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%2 ERYE (CFRk 20 4 3 A 7 HAHE S A FHHEKE) | =2 AERBEN
RN by 7 A ETML, BRER 1| EEE | HpPLe
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= ek 251 NN bR E R $15 L :Waters #t
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U ARG EERML, BB 1] & B T, TSI :

A:5mMCH,COOH-Aq
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MREIE T3 (BF) BEEIR SR Mix4,5,6,7 D 4 Ff LC/MS
(3) ﬁ'li%%ﬁ%# 2% 20LEY 48 :Waters #t Quattro Premier XE
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K1 BEORNRBERKRLFDTI—THE XERITE11 B 25 BFESEEMAIERDE

p [HERRFEREFS 08 RBEORED 118 (KBRMKBHEFOIIL—T)

Aldoxycarb,Methomyl,Oxamy, Thiamethoxam,Imidacloprid,Clothianidin,Chloridazon,Oxycarboxine,Thiacloprid,Thiabendazole,Aldicarb

BEFHEN 08 LLEI2RXRBFORED 4218 (LBEMNKBERBMOITIL—T)
Bendiocarb,Azamethiphos,Carbofuran,Tebuthiuron,Monolinuron,Carbaryl, Thiodicarb, Tralkoxydim,Pirimicarb,Dimethirimol,Methabenzt
hiazuron

B Furametpyr,Isoxaflutole,Azafenidin,Phenmedipham,Azinphosmethyl,Pyriftalid,Fluridon,Fenobucarb,Azoxystrobin,Dimethomorph,Acibe
nzolar—-S—methyl,Fenamidone,Ferimzone,Dimethomorph,Methiocarb, Boscalid,Chloroxuron,Dymuron,Iprovalicarb, Triticonazole,Epoxic
onazole,
Simeconazole,Flufenacet,Cumyluron,Oryzalin,Diflubenzuron,Iprodione,Cyazofamid,Naproanilide, Tebufenozide, Tetrachlorvinphos

HBEFHEA S 12U ELEORE 4278 (LEMNKBHEDTIL—)
Mepanipyrim,Fenoxycarb,Imazalil,Indanofan,Anilofos,Pyraclostrobin,Clofentezine, Triflumuron,Cyflufenamid,Pyrazolynate,Cycloate,
C Carpropamid,Di—allate,Indoxacarb,Quizalofop—ethyl,Novalron,Quizalofop—P—tefuryl,Aramite,Benzofenap, Teflubenzuron,Pencycuron,
Furathiocarb,Lactofen,Clomeprop,Fenpyroximate,Cloquintocetmexyl,Hexaflumuron,Flufenoxuron,Cycloprothrin,Fenoxaprop—ethyl,
Oxaziclomefone,Pentoxazone,Fenpyroximate,Propaquizafop,Lufenuron,Hexythiazox,MilbectinA;,SpinosynA,Abamectin, MilbectinA,,
SpinosynD, Tridemorph
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1 i {2 52
LELE S

1 BB

N icB T 2 HROBHBEKOEFREROEELZTET L7201, v—F7 v bXZA T v F FROREHZS
W, RRERIEN FREZ LC/MS/MS 2 AW TERRIERNEZIT o7z, B, YA TR 2 1 FEEEA 5@

HXFRAEFEETH D,

2 HHEORARE

AR AT PR 18 R E R ENE) ORMDE & RMHIEREZS 52,

MR O R (AR

WAL 21 4F 12~1 H) EfREHKD 169 f B IZ2W T, 14 OB MBI % BIRE LIS B LE—{E L= (F

1), 2B, RAHOEMITFHEMI L,

3 ®MEx
3.1 B D1~3 8., 5~9HE. 12~14#F

RE 1741 A 24 BAT&%23 0124001 B 257 EBE1 O LC/MS 12 L 5 BID —FHBIE(EEMICHET TiT-

7=,
@ 4%, 10 B, 11 B¢

AE5.0g I2~F Vv 30mL 22 Wb L=t Dlz, ~XFH a7 b=V /L 30mL2 A B 30mL, 3 A
H 30mL) & f/k Na2S0410g ZMA AT A X L7, Al LT, Efitk, PSAI =07 2K EITo 7=, &

HERER, A% /=L 5mLICTER L,
3.2 &

®1 BERBELBAIEHR ADI%

LC/MS/MS I E #1T > 72, 2% 3ICHIEEESRMNEZ, K 41240 FD P
KR EIEL K O F oAb 5 R/, Fic3 Ed%2 BE
ADI(%)
< 1 K58 -
7THRECSBE, 11 RE, 14 FEECE O FRIN B G BR (R Y L FR N J2 FE 0.5ppm 3 WiEE-ETE _
FIM)OFER A2 R 5 IR T, FHEIILET . 7TH=91.9%.8 B =88.5%, 4 HAE%E -
11 B =67.3%. 14 FE=93.9%L FIFTRGFTHH-T, 5 |58 -
6 RES 0.000088
7 BREBAHESE 0.12
5 #§ 8 | MEBFRE-EE | 0052
SHDMEEERH L-(R 2, MHEEOERRIX ADI(— H EEGF 9 SRR - BE A7 B R -
ZED D 0.12~0.000088% & 72 0 | A [EI# A L7z 40 fio faskic o 10 | R -
. 11 | N$E-OREE -
li\ %%J:ﬁ:ﬁ%@fcﬂb\l//\}l/&éj\ﬁ)ofzo 12 ?L#’E —
BEETIZ, BRHEZEORENIERED ADI (b ZBERNCER L& 2 13 %aj{ﬂl@ﬁ;ﬂ _
AEFE1D)REED 6N D 0.000088% . BF3EHE O THE. 8 HEN D 0.12%. 14 | 8K -
0.052%fE Bt & L B E I 23 53 7o 72,
2 RUBE—%
. . — BERE(ugh=3) ADI ADI Lt
Rxs i we 27 (ug/50kg A E/B) (%)
FFRET—)L HEAE 0.0044 0.0044 (6 &) 5000 0.000088
AVEXHHIILT FHRE 0.32 0.19 (7 ). 0.13 (8 &) 260 0.12
LTI ITIR FE A 0.20 0.031(7 ). 0.17 (8 &) 8500 0.0024
AINZE L p gyl 0.57 0.57 (7 #) 1200 0.0048




#&3 HPLC-LC/MS/MS ¥ & &#

A2

= &: Waters AQUITY UPLCTM ¥ X7 L. ~Waters Quattro Premier XE

A 5 L Waters AQUITY UPLCTM BEH C18 1.7um 2.1 X 100mm

% B #H: A SMMEFE7UE=VLKEBE B 5SmMEEEETUE= D LA/ —ILBRK
B%(min)=5(0)—40(1)—95(12)—95(20)—5(20.5)

HWZLEE : 40°C R OaE: 0.3mL/min EAZE: 3uL

A4 EE—F: ILYMARTL—(ESI+/ESI-) FEFVEE: 1kV 1TVRRE: 120°C

=4 BELZ LC/MS/MS 14 b&H

ey EEATY _ ETEAT Y _
REMS % W | £8Pty TR TR R Doy TR T R
%) m/z | m/z £ |TAbE- m/z | m/z S
(V) ©V) V) €Vv)
THAFHRR 41 ESH- | 3250 | 182.7 20 15 3270 | 1847 20 15
T OURAAFIL 6.6 ESH- |1 3180 | 1318 20 15 3180 769 15 35
=7V 99 ESH- | 3680 | 1985 25 15 3700 | 1985 25 15
7oAk 120 JESH-]3521 | 19009 20 15 3521 56.9 20 30
FIL AT 19 ESH- ] 2231 859 25 15 2231 | 1478 25 10
AT04 92 ESH- 13300 | 2450 25 15 3320 | 2470 25 10
ATHFIYL 98 ESH 12971 1588 35 20 2991 1608 35 20
AV AILT 111 ESH | 5281 | 2030 25 45 5281 | 1500 25 45

XY ooosRy 116 JESH|376.1 | 1898 | 20 15 | 3781 | 1898 | 20 15

X ALARE Y 30 |ESH|2681 | 1466 20 25 12681 | 1741 20 20

ALYl 49 |ESH]1202.1 | 1449 | 15 15 12021 [ 1269 | 15 30
)%\ 44 |ESH 2221 | 1649 | 20 15 12221 | 1228 | 20 15
2= 82 |ESH|2500 | 1847 | 25 10 ]303.1 | 1248 | 25 25
IFT=o0 25 |ESH]3952 [ 1690 | 15 15 12500 | 1318 ] 15 15
yaRI/OR 85 |ESH]3031 [1750 | 15 10 ]3952 | 3392 15 10
oaEJy 27 |ESH 2220 | 1038 | 40 25 12220 | 9138 40 25
STIJITIR 90 |ESH- 4991 [1077 ] 15 15 3271 | 107.7] 15 15
yaJaNy 132 JESH|]3251 | 181.1 20 35 14991 2290 20 25
TR Xy 93 |ESH|3110 | 1578 20 15 |311.0 | 1408 | 20 35
LAFYJ—IL 88 |ESH 12941 | 699 25 20 12941 [ 1349 | 25 20
DAFEILTE 75 |ESH|388.1 |300.7| 35 20 13881 | 1648 | 35 30
DAFEINTL 8.1 ESH]388.1 | 300.7 | 35 20 3881 | 1648 | 35 30
AEA R 140 JESH | 7465 | 1419 | 45 30 17465 | 980 45 65
AEA D 145 JESH|7465 | 1419 | 45 30 7465 | 980 45 65
FTREI—IL 36 |ESH]2020 | 1746 | 45 25 12020 | 1307 | 45 30
FASALT 52 |ESH|3551 | 880 15 15 ]3551 | 1080 ] 15 15
TIFIA 46 |ESH 2291 | 1718 | 30 20 12210 [ 1158 | 30 25
TR OV 122 JESH|3810 | 1579 | 25 15 3810 | 1407 | 25 35
NTEILI 152 JESH]2983 | 130.1 50 25 12983 | 980 50 30
NTEILR 157 JESH]2983 | 130.1 50 25 12983 | 980 50 30
FIor=1)k 92 |ESH]2921 | 1709 | 20 15 12921 | 1199 | 20 15
ESYVR—k 106 JESH|439.0 | 908 30 35 14390 1729 | 30 35
I2z/xHLT 94 |ESH|302.1 | 878 20 20 13021 [ 1159 20 20
2T LT 75 |ESH]2552 | 1319 | 35 20 12552 | 1239 | 35 20
TxULYJLE 75 |ESH]2552 | 1319 | 35 20 12552 | 1239 | 35 20

JIVEDR S A—H 121 |ESH | 422.2 [ 3659 | 25 15 14222 | 1348 | 25 35

IR A—IE | 131 |ESH | 4222 | 3659 | 25 15 14222 | 1348 | 25 35

PLPEY 2% 86 |ESH 4941 | 1815 20 45 14921 11795 20 45
VIR 68 |ESH]330.1 | 3098 60 30 ]330.1 |[2588 | 60 45
ANEHoLLOY 113 JESH|4590 | 4386 | 20 10 |461.0 | 4406 | 20 10
RJIxtv7 114 JESH|4311 | 1048 | 35 35 14331 [ 1048 | 35 35
ILARAYFA 140 JESH|5113 | 4934 | 20 10 J5113 [ 1133 | 20 15
ILARAYTF A 145 JESH|5253 | 5075 | 20 10 | 5253 1093 | 20 25
AFAAILT 74 |ESH|2261 | 1688 | 20 10 | 2261 | 1207 | 20 20
MNZEL 83 |ESH]2241 | 1058 | 45 25 12241 | 770 45 40
=any 1.1 ESH 12490 | 1598 | 30 20 12490 11818 30 20
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1. IFL®IC

Ao 2 (PSP @ Paralytic Shellfish Poison) Of#EA2€=% 1V 73 5HK T, &
By 7YY ML EEO THEIZONWTAEE (w7 28R ICXOVREZIToTWnD, 44
B, 7Y VESREICONTEERRLZEMm L, PEERENS PSP 23 Sz,

HItE, PSP Oty DA B L Cix, HPLCIZ X B2 0 HrES e ST 528, A, 4T
TR S 7z PSP IZOWT, Z D&MD &~ 7 A m B O R E & L CRIE DRl FF
ETHHEHWT, LCIMS/MS IZ XA ZRET LD T, ZO/REICOWVWTHET S,

2. ik

(1) 3k RE, MS2BE, ~"~27VU, 7HVU, LLEA

(2) FEAeS, - & AR EEBR B ZE T K 0 it 5 S 7 R B B A %E 5 (GTX1-4, C1-2, neoSTX)

(3) ~ v AEMRBREIE O - pRBivt BERBRIT. BV EFEREE (EASBAE) (SR L
THEM L7, AEYF A X L7=3E 100g 1C 0.1N ¥HE2 100ml # %, pH % 4 UL I
BRHEHL, 5 BRI THEBEL=REICRDETHAE LIZ, Zha, pH2.0-4.0 |2
FHEELAKZIM 2 T 200ml [ZER L, Sfps —BEROEEICKE LT, Z0 E#EA% 10ml
B Y. 3,000rpm, 10 /rfiEL L, E#EAE~ T ZEERBRICHH L,

(4) LC/MS/MS & 7Bk H AR O FH 8L e B il BRiE it » T~ v 2wt A iR 2 4ml
By, OASYS-HLB 71—+ VUV v BT (AKX 7 —)L 10ml, /K 10ml T2 T a=r7)
TH®L, 045um R 0.2um OF 4 AY 7 4 L E—TA il L7 A% LC/MS/MS 35k
Wik E LT,

(5) LC/MS/MS #l & &1k
MS/MS : Quattro Premier XE(Waters)

LC : AQUITY UPLC(Waters)

HZ L  TSKgel Amide80(JK Y — 2.0mm i.d X250mm, 5x m)

BEIFHE A:H20. B:95%CHsCN (A,B % 2mM X7 =7 A K 3.6mM ¥4 5 10)
A :B=35:65 i : 0.20ml/min FEAE :5uL

# 1. MRM HIE s D 5 ff

Precursor Ion  Product lon cv CE

[m/z} [m/z] [Voltz] [eV]

GTX1,4 412 332 15 20
GTX2, 3 396 316 45 15
C1, C2 396 316 10 20
neo—STX 316 299 25 25

(1) ~ v AR BRAER
ITHURERAE & L CTYATICIRA S RE, M2 H, ~~27 U, 7%V, LLAD I HRA
N5 2.1MU O BN HES R vz,



(2) LC/MS,/MS a5k 5
DITFICEEELORE EZDOREN2MRM 7 n~ N7 J L%k LT,
& 2. FHIEMES OYREE
GTX1 GIX2 GIXx3 Grx4 C1 C2 neo-STX
Conc(u M) 334 1.06 0.38 117 1.16 0.30 1.51

o MRM ES+ . s e
GTX1 396>316
RT=9.39
Nl GoTx4

« RT=10.45
GTX2
RT=9.24 .

N\
MRM ES+
C1,C2 396>316 o v MRM ES+
RT=7 00 neo- STX 396>299
RT=19.57
N

. #iE%ESRO MRM 7 v~ K7 F 4

72, REMERIZIZOEFETITNERENREL MRM 7o~ h 7 T ARNE LR o220,
B—H = RRL—H—TI0FICEHELZbOERIEL, 207~ N7 T 5% FIZmxrLT,
ZORERREMMEE T ICE TN HEITEIC

GTX3 THEIX 0.041u M TH D EHETE ST, e . MRM ES+
sample ) _ GTX3 396>316

4 0 RT=10.37

AlEl, PEPERED DR S PSP Ay &
LC/MS/MS 73 #HriZ L 2 et 2R AT /R, v~ U X
ERER T 2.1MU I/ 7 % PSP k%7712 GTX3
NEENTWEZERbMhoT-, 2. TOREX
0.041 M EHEESNTZ, Lo, WMEEEEFEOELE = i
mIEAFAFARRLOLH D, o, AFHH iﬁfmﬁﬁuu%)%%0>z$ggﬁ>d>gg7f&526f; . &Rt E
RO LNRWE, ZxOREERZ THHLONRBRTH D, it\ BLTE D 53 AT Gt C IR E B BE )
O, WMEMICEL THHER oA H2We, SBITEICOTEELZREE L, WEMKEON L%
BN AN
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