 3um 100x2.1Tmm

10 15 20 25 30 35 40 4

BEHNRET LT, BEME B A\, 2 BEFEEDRMN FB D+
v ) —A—/\—HIcE T LI

4|c, hUSIZERRIAR, S v A1 AR s
RO 7 O S LERLET, KIMEiRAER Y &
LA (n=12) LTc#ESR. AEES (AFB1L B2, G1. G2, OTA)
DZNZTNOEFEEWRSD 1&. 10%UTFEFEYE LI,

<C
'_
50 55 60 65 70 75 80 min
<C
'_
o
325
<E|_LOD
< <=

50 55 60 65 70 75 80 min

B
OTA

50 55 60 65 70 75 80 min

4 HUSIZERHE S v I RRA A, SBfdREHREO7 O M5 A
775 hEYUBI B Gl G2 (25 ug/kg) A0S FEYVA (10 uglkg) %
a NUBIZESFRNAR. b = v R R/NA k. ¢ SR
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x2 AEBOMRM bS>Iv 3>

Aflatoxin B1 [M+H]* 6.773 313> 241 313> 285 13C Aflatoxin B1 0.1-10 0.9988
Aflatoxin B2 [M+H]* 6.621 315> 259 315>287 | C Aflatoxin B2 0.1-10 0.9995
Aflatoxin G1 [M+H] 6.453 329> 243 329>200 | "C Aflatoxin G1 0.1-10 0.9998
Aflatoxin G2 [M+H] 6.219 331> 245 331>285 | C Aflatoxin G2 0.1-10 0.9965
Ochratoxin A [M+H]+ 7.509 404 > 239 404 > 221 13C Ochratoxin A 0.4-40 0.9969
Fumonisin B1 [M+H]+ 6.811 722 > 352 722 > 334 3C Aflatoxin B2 10 - 1000 0.9937
Fumonisin B2 [M+H]* 7.26 706 > 318 706 >354 | C Aflatoxin B2 10 - 1000 0.9998
Fumonisin B3 [M+H]* 7.073 706> 318 706 >354 | C Aflatoxin B2 10 - 1000 0.9991
Deoxynivalenol [M+H]* 2.372 297 > 279 297 >249 | CDeoxynivalenol 10- 1000 0.9992
Diacetoxyscirpenol [M+NH.] * 6.349 384> 229 384>307 | BCT-2Toxin 10-1000 0.9994
T2 [M+NH.]* 7.206 484> 185 484>215 | BCT-2Toxin 10 - 1000 0.9989
HT-2 [M+Na]* 6.822 447 > 345 447 > 285 BCT-2Toxin 10 - 1000 1.0000
Nivalenol [M+CHsCOQ] 1.684 371> 281 371> 311 BCHT-2 10 - 1000 0.9991
Neosolaniol [M+NH.] * 3.227 400 > 215 400 > 305 13C Deoxynivalenol 10- 1000 0.9995
Fusarenon X [M+H]* 2.986 355> 247 355> 277 | "CDeoxynivalenol 10- 1000 0.9987
Zearalenone [M-H] 7711 317> 175 317>131 BCT2 Toxin 10-1000 0.9985
15-Acetyldeoxynivalenol [M+H]*+ 4.406 339> 261 339> 297 13C Deoxynivalenol 10 - 1000 1.0000
3-Acetyldeoxynivalenol [M+H]* 4618 339> 261 339>297 | CDeoxynivalenol 10 - 1000 0.9986
BCHT-2 [M+NH.] * 6.844 464 > 278
BCT-2 [M+NH.]* 7.228 508 >322
13C Aflatoxin B1 [M+H] 6.754 330> 301
13C Aflatoxin B2 [M+H]+ 6.614 332>303
13C Aflatoxin G1 [M+H]* 6.435 346 > 212
3C Aflatoxin G2 [M+H]* 6.219 348 > 259
13C Ochratoxin A [M+H]* 7516 424> 250
WEEH

LTV EZYLDERIE AEEDRI T4 TE-R
BHICBIT B4 DIESBRERLICEENT LI

BENEBIC 2 %EEE AN 52T, JEZY VEDF
v ) —F—N\—EIMHTEL LT

PFPEEMREN S LAEFREIT B LKLY AESDUER
MEDODBENRIRES 5 ) £ Lz,

SERFE LAY Y RITKY DUSDEREEDTH. PFP
BLU Q8 AT LTARREILEY E L, mATLEEIT,
259047 IV2A LEERLE LTz,

HRFEAT 1 2017 98
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LC/MS

Application
News

No. C200

THMEREZSCREORYRWNE. THREEBEHICS
DEELIEBEORVRWNCDOWT] (PR 27E386H
T BREH 0306 5 2 SELHBEEXRMRERRREHE
BHD) ICBEDE WBDITENEAINS L LBV E LT
FH A (LUFE. OA) BHTH LT 016 mgOA HE/kg D
RHMENED SN, RHNEZEA 2B BRmEEEE6
RKE 2 EDREICEDVTIFEEDNRIEENTVE T,

2016 & 4 Ab old. EEOFEHEENBENZE L TAF
TEBHEDITHEYE LIc, ThUTHL 2017 F3 A 8 BT
ITHEREF 0308 £ 2 SRUEREFK 03085 95 I [N
MEE (o H ABE) DREIC DOV TID—EBREIC DT
Ic&Y. 1981 &5 8 19 AMITEBIAE 37 8 TFHIEESD
BREICDOWT] DXV AsMEERIE. 2017 F48 1 8%
STEIEETNE LTz, SEIOWETIE. £ EDEMEHER
5N % 0AEHC DWWHRANENEA S NESEDITEDTR &
HOE L, —A. MRIRMEZRGVD PTXEE YTX B
BOEDORRAN LG Y E Lz, OABfE. WEMHETS> 7

PUICEVEEENDERTHY OA DT, FBLULEM &
LT I/ 74X MF2 28 (DTX 1. DTX2 XU DTX3)
DEENET, INLRLEIE. BEDREDERE DT,
BlEMDESEE OADERICHEL GIELE T, TDA
IT. EMHMEEE TEF) AEDNSNTEHY. OAZ 1 &7
& DTXT A1 DTX2 5V 0.5 &5 E 9, OAL DTXT. DTX2
DEEEMBRIC. TNZTND TEFEZEFE LT OA HEEICH
BL. ToOMzEE LET, DIX3 & RE2THA O
WICH BB DT R T IVEEITH Y« AIILERIRIED
KDHHETRICK Y. OA, DTX1 £/zld DTX2 (T E NS -
& TEF BOHREIEH Y £ A,

IR ClE OA BEDHEE DAL (LC/MS/MS) ZHB/ LE T,

M. Kobayashi

W EERDDR

OA & DTX1 OfZ#R|E. ERFTEMETH HMITITECE
NEERMHEEEAT 2R ERE > 2 — (NMU/AISTIO
SRELIZEYEZFA L £ Lz, /. DIX2 I&. National
Research Council Canada @ CRM-DTX2 Z=fFHE L% LTz,
11 3AMEARIRERRK (B 1ppb) &#5uLFALK
By O< b D LR R IUREFBES LOEBEED 5 [
BUORLBREEZTNTNURLE T, OABRIFTIL Y +OX
TL—AaF 1M (BS) A AT+« 7E— FTHREHAIRET
T, COBOOMEISEINAICEN L TH Y., SHRIEER 2 (<
~LE Ll

b 7 IVEES LC/MS/MS Z UL
THRIERE (FH 7R DO

(x1,000)
5

451 1.0A
1 2Dme
407 3ioTx
0]
0.5%

007

(r WPeaks

803.30>255.10(-)
817.30>255.10(-)

—————— —
6.0 70 80 9.0 min

1 EERKDO MRM 7O M5 L (& 1 ppb)

*£1 BIREME (1 ppb. n=5)

RT. Area

%RSD %RSD
OA 0.0419 203
DTX2 0.0401 298
DTX1 0.0385 2.08

&2 DIEM

Column

Mobile Phases

Time Program

. Shim-pack Scepter™ C18

(100 mMmMX>2.0mm 1D, 1.9 um)

- A 2 mmol/L ammonium formate water

with 50 mmol/L formic acid

B Acetonitrile / Water: 95 /5 (v/v)
including 2 mmol/L ammonium formate
with 50 mmol/L formic acid

: B conc. 40 % (0-2.5 min) =100 %

(7.5-12.5min) =40 % (1251 = 17.5min)
(Zav hAhy bNLTEFERL.
6~10 min MDA MS NEA)

Flow Rate 1 0.2 mbL/min

Column Temperature  : 40°C

Injection Volume D5 uL GREHEEME K27 A1 FiEEE
RO ORE 2 uL)

Probe Voltage : -3.0 kV (ESl-negative mode)

IF/DL/BH Temperature  : 350/ 150 /450 °C

NG/ HG/ DG Flow :3/5/150L/min

ESI probe position S +2mm

MRM Transition : OA 803.30>255.10,803.30>113.10
DTX2  803.30>255.10,803.30>113.10
DTX1  817.30>255.10,817.30>113.10

=
W RERDERM

2|C& 3D ORERERLET, & 0.1~10ppb
DREHRE CTREFRZFR LTCEIA. FE5E 2=0999
LEREFRERENMESNE LT,
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a) OA b) DTX2

c) DTX1

1
Zzsﬁﬁ x100,000)

r =0.9999767
r2=0.9999883

r =0.9999544

23 12209999772

1759
1.507
1257
1.004
0.754
0.50

0257

T (<100,000) i (x100,000)

1509 r =0.9999050 150

r2=0.9998100

125 1.254

1.00 1.00

0759 075

0.50 0503

0259 025

000 T T T — 0.00 T
00 25 50 75 RE 00 25

(ppb)

. wo b+
75 e 00 25 50 75 Py

(ppb) (ppb)

2 REROERME (0.1~10 ppb)

W ESEEHREME K2 T HAPREROS

MHEE%E NMIJ CRM 7520-a /K2 7 51 FRER ! % 1E

CEEVEICEEM L, dhH. IIKOER. BROMNEA RE

L,i L,t (K3) o MkDEREDOHHDAIT, 2.5 mol/LHC

% 300 uLARILE L GBEERIANCTIE 250 ul) . 188

l&. SRR U X —ER8mH A L (200mg. 6cc) A{ER
Lx L1

3./

SPE (6 cc. 200 mg)
AVFavazZ>vy
AZ /=] 5mL
7K 5 mL

Dk RIS DR O— R

1.3

diE 29

\l/ ImL X%/ —)b

EOEE 2000 rpm, 10 min

FEFHEIOMLBART S AINCEE
\1, BT TR

\l/ ImLI0 % X%/ —Ib
40% *% /=)L 2mL T

iéfaxﬁ%& 2000 rpm, 107mm / ?éﬁ;%%;&?’
EEHE20 MLEA X T S XA ICEIF
N \1, BRETTS
0 %A%/ —ILTES
20 mL - SPE 4 7K 3mL
\l/ BRIET TS
2. MK n iR SPE 5% 40 %4 %/ — )L 3 mL
2 ml #hiHk \l, ERIETTD
250 L 2.5 mol/L NaOH
A 90 %42/ —)L 3 mL
76 °C 40 min KR \1/
\l/ BERE T T AICETR
)ii%: R (40 °C)
\l/ 300 uL 2.5 mol/L HCl \l/
ANF R 2 EARE2mL A%/ —)b

¥ \’

2.5 mlL K il X T4E& SPERERIA LC/MS/MSH#

3 EILER

®3 EEfELENRE

[ mEEnE TR

o] ez [EETADT | emge | 8| oy [HEE
% W | meEE | %RD
MK {mgkg) |MIKI| O | n=p (n=6)

OA | 0.205 0.061 0.192 | 93 |105424|2414.48761| 2.29
DTX1| 0.450 0.110 0385 | 85 |253677|1439.89408| 0.57

RETHA BRI D LC/MS/MS ANDX K127
AN ;Ucﬂ\t RSN TVE Y, AlEE AT 0
FIRT BBICKVEERTLTEIETEETH, SEIEHKEA
TEEUEH Lxm_J ECHB. IZERMIEDHEZBNLET,
A LTz OA BOIZEFDENDIZ N 8. NS EEFIDIH
HRIC LO/MS/MS DrBSOEE & LT 100 20, 50 ppb &
BAEEDITZERERMIURESEER LE LTz, B 4
SPE B8 DR ERER MR (BERAAN) OrO< b /7 >
L B 5 ITHRERR. R 3 IGRHEHEENEOSHD DEE. &
=B, AMEUEE, PEiRmHE (EERFARM D 6 Ol
DIRLOEREBREEERLTVEYT, X MU T AHRZNE
TNTWBRE T HA FERERmE ROERD E— 7 DR
FIIME%BRSD (& OA 229, DTX1 057 & BIFT. OA & DTX1
DEUERIE 93 % & 85 % CTh 4. BELEE LCMS-8060 % 15
BL. TAEEEDOESHAECHAH T ENRENE LT

*1 EUMREFRAEN EERITEEHER stefERatr2—

SREMAZZEY)E NMIJ CRM 7520-a No.009 K42 7 A HigiR (FRIER
E0HA)
SREHBEDREL I, EREERENE LBERM k=2 B SREE
NIHGRRHEDETH Y. 95 NDERDKELZ L DEHEEIND
XDDH¥PDDiEERT,

(x10, (x10.000)

000)
2:803.30>255.10(-) 4:817. 30>255 10( )
2,504 2:803.30>113.10() 4:817.30>11

2259
200 OA 504 DTX1
1759
1509
1257
100

0759

0503 1o
025
0007 007

! ! ! ) 75 80 85 90 .
65 70 75 80 min 5 min
4 FTEHFEEMBEO/ O NI T L
IR (x1,000,000) T (1,000,000

109

607 097
089

507
079

407 067
059

309
049

207 037
029

104
019

00 0.

10 B E T e O R D N7
(ppb) (ppb)

5 BRERMIERER

Shim-pack Scepter (&, #Iatt BRBEFIOHAL LUZDMOEICHITEHBEIZTT,
ZOM. AZIEBHINTVWEaHE. 8R4, Y—EAXR—7. $L00TE. REDOBRE L UEFHIETY,

HH AXRITIETM, ®—7ZHEL TWEWNEEDH Y FT,

FIRRFAT - 201947 B
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LC/MS

Application
News

No.c121

YvhUYFNIDL, PRNIVTF—L, RTVZ0—X, 7
TV T 7 LAV LEEOANAHKNIE, BREEEICHSIT
BIEERNMICEE L, WRBRRUEAEICDWNTHAESE
BEDSNTVET,

—7, BAMAO—BOHMIR THERAINTVAST AU Ty
B85 CEERTIHEEINRIIMICH Y, BREDBWARRICD
WTIIEEDIRETT,

TDEDIT, FATELZHHRNOERREDHES TIEEIN
TIORERE, LEEOHREDTONROSNTVET,

RRCIE, IBERINIS S CIBENRINIICEZE T 2 AOH
B ofER, sRRAEIAOR NI ST - M) T IVIUSIREE S
et LCMS-8040 T—F AT LTIehlE RN LE T,

M. Kawashima

Liquid Chromatography Mass Spectrometry

b1 7IVHEERE LC/MS/MS Z WL e
HE 9 B DERIF—F 71

Simultaneous Analysis of 9 Sweeteners Using Triple Quadrupole LC/MS/MS [LCMS-8040]

WiEEARDS

Analysis of a Standard Mixture

Table 1 TR DEMHICT, 10 ng/mL 9 D EEIZEE
Al 5 UL EA L/T:ti?@? A< k72 L% Fig. 11T, &
EFREMEIDYAOX M S LEFig 2lCnLE L, 1z

Table 2 (CELEMDRFFER, REHBESL L UIEBERY
ZmL&E LT,
BMERICTIE, FERIHA 10020 % UA, @ERMBEIRE

(%RSD) 520 % UADEDEHRALTVWET, LIt
B AERERE 0.997 U EDORIFGERMENFONE LT

(%10,000) (X100,000)
25 TEAINT 7 LA T L 2.5—_ AIVF>
OO T T T T T T T T OO ! T T T T T T T T
5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5min 5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5min
(X 1,000) (X100,000)
2.0 TYvhlY 2.5 ES TN
1.04 1
OO T T T T T T T T 00 ] T T T T T T T T
5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5min 5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5min
(% 10,000) (X100)
1.0 PR 1 LIND T4 454 RA
5.04
0.54 1
0.0 T T T T T T T T 0.0 . T T T T T T T T
5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5min 5.0 55 6.0 6.5 7.0 7.5 8.0 8.5min
(%1,000) (X100
5.0 A7 ZA=A 5.0 ATEFTA R
OO T T T T T T T T 00 - T T T T T T T T
5.0 5.5 6.0 6.5 7.0 75 8.0 8.5min 5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5min
(% 10,000
1.0 7 2T — L
0.54
OO T T T T T T T T
5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5min

Fig. 1 10 ng/mLHBRE 9 D ESIZERRD/OR N T

Chromatograms of 10 ng/mL Standard Solution of 9 Sweeteners

Table 1 &t
Analytical Conditions

Column
Mobile Phases

: B Methanol
Gradient
Flow Rate :0.2 mL/min
Column Temperature 140°C
Injection Volume 15l
Probe Voltage
DL Temperature 1300 °C
Block Heater Temperature : 500 °C
Nebulizing Gas Flow 13 L/min
Drying Gas Flow 215 L/min

: Unison UK-C18 (150 mmL. X 3.0 mm I.D., 3.0 ym)
: A5 mmol/L Ammonium Formate - Water

1B Conc. 0 % (0.0-2.0 min) = 70 % (4.5 min) = 90 % (8.0-12.0 min) = 0 % (12.01-15.0 min)

1+ 4.5 kV (ESI-positive mode) / -3.5 kV (ESI-negative mode)
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1004 7RIV T 7 LAYD L 17535 hU Y PR 400 27 50—2 17x007—1
0.05 ng/mL 150_5 1 ng/mL 7009 4 ng/mL 0.5 ng/mL 4004 0.5 ng/mL
. E 600 ]
1259 500 3 3004
1004 E ]
50 E 400 200 :
753 300 200
25 50 200 100
254 1009 100
0] 04 04 0 ]
T T b T T T T T T T T
5.0 55 55 6.0 6.0 6.5 6.0 6.5 6.5 7.0
x> 150247 — 1 2500 LT T A A HA KA 2500 27 £ 1 |
1000 0.05 ng/mL 70.05 ng/mL 1 5 ng/mL 5 ng/mL
E 2000_: 2000
7504 500+ ]
] 1 1500 1500
500': 1 1000_: 1000+
] 250 ]
250 1 500 500
] 0 0—: 0
0- T T T T E T T T T T
6.5 7.0 75 8.0 8.0 85 8.0 85
Fig.2 HBERR 9 D DEE FREFHED VO M S
Chromatograms of 9 Sweeteners at around LLOQ
Table2 HBRK 9 B DERRME
Linearity of 9 Sweeteners
o=y kS B N REFEERE (min) BEREBE (ng/mL) HHEAREL
TEAIWT T LA T A - 162.00 > 82.10 5.228 0.05 — 100 0.997
P4 - 182.00 > 42.00 5.561 1 — 100 0.999
YAV - 178.00 > 80.00 6.057 1T — 100 0.998
A7 Z0—X + 413.90 > 199.00 6.370 05 — 500 0.999
72T — L4 - 293.10 > 261.10 6.543 0.5 — 1000 0.999
XIVF> 181.20 > 108.10 6.712 0.05 — 10 0.999
*FT7—LA 379.10 > 172.20 7.898 0.05 — 1000 0.999
LINOTF1FS4 KA - 965.30 > 803.40 8.220 5 — 1000 0.999
ATEFHAR + 822.30 > 319.20 8.238 5 — 1000 0.999

WERY T IVicH T B EIRER

Recoveries from Real World Samples

B EIC CALER (Fig. 3) %1 L e 8& (HL—X—Z b,

BB,

VI Rr—F) IcHRRE 7 EBEANL, XEUTX

RO ZTVE Lic, ZEHORINEIRE% Table 3 (T
TLET, B, WEBBOSESHNRIEZILT > DI 1000 E75

Table 3 HERE 7 My DAINEIINER

Recovery of 7 Sweeteners

RLUEERDS, TOMDELEWIE 100 FHRRL AL
SHMENEZBEHLE L. 2TORBITDNT, 85~
125 % DRIFGEIRENSESNE LT,

ERE (%)
teams e
-
TEAIWT T LA T L 100.8 94.2 93.7
TyhUY 97.0 87.7 88.3
AUV 99.6 89.3 92.0
A7 Z70O—X 5 pg/mL 96.2 89.6 82.6
T AINIVT — L 94.0 89.4 87.2
ZIVF> 110.2 99.5 99.5
XA T— L 122.5 106.9 110.0

5K 20 g

!

B (2485M)

!

BITNR

1 1oofgE ik

LC/MS/MS D

100018 F&MR

K7 TV =3y a—AERlcH Y,

—MRHAFEN RREBRREEBIHEEY

Fig.3

BIEDT—7 70—

Work Flow of the Pretreatment

SRR LU SR LD NEVREE L.

TNRFEAT © 2016518
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AN T—L, RA7Z0—X, 7RIV T7LH) D LG
EDODANTHHRMIE, BREEEICHIT2IEERMIYICEH
L, —HORNREBEREOEREICOVWTIHEREELNTEDHSN

TL2LDHhDVET,
—7, BRSO —BOMI TEBEN TV ET A 753>
B3 CIZERNTIKEENANICHTY, BEDBARRICD

WCIEREDIRETT,

TDESIT, BETELZHHRHDEEREDHES TIEENR
MPOBEL L, y%ﬁ*ﬁd)ﬁﬂﬂiﬂ IDRHSNTWVNET,
T — 32 a—R C121 T, BENIMS L UE

ESN A L&é@“%AIH%ﬂ 9 MAHD T ILMER

BILC/MS/MS LCMS-8040 IC K 2RI —FDihia%E TN LE

Liquid Chromatography Mass Spectrometry

t1UJ 7 IVEEEE LC/MS/MS & BN
HEE 16 B3 DEIR—F 71

Simultaneous Analysis of 16 Sweeteners Using Triple Quadrupole LC/MS/MS [LCMS-8050]

WRERRODH

Analysis of a Standard Mixture

Table 1 [CRT DITEMAITT, HER 16 5D D MRM RIE
R L E Lf’:o "FBE@HJ& B s&LEMOrax
MU D LK Fig. 1 1C, REREH S MEEHREE Table 2 TR
LET, ™, *ﬁ; [Cl&, [EFEETH 100 = 20 % LA, miE

BHEIRME (BRSD) 20 % UAZFELTLDERABLTW
9, LWINDILEDEERRE 0.997 U LD RFEFERE
HESNE LTz,

L, $$§T‘\ , 16 B 7% LCMS-8050 A AW CRIR—& 7
the LichlzcBNMLET,
M. Kawashima
Table 1 st
Analytical Conditions
Column : Unison UK-C18 Injection Volume STl
(150 mm L. x 3.0 mm I.D., 3.0 ym) Probe Voltage :+ 4.0 kV (ESI-positive mode) /
Mobile Phases : A5 mmol/L Ammonium formate - Water -3.0 kV (ESI-negative mode)
: B 5 mmol/L Ammonium formate - Methanol Nebulizing Gas Flow 23 L/min
Gradient : B.Conc. 0 % (0.0-2.0 min) Heating Gas Flow 210 L/min
— 70 % (4.5 min) = 90 % (8.0-12.0 min) Interface Temperature 1300 °C
— 0 % (12.01-15.0 min) DL Temperature 2150 °C
Flow Rate 0.4 mL/min Block Heater Temperature : 250 °C

Column Temperature : 40 °C

Drying Gas Flow 210 L/min

(X100) (% 1,000)
- 0.5ng/mL - 0.05ng/mL
1.0 4
OW 1 T T I T T T T I T
6.0 6.5 6.5 7.0
AU Z70—X ZIVF >
(X 100) (X100)
] 0.5ng/mL | 0.1ng/mL
] 25
254 ]
0.0 2 00 -
T T | T T T T | T T T T | T T T T | T T
8.0 85 5.0 55
ATEFYA R TERIVT T LA T

(X1,000) (X100)
-4 0.5ng/mL 7 0.5 ng/mL
2.5
0.0
| T T T T | T T T T T T | T T T T | T
6.5 7.0 8.0 85
TUF =L LIS T 1 A4 KA
(X 100) (X100)
4 0.5ng/mL 7 1ng/mL
1.0 B
1 1.0
00 - 0.0 A
T T T T | T T T T | T T T T | T T T T |
55 6.0 6.0 6.5
Tvh)> VAU VEE

Fig. 1-1

BB 16 DI OX I T4

Chromatograms of 16 Sweeteners
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(Xx1,000) (X100) (X1,000) (X100)
7 5ng/mL 7] 0.5ng/mL 2.0~ 50 ng/mL 150 ng/mL
] 1.0 7 ] )
0.5 : 10 ] 25 i
0.0 — 0.0 i 0.0 — 0.0
1 1 1 1 | 1 1 1 1 | 1 1 1 | 1 1 1 1 | | 1 1 1 1 | 1 1 1 1 1 1 | 1 1 1 1 | 1
6.5 7.0 7.0 75 7.0 75 75 8.0
TRIVT =L T RNYT =L TUFIVIT VB LINOT 4 A8 A FM
(X100) (X100) (X1,000) (X1,000)
: 1 ng/mL ] 1ng/mL 25410 ng/mL 2.0 0.5ng/mL
2.5 1.0 T
0.0 A 0.0 (— 0.0
| 1 1 [ 1 | 1 1 1 | 1 1 1 1 | 1 1 1 1 1 1 1 1 | 1 1 | 1 1 1 1 | 1 1 1 1
75 8.0 8.0 8.5 80 8.5 10.0 10.5
KA T— LI LINO T 1 FH A RC A3 RA AVATEF—Ib
Fig. 122 HERE 16 DY M T (i)
Chromatograms of 16 Sweeteners
Table 2 HBERHE 16 SO DEARME
Linearity of 16 Sweeteners
le=xzEa) iy oYY aYv RFFEFR (min) RE4REHE (ng/mL) THESREL
24750—2X + 414.00>199.10 6.36 05 - 100 0.999
ZIVF > + 181.20>108.10 6.70 005 - 10 0.999
7 F—I + 332.20>129.00 6.92 05 - 100 0.999
LINT T 1 A4 RA + 984.50>325.10 8.21 05 - 100 0.999
ATEAYA R + 822.00>319.30 823 05 - 100 0.999
TERAIWT 7 LA T L - 161.90>82.00 523 01 - 10 0.999
HyAh - 181.90>42.00 558 05 - 50 0.997
YA S - 178.00>80.00 6.08 1 - 100 0.999
T AT — LI 293.40>261.10 6.53 5 - 100 0.999
VAV RN - 457.30>200.30 712 05 - 100 0.999
SUFILYF - 821.20>351.10 741 50 - 1000 0.999
LINDT 1 A4 KM - 1289.60>802.90 7.66 50 - 1000 0.999
XA T—L - 377.30>200.00 7.90 1 - 100 0.999
LN T 1 A4 RC - 949.50>787.20 8.46 1 - 100 0.999
b3 RA - 787.50>625.20 8.50 10 - 1000 0.999
AVATEF—)IL - 317.30>317.30 10.46 05 - 1000 0.999
WYV TIicH B EINER -
arl A2 g

Recoveries from Real World Samples
Fig. 2 \c I FIBICTHE LeaBRARICHBRE Z A ML, 100 EF£E
1000 fFICHRRLICEABZRAET ST Lk, AMEINEZRERLE L.
ZTDFER% Table 3ITRLET,
HERR DT ORI & L TEBIEPEBMEED—RNTT D, BIF
MEMTFREBELIOIN S EN#EERTY, AEMEEICE SRILETIE
FAGSRERMELE L, BEHNDIRICIBEITS CEHABETT,

Table3 [E4uER
Recovery
le=g7E2 AIRE e AIREE BN (%)
JUFIVIF 100 pg/mL L&oW 100 85.20
TEAIVT 7 LFH)T L MARTERER 81.21
10 L
72T — L e e L TP
2T T 10 pg/mL TFvv T 100 108.5

|<— 0.1% T8/ A%/ —)b =

REIVFARX

|<—1oo mUCES

=B
(3,000 rpm, 10 min)

11

|<— 02umILET 1 1L 2 5B

LC/MS/MSTHfr
(BB D)

Fig. 2

BN T —5 70—
Workflow of the Pretreatment

K7 TV =23y a—RMERICH Y, —BEEEABERRRDIT LY 2 — KL VEARRES LU CEEG O hEWRER L,

HRFEST - 2016458
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E—F v YT LIVF—D8BWT7 LILF—DFR TELRFICEE
BIERZESIER T ED D, E—F v VIFEBBNDERRH
ERTEBMTONTLBSFERMBDU EDITIEEENT
WET,

FE, BEMBEELTEEREEN TV EWITOE—F v Y
NI VEBHRIYBRBEENARR) -V EBLEHDR
KTHELTVWET, HEBEEORE2ZHERIT ZHICE, B
@HRIET LILT VMBS ENTVWEWT EERERICTT &
ENhHVET,

T LI EOBREEESE LTIE, EITELISAELNAN
SNTHYVETH, 7LV UMBORERISHICE 588
HABREEEINTVWET, TTTE, M AIVNEBEES
PITETLCMS-8060 FAWNT, 7 LIV VB THAHE—F v
VAREVINTE Arahl OEBRERAERZBEL, mROR/N
A AR SFENICERHTESZ LZRLE L

T. Tanigawa E. Imoto

Fig. 1 Ara h1[3571] (68kDa) Vicilin Digi&
Structure of Ara h1 [3571] (68kDa) Vicilin Like Protein

WRERTS &

Sample Preparation

mRDOE—F v YINT 4 — (BREgEdH) EHRELUR - Riad
ICRU R I\VEEMELE LT, 2/\0BAEZEL, BT
TIVFIVCIBET oz, M TV VEblctLE Lz, T
DI K IR ENIERTF REEET DT ET, TDH
VINTBDEREENAHTENTEET,

BAGRRT Y TIVCHIT B HEES KUBRERE A i
Bfes, VFEY, VIV, B¥EF, KE, VU, BTy,
FTYAG, INFNNvAH, A=A —, =, B—X1) v,
A4 LOERERESEE LT, E=FvY/INUZ— (2 ppm)
ERNLIEEDEIERNDT S 75k wE LE Lz,

W Skyline ZF W W=MRM > TI2 3>
DR
Selection of MRM Transitions Using Skyline

E—F v Y7 LILF—D 95 % & Ara h1 2>/ BIC/EL
TWBTesh, TTTIE, Arahl D 288D cDNA 7 —> (P17
PBLUP4IB) OFERES LI, TNETNEENICTKRERTRER
RT7FROBREAELZEELE L

Liquid Chromatography Mass Spectrometry

VIVBXUVRANARZ Yy 7 RARITEITS
E—Fv U7 LIV VY& Arahl ORRESHR

High Sensitivity Analysis of Peanut Allergen in Cumin and Spice Mix [LCMS-8060]

B—=y NEBRBRTFRERET 5HD MRM k= >
YUY VDBRRBLORBILE, Skyline VT ko x7 (7
2 kK% - MacCoss Lab) #EWVTITVWE L, &FN
TF RERVWTICITR BERBILDOARNE Fig. 2ITRLET,

BRI, 70— VIEENEXTF RE 3BT DL,
HEBEOBRNAED3IBEBEOXRTF RESGOBEONRTF
K& Ara h1 DBBICEREGZEDE L TRIRL, EXTFR
EI3IDDMRM FZ >V 3V CRETDOMEUEREL
£ L7 (Fig.3),

AVINGEDT =/ B!
DTHKSEIAHRFKDLGEEHFKGLVLIA i:ﬂ
FSQYLQQCPFDEHVKLVNELTEFAK e . )
TCVAD. oo abSolutions
SHIELfcE—F v YOMRMOHH S
|i' Skyline

oV vavERER
SEEENARTF ROFA
TIUA—H—AF > DmizZEH Method file,
QI3 VIXLF—DFH Y

EREND A7 DIREER

MRMS# e B )Y 3V TRIVF—DRi#Et

90O M SLITEDNT
oYY aYERR Method fite
VY3V IRVF BB DR

" AAA V.

MRMAYw RO

| AM

BIEETNeT —RICEDNT
BEGNSYTYIVELD
YUYV IRVF—EFER

Fig.2 Skyline #HWL = MRM b Iy av&EbDT—7 70—
Workflow of MRM Transition Optimization Using Skyline

(x10,000,000)

SSDN

NNP!

GTGN... (x0.2

FE
EGEQ..
EGEQ

IPSG

NNPE...

Fig.3 P17/P41B DEFIE KT 9 BOXTFRD MRM 70O S 18
AA Sequences of P17/P41B and Nine MRM Chromatograms
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Table 1 SRIEZRMF
Analytical Conditions
UHPLC - Nexera X2 LC/MS/MS 1 LCMS-8060
bariival N . Shim-pack XR-ODS I AAMEE—F hRERESI
(50mm L. X 2 mm 1.D, 1.6 pm) AB—TI—ABE  H KV (RITAT)
HILBE 140 °C AR—T1—ARE 1250°C
%ENE A0 % FEEK DLBE 1150 °C
B:7thZbUIL JOvobe—2gE 1200 °C
TR 500 pL/min XTSATHRARE 23 L/min
SSITNIAT S 12 %B (0.00 min) > 25 %B (7.00 min) > =TV IHAZHRE  120L/min
95 %B (7.10-8.00 min) > 2 %B (8.10-10.00 min) FoA AR RE :5L/min
AAE 110 uL
Table2 MS/MSBUG/\ZA—%
MS/MS Acquisition Parameters
MRM S>> o3> 72 /BES Polarity  Quan Quall Qual2
EGEQEWGTPGSEVR  + 780.85 > 802.40 780.85 > 644.35 780.85 >316.10
NNPFYFPSR + 571.25 > 669.35 571.25 > 506.25 571.25>229.10
IPSGFISYILNR + 690.40 > 765.45 69040 > 211.15 690.40 > 502.25
SSDNEGVIVK + 524.25>51535 524.25 > 359.25 524.25>175.05
GSEEEDITNPINLR + 793.90 > 726.45 79390 > 61240 793.90 > 402.25
GTGNLELVAVR + 564.80 > 686.40 564.80 > 557.40 564.80 > 444.30
EGEQEWGTPGSHVR ~ + 784.85 > 652.35 784.85 > 55530 784.85 >316.10
SSENNEGVIVK + 588.30>515.35 588.30 > 359.25 588.30 > 246.20
GSEEEGDITNPINLR + 82240 > 72645 82240 >612.40 822.40 > 402.25
Dwell BFR o Jb—TESRHM00 msecUNITE D KD, 41 msech 5130 msecDEF TRE
R IEFERS 3 msec
CIDARES : 300 kPa
DIERBETE - Q1:Unit Q3:Unit

WA V2 —T7 T —ADREL

Interface Optimization

ISSS (Interface Setting Support Software, &:28U/ERT) %
WTAF MBI BINTA—2DFRBELZTVE LIz, ZD
ENCHANTHEHEREL 2 U A ELE

R, 774U bDF
L7z (Fig.4)

SR EE A

N5 2 BRE

Effect of Surfactant During Digestion

T VEERICREEERENZ S &,
EL, RTFFOBREREDA LT 258
&, REVEMRZMA S ETHEXLZT 40 % @@E{&—Fb\

CE Ll (Fig.5)
D&, SEEFELIFNEREATIE, M) TYUHEIE

: 500000

2 200000

Z 100000

2 0

£

£ o 2 4
18—T1-REE (KV)

: 250000 2

9 200000 .\‘\.\‘

Y 150000
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£ 50000
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:300000

4 >

= .——0/‘——_.

G 200000
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> 100000

3 0

= 0 s 10 15 20

E—Ta Y IAZRE (L/min)

: 300000 At 5
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2
© 200000
5
2 100000
2
] 0
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DLEE (O
; 250000 %
2 200000 H
O 150000
=
© 100000
Frd
£ 50000
3 0
< 150 250 350 450
CID AREA (kPa)
: 200000
)
150000
[C]
5 100000
2 50000
Z
3 0
£

0 1 2 3

XTI ZAHARRE (L/min)

FRICHREEEAIIBLTE Y EEA.

%m%$ﬁﬁ
oY ET, 5

REFEA L REEEAS Y
(x1,000,000) (x1,000,000)
1.0 v 1.0
1 1 60.7 %
550 05 _- 05_-
0.0 0.0
— —
i 4.0 44 4.0 44
Fig.5 Arahl RT7FR (GTG...) DRHICHIF2REEERDEZE

Fig.4 A >2—"J1—ADZmBILOFER
Interface Optimization Results

Difference of the Chromatograms of Peptide GTG... by

Addition of Surfactant
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NEVVEENY o7y VEIC Arahl BEFEhEW
Peanut Allergen in Other Nuts
Ara h1 BHEDFEMEZ T A NI B8, 8Atk, ha—+vY, 77— REHHNELT, 2 ppm (2 mg/kg) DE—F v
N =R LIz D ERFMOERZE, ThZTnpIcHLE Lz, #&RE Fig. 6 IORLET., E—F v YEAMLIEER
D5 Ara hI RT7F REBHRTERDICH LT, AMGELDOT SV 7EHNSIEE—T A BHEINT, SVREEEEDT LD
T~EN&E LT,

Ha—+wvwy

(x1,000) (x10,000) (x1,000)
1.0
= 5.0 7.5
=
»K~,§
2 5.0
N S 25 057
T S 2.5
M g0] 0.0 0.0
T T T T T T
4.00 4.25 4.00 4.25 4.00 4.25
(x1,000) (x10,000) (x1,000)
1.0
5.0 759
ﬁ 5.04
N 25 0.5
™ 2.5
0.0 N 0.0 e . 0.0
T T T T T T
4.00 4.25 4.00 4.25 4.00 4.25

Fig.6 E—+wvw 2mg/kg) ZARMUIEERMK, H¥a—FvY, 7T—EYFHSEHENTZ Arahl XT7F R (GTG...) O MRM 7EX b 2L
Chromatograms of Peptide GTG... in Other Kind of Nuts With or Without Spiking with Peanuts

WMRAINARZ Y 7 AEXUTAKEHRD Ara h1 DR

Detection of ARA h1 in Spice Mixes and Seasonings
HEBROR/INA Ay I ABLUHARRZEARBRFES SUDMMREZAVTCAEZTVE LIER, FEDOHHRMLY Ara hi
NTFREBELE Lz, TTTE, E—F v YNNI 2—E2RNLTHEY T8 A,

(x1,000) (x1,000)
5.0
2.0
] 254
1.0
0.0 0.0
T T T T T T T T T T T T
I I I I
4.00 4.25 4.00 4.25
FIIVIRX 2R

Fig.7 FAMOFVIZvIXELZARFFRN LV &L LIz Arahl XTF R (GTG...) O MRM 7OX M1
Detected Peaks of Peptide GTG...in Chili Mix and Seasoning
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WA BZEAINA AR M) 7 RITHT S Ara h1 D
Peanut Allergen in Spices
WBHEDE—F vV INoHd— Q2mg/kg) ZVFEY, VIV, BFEF %&E Z0Z0, A5, FYAT, NFN\vH, A=A —,
=2, Z—AJ vy, ZALIKINA Arahl DRIEZTTVE Lz, E—F v Y\ o4—% R LR 5IE Arahl Zi&H LE LTz
—h., ToVUEMHSIE Arahl [FREEThEEAT LT,

E—J v wiam
(2 mg/kg)

E—F v i
(2 mg/kg)

E—F v i
(2 mg/kg)

o
A

FEY gy B¥T b=
(x1,000) (x1,000) (x1,000) (x10,000)
r 04 50 1.0
2.5 2.5 2.5 0.5
0.0 0.04 0.0 0.0
T T T T T T T T
4.00 4.25 4.00 4.25 4.00 4.25 4.00 4.25
(x1,000) 4.041.000) (x1,000) (x10,000)
5.0 7 504 1.0
3.0
2.5 2.0 2.5 0.5
1.0
0.0 0.0 0.0 fr=re=—r~ )]
T T : T T T T T
4.00 4.25 4.00 4.25 4.00 4.25 4.00 4.25
—> =y hzv FYAY INFINY A
(x1,000) (x1,000) (x1,000) (x1,000)
7.5 E 7.5 7.5
5.0 5.0 5.0 5.0
254 254 259 259
0.0 0.04 0.0 0.0
T T T T T T T T
4.00 4.25 4.00 4.25 4.00 4.25 4.00 4.25
(x1,000) (x1,000) (x1,000) (x1,000)
7.5 7.5 7.5 7.5
5.0 5.0 5.0 5.0
2.5 254 / \ 254 254
00— T (04 0.0 0.0
T T T T T T T T
4.00 4.25 4.00 4.25 4.00 4.25 4.00 4.25
O—AX— = B=XA)v Y BAL
(x1,000) (x1,000) (x1,000) (x1,000)
R E 5.0 5.0
5.0
254 2.5 251
2.5
0.0 0.0 0.0 0.0
T T T T T T T T
4.00 4.25 4.00 4.25 4.00 4.25 4.00 4.25
(x1,000) (x1,000) (x1,000) (x1,000)
7.5 5.0 5.0 5.0
5.0
254 2.5 251
259
0.0 0.0 0.0 0.0
T T T T T T T T
4.00 4.25 4.00 4.25 4.00 4.25 4.00 4.25

O

Fig. 8 E—7FvY 2mg/kg) FIIR/ A ZEBELOIEFRMDFEHCHITS Arahl XTF R (GTG...) O MRM 7O M T
Chromatograms of Peptide GTG... in Spices With or Without Spiking with Peanuts

Conclusion

E—F v LIV B D

FAEINFEZRANT, &F
BRE b T IVNERE SO

=
R I=

=

BRUFENGRHETIREICT 278, Arahl 22\ VBEDDIRFE=ERELE L,
EBRRAIAABLUEREHORII L IEHEDOE—F vy 2ppm) ZRHLE LT
BWZ LT, E=F v Y HANDSERET LILT VBEDDITROBRT 5 ENTEXT,

FIRRFETT 1 201651178
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LC/MS

Application
News

No. C1 60

BT LIVF—IZBRPORED R /N VBTN T 518
RGRBISEICE O TCEIERIEINDZEASNTE Y.
NRFESSUOBRREZEICHITPEREBOFEAICE > TVE
T LIS (TLUIVF—E) EDOFHIE BiEER <
eI, BRICEENDT LIV N DWTIF INIVICHRR
THZEDERITEDOSNTUVE T, KETIIRRBERKRS
(FDA) D B&T LIV v RRB L UHEEREE (Food
Allergen Labeling and Consumer Protection Act, FALCPA) [
BEOE FERTUILVFVELTHEL. I 888 (f 1 XX
FOETA AT CBRE B HZ. OTREZ— ITE).
FuvEE BTV E=AYFYY TIL3)
E—Fvvl & BRUAZD8REARFEL. INHE
BERT7UILT VOERZBRDINIVICKRTRT 2EBEHEE
& LT,

IRFE. ELISA (enzyme-linked immunosorbent assay) 4> PCR
(Polymerase chain reaction) HM&EHA®RE LTLELAWS
NTHY INSIE LB EGRIEICK > T LIVF—%
BREMHRERHET ST ENTEET, £D—H T, ELISA
FIRERIGICE VLB ZRGEE L CREHET 2 X
THHISNTVWEY, 51 ELISA ZAWc—F DR
ENTHY . BLVEREMHEZRENRET L5EIEER
HREFY b TEHEICHT CRET 2RELN BV ET, £
feo PCRIEZ VNV ETIZE< DNA ZRHE T 5FECH D
e, FHLEFRAZXFTEHEIFEHL . £ DNA =T
FEWINOESZRHET 5 CLRETT, cNHOEHIC
KV KVEEOSWEEZRAWTCT LILT Va1
EDBEEMDBEO>TVET,

WE RS O BT T TBEDET (LUMS) ZRWV
FEN TOEWEREERE, BHOT LIVT VITHT S
—BEOMOBIEEDL S BR LILYT Y OFTEAIEEE L

|" Skyline

O

LabSolutions

),

Calculate peptides,
charge state, calculate RT,
and set CE in steps

for optimization

modification,
and product ion

Transition screening
Acquires MRM data based on
calculated peptides information
(For example, 600 channels)

00 10 20 30 40 50 60 70 80 9.0 min

||l Skyline

Select detected transitions,

CE optimization
Acquires MRM data
for selected peptides
(For example, 1500 channels)

=EE LC/MS/MS €& %
BmP7 LIV Y DO—F5h

CEEZESHTVET, AR TlIE LOMS/MS ZRLc8D
DEZET LIVT VERRORTF Rt 5—F DA%
D% EHROMITEAEHKBmZ BV FHEIC DL T TN
L&ET

W IR

T U EECERREEBRRIECEA L. PMFEOR
SHIBWAEHE LE Lz, ZNZThOaEE IS4 >4 —
(GM-200, Retsch) (CT#FELTzDB. 05-19g% 50mL F
21— LE Lz, BREROMBIEZEYRL fzédlic
FH U THA L%, 50 MM Tris-HC (pH8.0) . 2 M fRE.
TAFT7 A e 2— = aGHBEART2 I\ ER
HHLE Lfc, 2/87E 100 - 250 ug AEGHHARE
BT IVFIMEREBEIC, M) YRRV TEREETT
WE Lz BT F Ratilid SPE (C KW BHE L. &iE
g Llglic®ELE L

W LC/MS/MS IS K BT LIV ER > ING
BOtEH

PDIRELEDBET TlE, E— 7 DREEPHRS LMD RS
FREDERMEEEER L. Skyline ZFEAWLT MRM ~ 5
VIV VDBREITVNE L (K1) » ZORER, & 11C
RLE8 D7 LIVF—EBRICEENS 1302/ 7E
ExRE L. BROICINSICAFET B 29 XTF REAIE
TBIeHD 140 I auEBERLE LTt B2 1TRY
£, 2TOXRTF Rig 65 DURITEE L. RiFGE—2
KRB LU DHE/ 2 —> &R LE Lic, B2 Il TRE
B RTF ROEFHEIC OV TERLE L,

T. Ogura

O Myline
C\a/ Uhe di

LabSolutions Select peptides, LabSolutions
MRM transitions,

and optimized CE

Sample analysis
Acquire data using
optimized method

1.5 2.0 25 3.0 3.5 40 45 50 55 6

T Skyline ZAUL e MRM b S > Iy 3 VBT —7 70—
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Intensity (10*6)

Intensity (10%3)

o 1 i
220 225 230 235 240 00 50

50

SVAVSQVAR (1 - 50 ppm)
i Y=151.944x + 231.865
R2>0.999188

20

250 300 350 400 450 500 Conc

ALP...ISR
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5 =+ & Retention Time j
4T i
; i
< = o
[=} - H |
w [ %
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z
o -4 .
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24 & r B
= o g
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>
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. =] i
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o . b1 | I a
2 J\ ,‘u A I )\ i l\ |
0 X A I A | | A } }
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Retention Time

2 BFEEDT LIVF—MRRICHRT ZRTF NRBEMDV OX M5 Ly NEBERRTF ROIAY AT M5 LB LUZ DIREIR

£ AEHRE LEERREMEL 22 /\VBEDEH. XTF REF. LU UniProt ID
Food (Binomial name) P(T:Jtlesl::r:r:)e Peptides Uniprot ID
FFVAPFPEVFGK P02662, B5B3R8
Caseins YLGYLEQLLR P02662, B5B3R8
Milk (Bosd 8) NAVPITPTLNR P02662, BSB3R8
(Bos taurus) FALPQYLK P02663
Betarlactoglobulin IDALNENK P02754, G5E5H7, BSBOD4
(Bosd5)
Ovalbumin NVLQPSSVDSQTAMVLYNAIVFK PO1012
(Gald 2)
Egg A ATYLDCIK P02789, Q4ADJ7, Q4ADJ6, E1BQC2,
(Gallus gallus) Ovotransferrin Q4ADG4, AOATD5P4L7
(Gald3) P02789, Q4ADJ7, Q4ADJ6, E1BQC2,
TDERPASTFAVAVAR Q4ADG4, AOATD5P4L7, AOATLTRSUB
< Atrantic cod Beta-parvalbumin ALTDAETK P02622, A51873, Q90YLO
2 (Gadlus morhua) Gadm 1) AFFVIDQDK Q90YLO, A51873
SGFIEEDELK Q90YLO, A51873
e Tropomyosin IQLLEEDLER B4YAH6
% (Litv 1) IVELEEELR B4YAH6
< Whiteleg shrimp Myosin, light chain 2 EGFQLMDR B7SNI3
§ (Litopenaeus (Litv3) GTFDEIGR B7SNI3
8 vannamei) Sarcoplasmic VFIANQFK C7A639
5 calcwum-b\.ndmg protein AGGLTLER C7A639
(Litv4)
Amandin, 115 globulin ALPDEVLANAYQISR E3SH28, Q43607
g8 Almonds legumin-like protein
=c (Prunus dulcis) ALPDEVLONAFR E3SH29
(Prudu6)
P43237, P43238, E5G076,
Peanuts Cupin NNPFYFPSR B3IXL2, NING13, Q6PSU3
(Arachis hypogaea) Vicillin-type, 7S globulin P43237, P43238, B3IXL2,
(Arah1) GTGNLELVAVR Q6PSU6, Q6PSU3, NTNGT13,
Q6PSUS5, E5G076, Q6PSU4
High molecular weight ELQELQER P10388, P08489 and 22 others in wheat
glutenin SVAVSQVAR P10387, P08488, and 21 others in wheat
Wheat (Tri a 26) AQQPATQLPTVCR P10387, P08488, and 21 others in wheat
(Triticum aestivum) Low molecular weight VFLQQQCIPVAMQR P10385 and 71 others in wheat
glutenin GluB3-23 P10386, P04729, P04730
(Tri a 36) VFLQQQCSPVAMPQR and 114 others in wheat
Sovb T in inhibi CPLTVVQSR P01070, P01071,P25272 and 13 others
p G/;’Zm:a/:;) Wi’é"; 'r: T“)'mr NKPLVVQFQK P01070, P01071, P25272 and 8 others
NKPLVVEFQK P25273
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NI EHBRICEENET LIV Y
mIROBREENSEONTc/OX NS LER 3 TR
L& Lfe, BRI 7 LIV F— 1 BREME 8 @DEES
R (3@ ) & 7TEOMITEHER ®3(b)-(h) &
BUE Lfc, R 217 EBDOMNLEHFBRICOVWTIN/LER
CAEREROEEE TR LE L, KEDINIVERRHH Do
WSO DT EHBRICDOWVWTT LIV VAR EH &7
SfeEEBRE mROMLEABRICEWVWTE T LIV U
FELLEBHTERTEDNRENE LT

(a) Mixture of allergenic food (b) Beer batter cod

WINWTY7) R
DHEFEADE LN AR . JIVT VT —8

mAE RGBSR ERELE Lz, KE FDA I [VI1L7
V)] ERTRTBRODEEL LTI IVT VEERH
20ppm KECHBTEEEDHTVEY, I T JIbTV

7 —FRD/\N/IC 10ppm HBHEGE DK D ITNEHRHRE

AL IEARMOEN S AERERE R LE L (K4),
FERIMDTIVT > 7)) —RRODINHDBIET LIV ICE
HIBZXTF RS EW—A NEmHRE RN Lz
R TCIFBERICERE SN TE Y AR JE?E HEREDT L
WS U BHICEER TESC EHERINE L,

(c) Gluten free bread (d) Gluten free cracker

60

. % 160 | o
. ;g © E 140 + % 50
7 | 120 +
40
g6 2 g 3 & 100 b g
2 k 2 2 I e
2. 2 2 2
g4 I g £ g
£ & o = 3 £ w . I E
£ 5 E
3 ¢z 2 2 20 ]
A w0 .z E
2 N s 10 P E °©
5 A . 27 s B € 10 ] g
1 SHATH } RN B o : 4k N L3 hER
s Low o - [= w oS ‘ o w woa
0 by l 31\‘13” al ‘v ‘ . EAE LN . L U , N
0 1 2 3 4 5 6 7 8 0 1 2 3 4 5 6 7 0 1 2 3 4 5 6 7 8 0 1 2 3 4 5 6 7 8
Retention Time Retention Time Retention Time Retention Time
(e) Garlic shrimp pasta (f) Peanuts cookies (9) Bread (h) Cracker
12 "3 14 12
£ m o :
10 ] we o ] © 12 $ ©
8 3 10 ]
8 8
£ 8, g7 3 g
g T8 264 R 2 q
6 z z £6 N
§ o £°1 s £ 6 ] E 5
£ £ 4 = J £ z £
4 H 4
3 3 H 4]
] g g
2 r 6 z Id E . g 5 2 5
13 gesigesk sy Y1s ghers ol O l] St L ECT EEX
0 1 2 3 4 5 6 7 8 0 1 2 3 4 5 6 7 0 1 2 4 6 7 8 0 1 2 3 4 5 6 7 8
Retention Time Retention Time Retention Time Retention Time
3 TUIWF—MEREMEOREEN () KLU 7BEONNIEHES b)-(h) OREFER
x2 7TREOMTEHFBRGBDT LILG VRRS S CRIERR
Gluten free Gluten free Bread Cracker Peanuts Frozen fish Frozen pasta
Food Allergens bread cracker cookies “fried cod” | “garlic shrimp”
Label Detect | Label Detect| Label Detect| Label Detect| Label Detect| Label Detect| Label Detect
Milk Caseins (Bos d 8) X - X X X X X
Beta-lactoglobulin (Bos d 5) X X X
E Ovalbumin (Gal d 2) X X X - X
99 Ovotransferrin (Gal d 3) X X
Atrantic cod Beta-parvalbumin (Gad m 1) - X X
Tropomyosin (Litv 1) = X' X
Whiteleg shrimp Myosin, light chain 2 (Lit v 3) X
Sarcoplasmic CBP (Lit v 4) X
Almonds Amandin (Pru du 6) =
Peanuts Cupin, vicillin-type, 7S globulin (Ara h 1) X - X
Wheat High molecular weight glutenin (Tri a 26) X X X X - X X X X X
Low molecular weight glutenin (Tri a 36) X X X X X
Soybeans Trypsin inhibitor (Gly m TI) X X X X - X
‘Labeled as “Crustacean shellfish (Shrimp)”
— Vi Taoame — ve-eavaens
— Vili0smsie — bo-iarione e — yo e — v Tonte — y-essane
— e  Vilmaami. — beserione S T
4 e I
_ 2500
R
S 3 2000
ze2 %’ g 1500
12 =3 é 1 H £ 1000
T v - . | | 10 ] % 10 T 500 23 2
10 1 220 225 230 235 240 245 0 k - 0
2 Retention Time o g | 220 225 230 235 240 245 &g 1 220 225 230 235 240 245
s g 1 s Retention Time s Retention Time.
2, e z 8 E
E 1 o & z 2
o r = s 4 s 4 ] -
£ 44 o S £ £ <]
= 3 s = = . [
2 =z = 2 2 1 o i
N 3 :
o
0 t f f — | 0 0 i t t = |
1 2 3 4 5 6 1 2 4 5 6 1 2 3 4 5 6

Retention Time

Retention Time

Retention Time

M4 BED/NY ()  NEHER10ppm ZF/MLTIVT > T U —RRD/INY (FR) BLKOTIV7>T7)—RRD/> (B OVAI IS LA
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W ZDIEH DEME L DIERE

ZOAIE FADRIF TlE. DR & DERMEICTDONTH
BELTBHTANTF RZBIRLE Lic, AIERRELESE
AVINVED N TR ®BDT =/ BEH % UniProt 7
—AN—REBAWTERRLER. TV VEEZ I\ E
IERMCP VTR TH BT LD S —HOXTF REF|
I NEUNDOBICE L REENTWAS T ENHIBBLE
Lz (F3) o NEEMOBYDREEE e, NEH
K7 UIVT Y DRBITIEAZE R T A ZEEICEFENHELN
TFRERWBTZEELE LT, —A T TNEOXRTF R
lEO—FJ 2R (goat grass) G EICEFENS T EHH]EE
LTVET,

160 +

< Common peptides to Wheat
ol D3XQB8 in Rye (Triticum aestivum)
Tria 26
Glutenin, high molecular
20 1 weight subunit DX10
P10387
= 100
z X
Z 80 g
z £
= 60
40
20
0 8 A —
2

Retention Time

5 INEBICHRTBZNTF RO/OT T A

W S5

& LO/MS/MS ZRWCIELGRMT LIVT Y ZRET 2
It FE=ERFELE LI

& BEHEDODBRICEEND 13@DT LIVF 1.2/
BICDWTC, 5T 29 RXTF K (140MRM ~5 > T2 3
V) ENRE L—FEDHETVE LT

& AOMFECEBROMIEHERICEENS T LIV
TUICODWTHELLRET ST LD TEF LT

£3 FREINARTF FEIIDOERRESR

Analyzed wheat peptides (P10387)  Positions | Barley | Rye ‘

AQQPATQLPTVCR 624-636

ELQESSLEACR 33-43 X X
LPWSTGLQMR 54-63 X X
MEGGDALSASQ 637-647 X
QGSYYPGQASPQQPGQGQQPGK 135-156 X
QQPGQGQHPEQGK 469-481 X
QVVDQQLAGR 44-53 X

QYEQTVVPPK 86-95

SVAVSQVAR 75-85

x: found, blank: not found

x4 LOMS Difrgtt

System : Nexera X2 + LCMS-8050

Column
Mobile Phase
Flow Rate
Time program

- 0.5 mL/min

lonization : ESI-positive mode
DL Temp. 1 150°C

Interface Temp. 1 250°C

Neb. Gas Flow :3L/min

. Shimadzu Shim-pack XR-ODS Il (75 mmL. X 2.0 mml.D,, 1.6 um)
- A 0.1 % Formic acid - Water, B Acetonitrile

: BConc.2% (0 min) = 15 % (4 min) = 40 % (7 min) =95 % (7.1 =8 min) = 2% (9.1 =10 min)
Block Heater Temp.  : 200 °C

Heating Gas Flow
Drying Gas Flow

: 20 L/min
:5L/min

HIRRFAT 1 2017 48 B

D

index




LC/MS

Application
News

0.C164

)‘7 SUE IRy T — F’\U)/\jé_'ﬁ’]@/tb
KEGHEMEE TV E Llc, BRPICEEREICE iﬂfliﬁ
BATIVRERICE LSV T XIVBEEEDE CBRESA

BEReZ5|ERCITREREGBVET, —RICAST I VAR
MY 2RCE. BROBEZENET LT EHE L FME
NZEF. FERBICERELGVET, COL DA ZKE
TRW\WEDSICIE. BREEEARFREDE+EDEICLSE
EX? U—Z2TRDROSNTVNET, 83V DA

otEE LTTE. M D ZERET Da1NIEDE.
LCI\/\S }acklf GCMS ZRAWEFEDNLCREETNTVET,
AR TIEMZIVIFRDA S I DT Blcdhiz) . LDTD

(Laser Diode Thermal Desorption) 74>V — X% LCMS-
8060 LHEABDLEDTET. T LDEEZTOEVEER
IR LE LT,

LDTD A 7 >V —RIE A7 4 D Phytronix #L (https.//phytronix.com/)
AR LIEBERAY -V IPMEDA A > — AT
¥, L—T—BHFIcK25HHORIE. TDHD APClICL D
A A MEICK DT O IR TCOBENEFIREICLE T,
FHENE 6 VIV T L—MIT TSA BT ET 10D
L— baER L CANT AT ENABETT, LDTID A4 >V
— A& Hx LCMS-8060 DA EHHETIE. LCMS-8060 (<
LDTD A4 >V —R=EEFELIEER. Ho7LDBEEZRWN
LO/MS & LDTD ICKBBEEAME AV v R 74 )b %A
O—RFF2DHT. TNTNUEVDITEHTENTEET (M
1)o ZHUT K Y LCMS-8060 THOMXIR & 75 5L EHID MRM
BELETV. RELE MRM M52V Y 3 05T
LDTD IC K ABERANEIT DO ENAIBEE BV E T, K
Z DM, LDTD IC K DBERADITIC L ) ZARIAED DT A Y
J—Z2J0%FWV, ZTOBREZT TREDFHBITH LT
LOUMS a7 2T LB TEELE T ZDELDICLDTD A4 >
YV —2RX & LCMS-8060 DfAFHEDLEIEZDERICEDE T,
TODEL BEBPNEEAAYFLTFERTSHTENT
TEJ,

LDTD-MS/MS I K %%3 2 IV 7 Hh XA
DiERDED

_2
73/

AFETld. LDTD 1 4 >V — R % ##t LC. DUIS (Dualion
source. ESI & APCD (T KD AT = 2D MRM &il{t 21700,
Bonfe MRM b= > P 3 0% LDTD-MS LK BEBEED
ICBWE Lic, 72 LDTD-MS |2 & 2BEEDHTIIE. #)
SIWIRICAS T EFNLIEEDERR S LT RLHE
[CKBAAZZTVDEINE. LDTD 14>V —X & LCMS-8060

ZEHHPEDEBENN Y AT LZFERALE L, 2Tl

LCMS & LDTD-MS EWD ZDDRY AT L&YW EZ T
VI RDAZ = VD Lichlz Saaun e LED,

WLDTD Y R 7 Lz L LCMS 12X 5%
MRM i1t

BAICAT I VORERERBNT DUIS E—FIc&s
MRM DBt EITVE LIz, &BEICHIT2 LC &d—
%8975 FIA (Flow Injection Analysis)ic &% MRM &@{b54F
ICCTHTWVWE Lize BK21EDUIS E— FTAZZ vaEsmElb L
eI 5Nz MS/MS AT L (CE-25V) L E T,
CDEETHESRSNIEMRM F 5> 3> (m/z126 > 85,
127>68, 127>43) @S5, LDTD-MS DI T/I\v 77>
¥ EOMED S Te MRM S22 3> (m/z127 > 68) % fB

2T, LDTD-MS ICKBMZIVTFRDAZ = U DiaEiTV\E
L7z
T. Nakanishi
(%)
100 |
] 85]1
431 68.1
] 60
05 — -
25‘ 0 56 0 75‘.0 1 06 0 m/z

2 DUIS E—RIZBIFT B AT D MS/MS AT K~

ESIL APCI. DUIS D 3 DDA F MEZFEWNDIFEA S, LDTD I L 2B@R 0 7Z

RO D MRM @b &2 7ot BMEDIEROSE
. BULOMS IC X 55t 2172 C LA C Y,

LDTD-MS BBD 96 7 )V 7L — hADERDEEET T 514 H 5. LDTD-MSICL 2

EERDINDESEDN 4R TDAF /1) HERETY,

LC-MS
B . 2= R B b
Z2DNhiE%E IZ1& LDTD Sl
A F
LDTD-MS

1 LC-MS & LDTD-MS (T K 2 Z DD 0%
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W ZIVIHRMA S S > 04k

MROM IV 125mg ZFE LT 15mMLOIT Yy XY R
WI7Fa2—TIcBLET, RIC 05mL OBFAKB LT
05SmMLO7E b MUILENMZ T 1 DB LoHY 8L
F e, Iichoh LoHFEAR L THUL 0. 5. 100 25, 50,
100, 500, 1000 pg/mL DA = &% 125 L $o.
M IV EBRICNA TVWEE Y, TSI IV iEES
LT. 0. 05, 1. 25, 5. 10, 50, 100 ppm (A% LE T,
LA Z I UHDNFRDITET LD, T5IC1 9L
DY EBLE LTz, @ODBE (140009, &, 5min) <
KU IVIRPELBREE. AT AFH 200 ul £&
HEENLTHLOT YR RV Fa—TICBLET, R
200 ul B+ 1D LGEE®R (B2F0 NaCl, pH10) &ZH0A
TLoDWEBHL. TSI T mLOBBTF/ILENMA T+
DB LE Lz, KBEBEEBICODINET DT, =D
ATV AT UHNEENSEHEEDNS 4 uL %Z LazWell
TL—bF 06T TIL) ITHELTEESEE Lz, LazWell
TL—brEIDIDAF Y =Xty b LT RRBITHT
B\ FRETVE Lz

#£1 LDTD-MS DOHEME

LDTD gt
L—t—=na2—> 165% L—H—/\T— 2%
HARE :3.0L/min

MS St

t—F : MRM (pos)
AVRA—=TIARX . APCI
DLIBE 1 250°C
E—hT7OvoRE : 400 °C

W2 IVIHINAS S >0 LDTD-MS 53tk

LDTD-MS Dif&tEER 1 ([ckEoHF Lz, K3 ITRLTE
DI MZIVZITHMLIEAXAZZVOMRM 70X M5 A

=)L hiEE S LT 05, 5. 50ppm ABY) T9, LDTD
AF VYV —=RICEDT. HTH 6 LA (0.1 DLUAR) THA
SR A MEENTNB T ELDDVET, TeREE
DAZZEFILIEERZ n=3 THthLlzETA B 3
IORT KOICREFEBIRMEA RS CEDHRCEER LI T
DT EE. LDTD-MS Dl K BBEEDFH. ERIEE R
=T hEES HD0 LCMS PIFICItEY 55 W0 BEIR M
EHERLIEEEDHIDTAD T EERLTVET, WA
SUEFMUERRESARODIERZE LI, RRITEE
IS sE—rEmEEE Oy rLELE (K4 . TR
GRS IE R7=0.998 DEIFENESR CEF LIz, NS
DFERDS IV IRDA S I VLW ek ES< &
GHREIIHVTH, BVBIRYE - Bgts sbhoBsRE
EEDHHLDID-MS ICK > TITA BT ELDDYET,

A2 2212690 >68.10(+) CE:-280V

(x100) (x1,000) (x10,000
704 3
] 259 201
503 201 15
504 :
] 15 1o
404 1o :
3 0'5,
304 051 E
T DU T T

000 005 min 000 005 min 000 005 min

s 387 s 3,541 mEfE - 31,563
RSD : 82 % RSD : 4.1% RSD : 0.7 %
0.5 pg/mL 5 pg/mL 50 pg/mL

3 BV ZICHMLIEASZ YO MRM 7 AOX ~ 95 A

& (x10,000)
60 3

50 4
40 4

30 3

N N N
0 250 500 750 BE
4 MZIVIISHRIMLIEA S SV DERHE

Aig Cld. LCMS-8060 @ DUIS £— FIZ &% MRM &1t
ol MV IISRNLTeAZ 2 I LT LDTD-
MS IC K BBEERNTZITL. TOBRELEREDSEZ
MRl E Lfce TDEKDIT LEMS-8060 & LDTD A A >y —
ADEFHEDEIE DB CTHEICDTY AT L%
TIWER DI ENTED D RN DREZ LCMS T1T
o) HBHWNELDTD IC L HBEREBH AT —=2 7
DITORER % RS T WM DITEEND LCMS D % SR
T2LEW e, OO EDITEZELDIF S EHT
EET,
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LC-MS

Application
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No.C203

. EERPORB A MBI T 5 A2 03
ZEVWSHEMISEIENEE > TVET, COFEEBGRIC
ISELIEEDOR IT7—RA4R AV TF, TNET
BRETHET BEIE. AICLDBRERBRICEYUK. BY.
POLE, EMECHITMEINTEE LIc, 7— RAZR
0= 7 Ak, BRPOREEEBNICOT L. ZDHER
ENCE B EREABREDEROBRERIFIT S5 LT, £
DRIEMICERO TREOFHE - T © T#EEMRDD
BRI EI2E02EDTY,

KRETIE T — RAZROZI I ZEBVIEBRDHILER
HO—HIE LT, TIROBABS KUAT A A5 EEGE
HTICTREL. 7 /B, BB, X7LATY R X7
LA F REVOTEFRKIERBMICED K SBEEAHF SN
BZONMCDONT. BEKEI AR TS TBEDHET (
LC/MS/MS) ZRWTIRENICOIT L. SEE@BTICLY
REE L= B E BN LE T,

N.Kato Y.Inohana

W TIVE LU LERER

Yo 7ILE LTHROBREZEE (PR CRGEINTW
56M) EATA VREEEFERLE Lz, SEHORRE
KUTRLE L, £feo SY 2 AVICDWNTIEREINICS
{LEEBENT. RATRLINEBENAE Lz, BEDOR
BIZEARICBE ST, BHALFREICITONSLDICED
THEY. RBZEGOGEVEXIIELMEZEET 2 LT
LIEBICEELRERTYT, SEDOERBRTIE. BXENDRE.
BR. BNEV S EZEEBOREICHEL RIE LA REN
KRzEHRL. HmLE L,

BEMETTRE LY > IUE. 12,000 rpm TS5 EIHED
DEEL. TOLBEEBMAKTIOBEERLEED A
LO/MS/MSHHREY > Il LE Lis,

x1 Y7L

HAE-1 FEKAPSER, IERSE=50%, 77V T—)L53=15FE

PEEEE, BHE 77V O— U, FEKESE=50%,
T7IbA—)L=15E

F—RA LS UTE, BLBLLR (EFRER) 88,
7)Va—)bp=13E

BAE-2

B7A >

®2 FUTINHLBORE

RERM

A A EETICTUERIRE
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[HPLC conditions] (Nexera™ X2)
Column . Reversed-phase column
Mobile phases . A) 0.1% Formic acid in water
B) 0.1% Formic acid in acetonitrile

Mode . Gradient elution
Flow rate : 0.25 mL/min
Injection volume c3uL

[MS conditions] (LCMS-8060)

lonization . ESI (Positive and negative mode)
Mode : MRM

Nebulizing gas flow : 3.0L/min

Drying gas flow : 100 /min

Heating gas flow : 10.0 L/min

DL temp. : 250°C

Block heater temp. 1 400°C

Interface temp. :300°C
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