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k) Permethrin
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m) Pyributicarb
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o) Thiobencarb
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Estimated concentration (ng/mL)

Mg Wb Mic Md e Wf

4 1 FUEETERINE B8~ N7 AEIMEYERTR ., PR E 10 ng/mL) (IZLAHEERE
IR : a) AIHIRED 1/4 £ (2.5 ng/mL) | b) FIHIRED 1/2 £ (5ng/mL) | ) FHIRE D 1 ££(10
ng/mL) | d) #HIEE D 2% (20 ng/mL) . e) FHIEE D 4 £ (40 ng/mL) | ) FHIRED 8 1% (80 ng/mL)
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Estimated concentration (ng/mL)

Ho Wb Hc Wd Be Wf

6 1 SUEEGTINE (LY~ Ny ARIMERERIK . AR E 10 ng/mL) (2L 5#EERE
PIMBEE: a) AIEIBED 1/4 £ (2.5 ng/mL) . b) FHIEE D 1/2 £ (5ng/mL) | o) FHEED 115 (10
ng/mL) . d) FHIRE D 2 1% (20 ng/mL) | ) FIHIRE D 4 £ (40 ng/mL) . £) FIHEE D 8 £% (80 ng/mL)



16 A

14 A

Estimated concentraion (ng/mL)

B Wb Hc Wd We Wf

X7 1 FRERERINE (KN ZARIMEREEHR . FIEIBE 10 ng/mL) (2 XA HEERE
RINRE: a) FIENRED 1/4 % (2.5 ng/mL) . b) FIHIRE D 1/2 {5 (5ng/mL) . o) FIHIEE D 1 ££(10
ng/mL) | d) FHIEE D 2 {Z% (20 ng/mL) | o) MIHIEE D 4% (40ng/mL) | ) FIHNEE D 8 1% (80 ng/mL)
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JEA TR AR A & (RSO R SHEfRHEENT I 5 3E)
K 27 RS R SR

B PR RIS O SRR B T DHTSE
2. BRI - MERERY 2 TR OB FE

WrgesyiE S ) R ESERm MBS RS TEAE

TEREE

LC-TOF-MS X% U GC-TOF-MS % Fjv = 7B B IE G — & /3 2DV T %47 o 72, LC-TOF-MS
ZRAWEEREESYAEEL—F O ORET T, 82 {bEMIZ VT, FA K OFILERRITHR
ANREE 0.1 % 0N0.01ppm T 1 H 2 f#7. 5 B O S MFHERBREAT o7, WEARRERITRZ AV
TR ERNE CEB LR R, IINIEEE 0.1 ppm TIZ4EA 71 (L4 (BEHEE D 87%) . 4F
7246 (BRFHEA D 88%) TEYMFHEY AR T DEE R OWEE O BAEEE L,
PO EE 0.01 ppm TIE, HIERENEON 2 o7 4 LAY R OERREFIZE B RNEOLN
7o 2 {bEMEBROZFRA 76 (LAY, 45 78 (LEWE TS EME LTz, 2056, FH 54
L& (BREHEEHD 71%) . 45 65 {bah (EHba® D 83%) CEE REED BAEELZR-
Ule, =y 7 ARSI 2 AWV R BERRIE CEB LS A1, IINRE 0.1 X T 0.01
ppm EHITRFHE A D 9 FILL ECEE EEDO BEMEETHT- L, BRETL-2 TPz n
TERIFEIC I D o7, ZRHOFERND, —EOIEWITB W TAAALIEN AL
DD, EEHLED DRES T LC-TOF-MS HEAEB YA ERG —F oW~ BT ThOTL
WRENTZ, GC-TOF-MS & AW iR 8 BEE ST ORI T, AL PO~ Ny 7 AAEHEE R 2
W, 184 BIIZOWTERME, ©— 7 EREOBHME. RHBRECOWTRMEL 72, HhHEEiE
% 50 mDa (TR ELTZEA . SBHIEE 0.005 ppm B (— YD 1/2 BEE. REBIEK OB
g3 5B 2 g AEY/mL) (2B T, 2 B3 (bifenox & O cyfluthrin) CHIERENARELIZLOD
ZOMD 182 BIE (BEEHEE DK 99%) TIERIFSERNBON, Fe. ERBEYETIHE—
JEBURIEAT BRI R I e o7, £ HEBERIEER A 1TV, Y MEAVRENLILIE. GC-
TOF-MS £ E BT AVBIENFIRETHDHLE 2 b,

A. BFREW

BRI THRES (B B AEELK
OMEREHRIND) (B 2RV T 47V A M E 0
AN, BER 800 & B o B3R | Z L HEE
BRESNTWS, BEOREMEFIROZDITIE,
R B OBRBERBESE SN - BRTOUNERD
D, BERE B ORI E BT RS 0T IR O
MDEENLTND,

B EEEOSNT T, BRE L B&RN
7230 7E AN AT BE: LC-MS/MS 50 U S ARALE B4y
HrEt RIS TOBR LB EIZHJIE A4

R MS NTA—Z—ERETHILERHY, T—F
A2 MEOHIFKINT LY R HIE FTRE2R L &9
HIZHIRDAHEEOMBERNSH D, 2zl T,
FRAT R AL & AT 5 (TOF-MS) iX k&
DEMREIARET, FERIIE FTRE72 L& 3
WZHIBRIT < | MBREDIZRBE A FTRE ThH D, L7z
5T, TOF-MS AV R RS —FoiTiEs
FeENLT IR, REE JVRE OHEREAICITS
TENTIRELARD | AR BRI EDILROMRA
(BT AR OEMES IR SDD, TR BIEE
RAE~OHABNIIERE D20,



%#Z7C, LC-TOF-MS &' GC-TOF-MS % >
TR ERE—F OOV TR 21T,
LC-TOF-MS JEDEREE WA E K H—F o~
O AR ETCIL, Rk 26 FEEIIFRETMHIE
i —FOMTIE L 72 TOF-MS I E St it
SR RTINS LT, SRR 27 SRV, LU
BITE S B OMBMT e b 2 AV T AR ROV
EXPRICHINRE 0.1 X T0.01ppm T1 A 2 ff
7.5 BREOERIMEIGRERZITV ., SEBRIED %Y
AT L 72D THE 5, £, GC-TOF-MS %
FAWT IR B BT ORRRT TR, SRR 25 AR
BERDLWNIINAEI R ONEIED LT K% H
T GC-TOF-MS VEDFE B BEIR—F T ~DiE
FAMEZ ML 7, ARG BV ER A HE AR 0 D 2
ALV D~ Ny AEER A VT, B IRME
=7 EEOFIM, RERAFIZOVTREL
72D THET S,

B. BrFEJ5E

1. LC-TOF-MS ¥0#at
1. RRER TR

(1) BHEAEE R OGRS

TEh=RL TR E S AR S
B OAFH AT R R (BR) B 7R 88 SR IR
FiL 0.1 vol %X K O Eh=R)/v (JIE ) 1%
LC-MS Mz F e, EKBREET D ATFnEHE
FETE (BR) OB BRI A N, N-UAF L
VLT IREFOYERISR T2 (BF) Moz BEya i
BRI & Nz,

V7 7L A (ay < A) BREE, vl -z
77U BEERE K F4Y) (Sigma-Aldrich #H8Y) 2
KBRS /=) (1 DB RL b D&
7z,

(2) EYES B OEYEGSIR

BEHIE, # LIORLE $2{bAWE VW, %
RREVE S AR SR 36 (BR) © BE BB (BR) L Fote
Wi ¥ T % (#) . Sigma-Aldrich %L . Dr.
Ehrenstorfers £t % U" Toronto research chemicals £
OB R E W (BIE) o B FHE (1000
mg/L) 1%, FALEW 10 mg ZFERL ., 7Eh=RIL

(TEr=NA~DEREPMRNG EITAZ ) —
IVEINE N, N-UAF LA LT IR) 10 mL (ZWfE
L CRRRL 7o, IR G IRBERIRIL., B LaW DIEYE
F#EREAEL, 7= A TEEHRL T 10
mg/L DYRE DR AR 7=, I FATERERSIK
i3, 10 mg/L DB EDRAELERIEE T H T
FRL. 0.1 KON 1 mg/L DIEEDIRBIERETRIE
IR T,
(3) HBHRI=hTFA

T BTN INALT YT 5 (0DS) I=HhT
A, =z m A48 InertSep C18 FF
(FETAE 1000 mg) & FAV /=,
(4) =¥

FH R OAEIZ, BRI O /NGEJE TRAL
7o RN FTREZR IRV B B A R MEI0 i —
fELIzb 0% AV, FHIT 2L IKIEALTH
—fLLizb D& A,
2. E

7 —R7uat&y ¥ —JI BRAUN 8 oD
multiquick professional MR 5550 M CA %R\ 7=,
RETF AW —IT Kinematica 1+ Polytron PT
10-35 GT AL 7z, m—F ) —a /iR —&—| %
FOREAL AR (BR) 8> N-1000/NVC-2100/DPE-
1300/CCA-1111/SB-1000 % F\ 7z, 05 BRI,
DARBFEE (BR) WOT—T )V by T L ARLEE O
% 8100 % A\ /=, LC-TOF-MS . ACQUITY
UPLC I-Class }2 T} Xevo G2-S QTOF (Waters #1-54)
AL,
3. JIESAM
(1) MS &t

AA AL ESI(+); ¥ T7U—8EE 1000
V; a—2EE 20V; Y—REE 120C; it
VST AR E 450°C; BLYAEE S X 800 L/h
(Ny); == HR 50 Lh(No); 2l
Ar; alPalz )X — 4 eV{{ET /X —)
KN 10—40 eV (BT H/LF¥—) ;. A%y HiH
mlz 50~1000; V77l R (ayr<R) afi -
7 FIy ;s S fREE >30,000 FWHM  (m/z
556.2766) ; EEAAL F1ITRLE,
(2) LC &t
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A7 2 Inertsil ODS-4 (N 2.1 mm, £ 100
mm, BIFEE 2 pm, P—T ATz . A
FLRE 40C; HAE 2ul; BEIE 0.1
vol%F B K N7 h=RU/L (99:1) T 2 43R Es
L, (99:1)25(0:100) ECTOEE AEE 12
S ETITU, (0:100) T 6 R EFLE,; fE
0.30 mL/min; fREFRFEH 3R 1ITRL,

5. B OWR
(1) i

B 10.0 g ZEVEE-TZ, ZHUT T A
7 Eh=R/L 50 mL, ~FH 50 mL & OHER
1 mL Z01% 7T 1 DRRESF AR5, EARR
BRIV L2052 NZ Tl ERED AR LT,
845 3,000 EIHE T 5 SR Lo BELZE ., ~F
VBERT, Teb=NVBERRT, BT
FR=R/L 50 mL 22T 1 HEHRESFAAL
Tt ERERIBRIZIE OO BERIT o7, TER=R
UVEBERY, a7 b= NNLBLEDLHE, TEL
=NV TIERMEZ 100 mL & U7 GhH) , HhHK
10 mL GREF 1 g fHY) 280, 40°CEL T TR 0.5
mlL ETEML. ER[RICIVBEEREL,
FREEIZ 0.1 vol%X R/ A% /—/1 (1:4) 1 mL &0
2 TR,

(2) R

ODS =47 A(1,000 mg) {ZAZ/—/b 5 mL,
0.1 vol%¥ /A% /—/1 (1:4) 5mL ZIEXRIEAL
MR T, Z0hT7 202, (1) THELNE
WAL=, 0.1 vol% B/ A% /—1 (1:4)15
mL CEH L7z, BREEE L2 HIREERD.
40°CLL T TH 5 mL £TRM LI, 2z /—
/b 5mL 2002 40°CLAF TR 0.5 mL ETEMEL.
ERRIMCIVBEHZRE L, REWET 2h=
RUJL/0.1 vol%F e (1:3)1 mL (ZIRfRL CRABRIA
(1 g HEmL) & L7,

5. RY MR

LR X OFAEXRITEINEE 0.1 X T 0.01
ppm C1 B 2 7. 5 HEOEWMENGERETT-
7o BSONEELCI. BRINENR R IR S E R
W (BINEFE 0.1 ppm TIE 1 mg/L, BIMNERE 0.01
ppm TiZ 0.1 mg/L) 1 mL Z&08 10.0 g ([ZHIIL

TEUREL. 30 wMELE. [4. RBRERK
DTN TRE L,

6. BE

(1) VAEAEREYRIE & F O A i B R R (AL
R ERRIE)

REMRIER RS EERKIT. 10 mg/L DR
EIRSEYEREE T h=F/1/0.1 vol%XHE (1:
3) CHEESIRLC.EBINEE 0.1 ppm DBANT
0.025. 0.05. 0.075. 0.1, 0.125 X 0% 0.15 mg/L. %
SN FE 0.01 ppm DA 0.0025, 0.005, 0.0075,
0.01, 0.0125 & " 0.015 mg/L DIEEDIRAIEYE
ViR A R LT,

FNEN 3 L & LC-TOF-MS IZIEAL T, B —
7 HfEE VTR ERAMER L7, BRI 3 ul
% LC-TOF-MS IZ{EAL, BB Dt i E AR
B RO E SIS B OB EE RO T,

(2) = o7 ATINERAEGIR 2 F W T ffse &
BRiE (= N oo AR ERRIE)

TS REREAIE 100 uL ZAAATIUTED, B
FRMCIVBEERE L%, BEDERINE
EE 0.1 ppm DH-E1£0.025, 0.05, 0.075, 0.1, 0.125
&Y 0.15 mg/L. BAINEE 0.01 ppm DHBEIT
0.0025. 0.005, 0.0075, 0.01, 0.0125 KT 0.015
mg/L D EOIREBEEERIZEEL v Ny s
ARIMERETR R L LT,

FNFN 3 uL % LC-TOF-MS [ZEALT, B —
JHEFEE VTR ERE TR 7=, ABRIAEIE 3 ul
% LC-TOF-MS IZHEAL ., B ER D &R
BEIZEVE ST RSB DOIREE RDT=,

II. GC-TOF-MS OB
1. 3%

HRENO/NRJETRALEA LV ET—R
Ao Z—THIEIE— L TRV,

2. BERURK
(1) BHEE R O

R OB RWT =ML, TER
¥ MVES RO YT B AL (BR) ook
BH SRR IR /KT E A M AR B /K s e
BTHELIZLOR AW, LRI A,
FeHiZE T3 (BF) Mooz BB IR AREL AV



Teo YABIKER Z NV LR OV ZIKE AT A
VL FYERIZE T2 (%) O RRRE vz, AR
ML B ERTEY No 5B, 7Y T3 fnepfigi T3¢
(BR) BDETAb 545 iz,
(2) R FEATHE R B OMEVESIR

eI 1 IRLE 184 (b2 E v, &
BIRAEUE R MRMEE T3 (BF) . BAEUEZ (R |
e #i¥E T % (#k) . Sigma-Aldrich %L, Dr.
Ehrenstorfers #E &% % Riedel-de Haén %t} O
AccuStandard #-DF%RE B IR B KL Hv iz,
FEESFIR (1000 mg/L) i3, K23 10 mg ZHREFEL .
TP (AT A~ OB RN ST
RS OIRE VR 10 mL IZVAMRL TS
L7z, IRERERIRIL, & BREOBEERIREIRE
L. TR /AT (1:1) CRESRL CHRL
7
(3) WBWI=HTF L

A7 2T N INALT VL (0ODS) =05
Ak, Agilent #:8! Mega Bond Elut C18 (FE{&&
1000 mg) & AV e, 7977 AN —R /77 a
LIS H T (NH) FEE I =0T X,
VT LA L AR ELD InertSep GC/NH, (72T
A& 500mg/500 mg) & AV 7z,
(4) 0.5 mol/L V> B&KETE#K (pH7.0) DFRERL

VKR BV A (KHPOS) 52.7 g ROV
e — kB H VD A (KHPO4) 30.2 g ZEVERY . /KK
500 mL {ZEfEL . 1 mol/L ZKER(L NI A1
1 mol/L ¥ifg% VT pH % 7.0 IZFHEEL 7248, /K
X CILELE,
3. %8

RETF AP —{F Kinematica #-54 Polytron PT
10-35 GT % Fiv 7z, GC-TOF-MS i, JMS-
T100GCV (A AEF (BR) ) A L7z, 288K
FERUEEE L, BRI EUERT (BR) B oBmfi AR
R BLEERE NZJ-2DSYW % FV Ve, IEMEERE I
FOE bR (BF) oo — &) — o/ SR — & —
N-1000/NVC-2100/DPE-1300/
CCA-1111/SB-1000 ZfE A L7,
4. BIESM:

HZ2 DB-5ms (NEE 025 mm, £ 30m, BE
0.25 um, Agilent #8) ; H—FHT7L ANEHEF
FEF)— (P 025 mm, K& 2m, Agilent #£5) ;
TAF— NEMACLIRE H D 7 T — 3
FGAFT AT —NVEFELELD; TR
FE 50°C (1 min) —25°C/min—125°C (0 min) —
10 °C /min — 300 °C (8.5 min) ; ¥ A AEE
250°C; M RT77—FARE 300°C; A4
TRIREE 230°C; FxVv—HR ~UTL; ¥V
Y—ARAMRE 1 mL/min; FAE 2ul; 14>
bt EI(+); A& mz 50-550; E&EA
A R OMRERERS 3% 1 1RLT,

5. 7o rRBRIRROTRR

AT GC/MS 128D BEERE O—F R BRIE (B
W) 12BN T, QR VQEFEE L DA TRER
BRI > CRBRIA IR & TS 7=,

OENTE . =008 (B4 3000 [EER, 5 453fH)

{707,

@O0DS =T LIERE BT, EHIEEE
X SmL &L7=,
(1) #hid

200 g HEVEE-TZ, ZHIZTER=RL
50 mL 2%, 5 1| HERESFARL %, 71
V712K 1 em DESIZEN - AE AW TRE|
ATz, BB EEY, T =N/l 20 mL &N
Z. ERREFRRIZRED AR LT, kB AEL
7. b izAREEhE ., TEN=RNILEIN2 T
IEREIZ 100 mL &L7=,

R 20 mL 2829, HAb TN U A 10 g KDY
0.5 mol/L V> BAFEME R (pH 7.0) 20 mL %1% T 10
SRS, 13205 BE (BE5 3000 [EER, 5 43 )
1707,

ODS =T L7 Bh=RF/L 10mL Z7EAL.
MHIEITE -, Z0hZ7 22 EEBOT7TER=R
IWVEBEEAL, EBIZT7ER=N/L 5 mL Z¥EAL
7o BVEHWEAERY ., 40°CLUTF T 1 mL £ TRUE
BAER, BERIMICIVBEEBREL BEDE
T h=hL/Mrx (3:1)2 mL R LT,

(2) B
577 A NI —R/NH, FEI=IF LT/



=NL/MrEr (3:1) % 10 mL AL, I
BCle, ZOHT A1) THRLNZEREEAL
7eth, TER=RI /ML (3:1)20 mL (56 2
mL T 3 BEIRREUE L) BEA LR, 2K
ZERD, 40CLUTF TH I mL ECRIEIBMEH% ., 25
K[URIZEVBIEABREL, FBEWE T i/~
> (1:1)2 mL \ZHfEL CREBRISIRE LTz,
6.7 o7 2R TER R O TR

T VRBRAIE 100 L BSATIVTERD B2
REREATCRELZ%., ZEDE 0.01 GRE
f1y% B 0.005 ppm FH4) F72i 0.1 pg/mL BB
JREE 0.05 ppm FHY4) OIR-SHEHERSHE 100 uL (28
7 ABy i

C. FREGRR B
1. LC-TOF-MS JE4&H-0RwE L
BEFIZIZT 2 =R RN 0.1 vol% ¥ e %
We, B RBRIEIR OV A T2 =R L,
LC-TOF-MS (ZRBRIA#HZ 3 pL TEALZEZA,
VI BNEIND, T a— R EE— IR E
VMEE I h 0T, 2T ReTLZ 82 /L&Y
DL | B IR DS EBRIEIR D VR O FEFE 0
ANBEDFBX L2707z dicyclanil %
WTCRIBR B IR NEA BRI L, B 112
AE% 2 uL ELEE O dicyclanil O A4
ra< NI LERLUE, EFORER, T =NV
/0.1 vol%X' (100:0) . (50:50) . (40:60) . (30:70)
TIE =R BL72h o7, ZhuestL, 7kh
=RUJL/0.1 vol%¥2 (25:75) & 10 (20:80) Tl B
TR — IR B/ NDEEHIT, B — 7B M5k
LpofeZ LlzdV, SN e F ELT, AR E
3 L TIETEBR=RIL/0.1 vol%XTEE (20:80) TD
HRGRE IR B BON, LBLERL, &
s N7 2% AW TRE Z{T o722 A, 7Eb
=RUIL/0.1 vol%FEE (20:80) TIIAKRMRME D 7 3
R DVSIRMEAMELS AT HIL TLESZ & 03072,
HEAE 1 uL TiE7EF=RIL/0.1 vol% X1
(40:60) . (30:70) . (25:75) K 1X(20:80) T B 4T3
E— RN BN TEABRN DN
EAR 2 WL LB CRHBANE ootz 2

NHEDFERNL, TEF=RIL/0.1 vol% ¥ B
(25:75) RIS IR OB ELL  EAER 2
pL L9 BT e LTz, el B ERBRISIR DRI
T h=RL/0.1 vol%X Bk (25:75) & AW =456
Wi, B ORI RIRR I 0o T,

BREAMRIZ DN TL, BEIL e TOLEDIZE
T 0.005~0.2 mg/L DEFH T, ERE () N
0.990 LA E&720, RIAFRERMENEONT,
2. MR R

LC-TOF-MS ¥EDFE BB FEE L — & 04T
~OE A DOWTHRETT 570, 82 IbEWIC
DN, PR R OFIL A SRR E 0.1 KO
0.01 ppm T 1 H 2 f#T.5 HEOZHMEFDR
BRETok, BRERE FEIT, BarBRik
THPLC i2L28WAEEMREO—FRBRIE |

BIKFEW) | B L= FIETITo7-. B,

VIR BARE B O N o 7 AR B IE T T o 72,
BE -BEORKREEER 2 RO 3, Y HTHRAR
FEROWMELK 1, REBREK 2, REMNRIa~
NI LER 3ITRLE,
(1) FHEsZEw

BRINEE 0.1 ppm TiE, BEILE 82 {bEHE
TCEEARECTholz, —F . IR 0.01 ppm
TiZ. 4 LA % (cefoperazone . diflubenzuron .
phenoxymethylpenicillin /2 O sulfacetamide) T S/N
<10 L7220 +o Rl ERE R BN T,
flunixin ([M+H]", m/z 297.0845) 1%, N2 757
RBE o7, EREIIIRE o7, N7
FUURREWEREREEL T, BEBEE ENTVRY
Yo ([CsHasS1404]" . m/z 297.0824) DEHET
kAL DEEZ BN, T2, FRDOT T 7EHT
FUWTC hydrocortisone % OV sulfathiazole 23&H
(FRH) STV lad (FRZEUE9 0.005 KOV
0.002 ppm) . FANVEE 0.01 ppm ORI CIXRFME
XA E LT, T IRARE 0.01 ppm Ti
40l 76 (LA, 5L 78 (LAY EIHMER SILE
MELiz,
(2) EERVREE

IR EBRECERLULER (R2) . ININBE
0.1 ppm TiX. A 71 L&Y EHLEH D



87%) . 5. 72 {bEW (BFHb-aM D 88%) TH
LR AR T A DE B R O E O B EE
(EBE 70~120%. HHTHEEE RSD 15%3K1., =M

FEEE RSD 20%K1#) 7= L 7=, #INEE 0.01

ppm TiX, 4H 54 {LEW (BREHLEHD 71%) |

3L 65 (bEW (BEHbEH D 83%) THIEE (E

FE 70~120%. BHATHEEE RSD 25% K01, SEPKEEE

RSD 30% 1) 2 72 L7z,

— 7 Ny AR ERIETERLZREIX
OB 0.1 ppm Tl 4A 80 (L& (BrEHE
AD 98%) . 43 79 LAY BEHLE D
96%) . USINEEE 0.01 ppm TiX, 4@ 70 L&Y
(EEHMEEH D 92%) . 43 70 {bE48) (REHEE
WD 90%) TEEEEIZ LTz, ZIHDRERD D,
IR BRIECERLIZEAICBWT, RN
B 0.01 ppm TEED BIEELH-S2WVMEAEY
Mol E7RRRIFAFT AR ETHDHEE X
bz,

<Ny AR BRIECTERLER, EEMNK
Mo 721t & ¥ ( benzocaine . danofloxacin .
enrofloxacin . fenobucarb . marbofloxacin .
ofloxacin , olaquindox %% Uf temephos) |22V T4+
I~ NI AFE T TO ODS I=HT7 L5550 ]E
INFEERDIZ(F 4), ZOFRER, Wb EILER
M 70% R E720 , ODS =47 L5 BT
BN ENEEPMENREEE Z Hive,

(3) EIRME
@?Jwtér@ﬂ%—\%ﬁ“ﬁ%ﬁ)ﬁiﬁ‘ét‘u7
IROLN ol BOLNTHIRME E

0.01 ppm 8 ¥ OEINFEEINOELN T — 7

D 1/10 Kt THY , BRI 2 o7z,

Il. GC-TOF-MS #E0RE
GC-TOF-MS {£DFE BIE—F i ~DiE A

MERETT 5720, 184 EIRIZ OV TR, v

— 7 EREOFEME, BRI L OVE &R

L7z,

1. E—7mBEOBRMER ERME
TOFMS (2R Tid, it E BIEE k< 5Lk

RN E9203, WEN T LM ERBE

BOO TP EEMENMET 57 g

WHY AR E LAY TR TERpReb %
nbbd, £ZC, B E&EERETT57
. FREHPIEEE 0.005 ppm A8 O~ Ry o AEHE
Wiz 3 [ERIEL . Al HE &EiE% 10, 20, 50 X}
100 mDa IZREL T, BIRMER e — EHEOH
BLMEZ LbEg 77, 7235, bifenox &2 OY cyfluthrin 13,
WAL - b HE 818 (10~100 mDa) TIZW\ 31
DOHBE DR EREN R LT, B8 E
0.05 ppm B4 D~ R 7 ZAEHERR kA FIV N TRt
L7,

(1) Bt

HHEETE 10~50 mDa Tid. EEZHETH

V=3B s T, BRI R o 7,
THHE B8 100 mDa IZRELZEEIT 4 B
(mecarbam mepronil . metalaxyl, quinalphos) T

ERETIE— 0RO (K 1),
(2> v — 7 EREOFELME

V—JEEOFRMEORERER 2. fEROME
2 2 \ORLE, fHHEERE 50 mDa IZREL
7234 bifenox K O\ cyfluthrin @ 2 BEERAFRU V2
182 B (RETEE DK 99%) T RSD 10%KiH
D RIFR MR/,

FRHEEIE 10 %020 mDa Tk, ThEhE
173 BERER V181 BIETRSD 10%EKiELia-7,
WTNOEED bifenox &Y cyfluthrin DT
chlorthal dimethyl 25#&% iS4 9°, 10mDa Tl 8 &
T RSD 10% LA E&7potz, Thid, MIERSEYE
BLAAERBEEELOTIN, B L-EEIBKS
DHREDSIEZENR lilk%zémf:o

100 mDa ([ZERELIZH A, IiEY— 2703580
bz 4 B3 (mecarbam\ meproml\ metalaxyl .
quinalphos) & OVHIE R E BB LI oTz 2 B
# (bifenox & 8 cyfluthrin) & FR\V M= 178 BEFDH
H 176 BEFET RSD 10%KH D R4 R13E
B3, isoxathion & Y oxadixyl T 10~20%&
7otz HHE ENE 100 mDa T, 10~50 mDa
DA LB L TRIRENMEL Ny TR
MENWZENFHEMEOK TIZ OBl ob 0l
Z5hT,

LU EORERDD, EETDERT, i EEEE
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BIRMER O — 7 IO BFHMEN BV 20~50
mDa ([ZERETIONREBWNEE 2 BN, Thid,
YERE 25 FEEE AT 2T EION A ROV LA A AV
FERREIREREFEIL Th ot
2. RHBRR K CEERM

FORHIBEE 0.005 ppm (bifenox & ¥ cyfluthrin
1% 0.05 ppm) DAL PO N v 7 AEAEVR R A 3
EFIEL, #HE B84 50 mDa (5% ELTE—
JHEEZ RO, 30 EOMRH R (LOD) . 106 &
MHEERF(LOQ) ZFE L (R 2), £ORER.
bifenox K& U cyfluthrin ZFRE, RS 2 ppb
K, EERFIZ 10ppb K TdH-o7=, bifenox K&
O cyfluthrin OBHBERITENEN 19 KO 17
ppb. FEERIIZ 63 KN 56 ppb Th-o7z,

D. ¥
1. LC-TOF-MS ¥:0Rat

LC-TOF-MS {EDIR BB FEIR S —F 54T
~OEAMEIZOWTHRETT 5728, 82 {LEWIC
DT, FRAROFAERRICIINEE 0.1 KO
0.01 ppm T 1 H 2 §H7.5 BEOZY MR
BREAT o7, TDORER, —H o E 144k
FHEAZZIT WL DD, v Ny 7 AR ERRIET
ERLZSE, ISINRE 0.1 X1 0.01 ppm EHIZ
BEHMbAHO 9 B ETEE - HEOBEEY
- L BRI 2o Tz, ZRHDRE R
POEEMEEM DO KES T LC-TOF-MS B4 7
BEMHERL —Fo~EAFRETHHIL
PIRENT, A1k EEMEBEIZB O TRY R
RENAUL, LC-TOF-MS (5% ZLEEHIEICH A
WAZENHRETHDHEE Z DT,
. GC-TOF-MS DR

AL VO Ny 7 AEIEER A BT 3R
M, B EmEO BB, mHRAEIC OV TR
LTz, TORER . HHE &R 50 mDa IZREL

7oA REHPIRE 0.005 ppm B IZIWVT, &
FHEIEDHK) 99% T RFRFERNB/ON, 5.
PERERTMABR 21TV, M VREIIE, GC-
TOF-MS {E&EE&SITIZ T AVAZENTFEET
HdEEZLNT,

E. BFRERE
1. RCREHR

Saito-Shida, S., Nemoto, S., and Teshima, R.,
Multiresidue determination of pesticides in tea by
gas chromatography-tandem mass spectrometry.
Journal of Environmental Science and Health, Part
B, 50, 760-776 (2015).

Shida, S., Nemoto, S., and Matsuda, R.,
Simultaneous determination of acidic pesticides in
vegetables and fruits by liquid chromatography—
tandem mass spectrometry. Journal of
Environmental Science and Health, Part B, 50, 151-
162 (2015).

2. ERRR

HHORB #FERA T, FEBT X
REP ORI —FOTIEORET . B AR
LA 21 FRE - FHAR (2015.5)

SHOREFE RE T.FEHF. B
BN IRSPORBEHT NIAF LV ZNRT
R ORGHESITIE, 5 52 [ EE A FRMN
BaFa (2015.12)

EHEEEFE.RK T, FBHF. AL
{5 :GC-TOF-MS % FIV V7288 B IE—F T O
.5 52 BeEHEMFERINREFES
(2015.12)

F. ZnORA PEFE D HFE - BRERIRIL
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£ 1 BEHLEYORRRHLECEREA S
EBAA
k& = . REREEE |
17> {min)
(m/z)

1 |2-Acetylamino-5-nitrothiazole CsHsN3058 IM+HI" 188.0124 7.07
2 |Albendazole CyoH45N30,8 [M+H[" 266.0958 8.06
3 |Alirenogest Cy1Hg60, [M+H[" 311.2006 10.33
4 |Azaperone CygHypFN3O [M+H]" 328.1820 6.13
5 |Benzocaine CyH1NO, [M+H]" 166.0863 8.08
6 [Bromacil CgH43BrN,O, [M+H]" 261.0233 7.97
7 |Brotizolam C45HoBrCIN,S [M+H]" 392.9571 9.07
8 |[Cefoperazone CosH7NgO5S, [M+H] 646.1497 6.65
9  |Chlormadinone Co3H,4CIO, [M+HT" 405.1827 11.37
10 |Clostebol CigH,7CIO, [M+H]" 323.1772 10.43
11 [Danofloxacin CygH,0FN;O,4 IM+H] 358.1561 5.87
12 |Dexamethasone CyoHagFO5 [M+H]" 393.2072 8.32
13 |Diaveridine Cy3H16N4Oy [M+H[" 261.1346 5.38
14 |Dicyclanil CgH1oNe [M+H]" 191.1040 4.39
15 |Difloxacin CyiHigFN;0,4 [M+H]" 400.1467 6.40
16 |Diflubenzuron C44HsCIF,N,0, [M+H]" 311.0393 10.75
17 |Emamectin Bla CagHrsNO, 5 [M+H]" 886.5311 10.38
18 |Enrofloxacin C1gH20FN; O3 [M+H]" 360.1718 6.00
19 |Ethopabate Ci2HsNO, [M+H]" 238.1074 7.65
20 [Famphur CyoHsNOsPS, [M-+H]" 326.0280 10.05
21 |Fenobucarb Cy,H7NO, [M+H]* 208.1332 10.01
22 |Flubendazole Cy6H12FN;04 [M+H]" 314.0935 8.38
23 |Flumequine Cy4H12FNO, [M+H]" 262.0874 8.54
24 |Flunixin Ci4H14F3N,0, [M+H]" 297.0845 9.65
25 |Halofuginone C4H47BrCIN;O4 [M+H]" 414.0215 6.81
26 |Hydrocortisone CypiH300s [M+H] 363.2166 7.72
27 |5-Hydroxythiabendazole C4oH;N;08 [M+H]" 218.0383 5.06
28 |Ketoprofen C16H1404 [M+H][" 255.1016 9.36
29 |Levamisole C41H12N,8 [M+H] 205.0794 5.29
30 |Lincomycin C1gH34N,O6S [M+H]" 407.2210 5.18
31 |Mafoprazine CooHpgFN; 05 [M+H]" 402.2187 6.98
32 |Marbofloxacin Cy7H1gFN,O, [M+H]" 363.1463 5.57
33 |Mebendazole C1gH1aN304 [M+H] 296.1030 8.10
34 |Meloxicam C14H13N30,S, [M+H] 352.0420 9.63
35 |Menbutone Ci5H1404 [M+H]" 259.0965 9.14
36 |Methylprednisolone CopH305 [M+H]" 375.2166 8.20
37 |Miloxacin C42HgNO, [M+H]" 264.0503 7.42
38 |Morantel CioHsN,S [M+H]" 221.1107 6.50
39 |Nalidixic acid Ci2H12N,04 [M+H]" 233.0921 8.39
40 |Ofloxacin CgHa0FN;O, [M+H]" 362.1511 5.69
41 |Olaquindox Ci2H13N30,4 [M+H]" 264.0979 4.62
42 |Orbifloxacin CygHa0F3N304 [M+H[" 396.1530 6.12
43 |Ormetoprim C14HsN4O; [M+H] 275.1503 5.80
44 |Oxibendazole CyoH5N303 [M+H[" 250.1186 7.00
45 |Oxoalinic acid Cy3H{4NO; [M+H]" 262.0710 7.46
46 |Phenoxymethylpenicillin C16H18N,05S [M+H]" 351.1009 8.38
47 |Praziquantel C1gH4N,0, [M+H[" 313.1911 9.48
48 |Prednisolone Cp1H2505 [M+H]" 361.2010 7.65
49 |Prifinium bromide CppHagBrN [CpoHog NI 306.2216 8.35
50 |Pyrantel Cy1Hi4NoS [M+H]" 207.0950 5.85




x1 (9I%F)
EBAAY
feam B : TAREER |
A7 (min)
(m/z)

51 |Pyrimethamine CioH13CINy [M+H] 249.0902 6.84
52 |Robenidine Cy5H13CLNs [M+H[" 334.0621 9.01
53 [Sarafloxacin CpoH17FaN304 [M+H] 386.1311 6.33
54 |Sulfabenzamide C3H,N,05S [M+H]* 277.0641 7.63
55 |Sulfabromomethazine C4,H3BrN,O,S [M+H]" 357.0015 8.63
56 [Sulfacetamide CgH1oN,058 [M+H]" 215.0485 4.92
57 |Sulfachlorpyridazine CyoHyCIN,O,S [M+H] 285.0208 6.80
58 [Sulfadiazine CyoHioN40,8 [M+H]" 251.0597 5.34
59 |Sulfadimethoxine C12H14N,O4S [M+H]" 311.0809 7.75
60 |Sulfadimidine Cy,H44N,O,8 [M-+H]" 279.0910 6.23
61 |Sulfadoxine Cy,H14N,0,S [M+H]" 311.0809 7.05
62 |Sulfaethoxypyridazine CyoH14N,0,8 [M+H]" 295.0859 7.07
63 |Sulfamerazine C41H{,N,0,8 [M+H]* 265.0754 5.85
64 |Sulfamethoxazole C1oH11N303S [M+H]" 254.0594 7.04
65 |Sulfamethoxypyridazine C4{H{,N,O4S [M+H] 281.0703 6.25
66 |Sulfamonomethoxine Cy1H4oN,0,8 [M+H[ 281.0703 6.61
67 |Sulfapyridine Cy4H11N30,8 [M+H] 250.0645 5.61
68 [Sulfaquinoxaline Cy4H4pN, 0,8 [M+H] 301.0754 7.76
69 [Sulfathiazole CgHgN;0,S, [M+H]" 256.0209 5.50
70 |Sulfatroxazole C11H3N3038 [M+H] 268.0750 7.13
71 |Temephos C1H2006P2S; [M+H]" 466.9970 12.76
72 |Thiabendazole CyoH7N3S [M+H][" 202.0433 5.49
73 |Tiamulin CygHy7NO,S [M+H]" 494.3299 8.21
74 |Tolfenamic acid C44H;,CINO, [M+H]" 262.0629 11.47
75 |B-Trenbolone CigH200, M+H] 271.1693 8.87
76 _|Trichlorfon C,HgCl,0,P [M+H] 256.9299 6.32
77 |Trimethoprim Cy4H{gN,O, [M+H] 291.1452 5.58
78 |Tripelennamine CiHaqNg [M+H] 256.1808 6.66
79 |Tylosin CasH7NO47 [M-+H]" 916.5264 7.85
80 [Valnemulin C31HsoN,058 [M+H]" 565.3670 8.49
81 |Warfarin CigH1504 [M+H]* 309.1121 9.95
82 |Xylazine CioHigN,S [M+H]* 221.1107 6.27

—61—




15000 -

10000 -

(a)

5000 A

60000 7

40000 A
(b)

20000 A

o
o
N
o
o
~

60000

40000 A

(c)

20000 A

80000 4
60000

(d) 40000 -

20000 -

100000 §
75000 -
50000 -

25000 A

120000 1

80000 1

40000 -

2 3 4 5 6 7
Time (min)

B 1 dicyclanil ODHiHAA 7T T
AR 2 uL, AL (a) 7ER=R/0.1 vol% X2 (100:0) . (b) 7Eh=KI/1/0.1 vol%F

B2 (50:50) . (c) 7ERr=RU/L/0.1 vol%X e (40:60) . (d) 7 h=kJ/L/0.1 vol%>¥TE (30:70) . (e)
T r=RL/0.1 vol%X ik (25:75) . (f) 7Eh=RJ/1/0.1 vol%X (20:80)
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®2 HEEE (BERERE)

0.1 ppm 0.01 ppm
No. AFRRIEY = fﬁ f'_;EL iﬁ fg"
HE |HTHRE | ZARE | HRE |[0MTRE |ZAEE| HE | OMTEE | EARE | EE | HTHE | ZEE
(%) {RSD%) [ (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%) (%) (RSD%) | (RSD%)
1 |2-Acetylamino-5-nitrothiazole 93 4 11 96 4 5 86 16 16 95 10 10
2 |Albendazole 94 1 8 102 0.5 3 90 3 4 102 1 4
3 |Aitrenogest 75 3 4 84 2 3 58 4 12 84 3 8
4 |Azaperone 99 2 14 97 1 6 107 4 5 109 4 5
5 |Benzocaine 70 2 6 71 8 9 64 7 8 61 5 6
6 [Bromacil 98 4 11 104 3 3 88 3 8 106 5 11
7 |Brotizolam 102 2 7 106 2 5 118 4 10 106 1 3
8 |Cefoperazone 76 2 7 95 3 3 .2 2 2 -2 -2 -2
9 |Chlormadinone 74 3 15 98 2 5 62 7 7 100 3 6
10 |Clostebol 92 2 7 104 1 4 91 6 6 105 3 5
11 |Danofloxacin 81 5 24 53 8 13 53 14 32 40 13 28
12 |Dexamethasone 103 9 14 101 3 3 89 13 14 100 7 7
13 |Diaveridine 75 2 11 81 2 11 66 4 5 74 3 23
14 |Dicyclanil 75 2 8 94 1 4 73 4 8 91 2 8
15 |Difloxacin 83 5 15 86 3 10 77 5 9 67 13 13
16 |Diflubenzuron 65 2 33 103 1 5 -2 -2 2 -2 2 -2
17 |Emamectin B1a 97 1 10 97 4 5 86 9 10 97 5 5
18  |Enrofloxacin 93 7 19 67 4 10 69 3 13 53 16 17
19 |Ethopabate 91 2 8 108 1 2 101 5 8 109 3 6
20 |Famphur a3 1 6 107 1 4 a8 2 5 107 2 6
21 |Fenobucarb 65 5 8 64 5 9 72 8 10 65 11 11
22 |Flubendazole 98 1 7 111 2 5 109 4 10 108 1 3
23 |Flumequine 94 4 18 96 2 5 98 6 12 86 9 9
24  |Flunixin 87 2 6 104 1 3 97 3 8 102 2 3
25 |Halofuginone 70 3 6 85 2 6 60 8 8 66 8 16
26 |Hydrocortisone 97 2 7 106 1 3 91 4 11 106 2 4
27  |5-Hydroxythiabendazole 68 6 9 102 2 7 57 14 37 100 3 4
28 |Ketoprofen 91 1 6 106 2 3 100 4 5 106 2 6
29 jLevamisole 92 2 8 100 1 7 90 3 5 94 2 6
30 |Lincomycin 76 4 9 99 1 4 71 7 7 93 4 5
31 |Mafoprazine 101 1 7 108 1 6 105 3 5 105 1 3
32 |Marbofloxacin 67 6 27 52 5 13 47 25 28 33 13 33
33 |Mebendazole 100 1 7 105 1 3 108 5 8 108 1 3
34 [Meloxicam 83 3 6 88 3 3 88 6 6 88 3 4
35 [Menbutone 94 4 7 107 2 4 20 5 5 107 2 4
36 |Methylprednisolone 99 3 10 103 2 3 99 11 12 107 5 5
37 |Miloxacin 80 10 12 74 6 14 81 11 19 61 10 27
38 [Morantel 71 3 7 76 3 7 79 4 8 73 3 5
39  |Nalidixic acid 100 3 12 97 3 6 103 5 14 86 10 10
40 |Ofioxacin 79 2 26 59 7 8 53 9 10 41 21 29
41 |Olaquindox 12 8 44 33 14 27 9 6 75 39 10 21
42 |Orbifloxacin 89 2 10 99 4 5 72 5 8 74 8 8
43  |Ormetoprim 91 1 7 107 1 6 92 2 4 96 4 4
44 |Oxibendazole 97 1 7 106 1 3 99 3 4 105 1 2
45 |Oxolinic acid 87 12 20 66 4 21 76 9 15 63 14 28
46  |Phenoxymethylpenicillin 97 3 9 78 12 12 A 8 2 E B -2
47 |Praziquantel 100 1 6 108 1 3 111 4 6 110 1 3
48 |Prednisolone 89 3 6 107 1 2 92 7 10 108 3 6
49 |Prifinium bromide 93 2 8 94 1 2 N 2 4 91 1 3
50 |Pyrantel 84 2 7 88 1 3 87 4 5 86 2 3
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