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MAZ LT HIEENLEBLISIWIO 8 FEOM A Al (V7 ==/ (DP), A/ K7 ==/l
7= /—)v (OPP), FT7 X%V —) (TBZ), A~HV/)L (IMZ), 7LrI4F%Y =)L (FLU), T
V¥R RrEY (AZX), BUAX=/L PYR) BLOVrt'a)rY—/ (PRP)) %, 7Tk hr=F
VLVTHH L, ¥k R Y 7 A838F00 0.5 mol/L 7 = kR E R (pH 5.0) (2L D EEHT L7-%%, Ci/PSA
HEED— R o DI L0 EERIL T, LC-MS/MS & HPLC-FL (2 X 0 4 B REABR%E L7-. 3R,
BEEBIOPHHREII TS BIFCh o7, ZOHEEHAWT, HlROEARSESL 3k A xo
FE A3 3L, /) 85BN ITE ENAFREEN I ERIDSFHE R 21T 72 & 2 A, TBZ % 343 B D,
AZX % 37kERD, PYR % 13BN D, IMZ % 36 i kKD, OPP % 2 3lkloD, FLU % 7 3k
DR L7z, DP ZfaH L7-akH 3 e <, TR EA G BE Ofbh, IR ORI EE S
AL Fo, ZOMIZEPAZ DFUTEVBE TRET OEEE LT, 24D LET 70X |
BN H T EDGI 0T AE ORI L RFEO I CRIO A ARE LI 2 A, Bihe
FNIRLZIARELTRY, REARET S 2 & THD EAI~OBEREEZIIZ Db &5z b

F—T—k: DAEDEE NFTF, BIHER, &R/ O IS T5 T LEENET LCNS/NS),
BEERRMIEEE KA OT 5T HPLCFL)

1 [XC&IC
A E OFATR E DORIEA LT HERRAT
HHE CRIKE) ZF5<BRCHERSNAMH eAl L
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Thiabendazole (TBZ)
(1978.8.22)

Diphenyl (DP)
(1971.2.26)
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NNy F N
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0-Phenylphenol (OPP)
(1977.4.30)

Imazalil (IMZ) Fludioxonil (FLU)  Pyrimethanil (PYR)
(1992.11.8) (20119.1) (2013.8.6)
Q\ N‘/%N g WOJ\
o)\%o O™ ™(cH,),CH,
CN OO c r\be
Azoxystrobin (AZX) ° Propiconazole (PRP)
(20133.12) (2018.7.3)

1 B eRIO G
2019 429 AHIE, Rl AR THRINC IO T, BRIt
FESNTND 8 FRIFDBL A B, LB 47> ZNITHERT,
Tiro ZHITREFEA R (i TH) ZRL7.

LC, 2019 49 ABIE, X 1177 8 FEEHARESD Hi
TW5. BE CANTEED DU A 2 A
THY, KA IR MNEEO—FETHD. HA R
N NERY, T AU WEECIIERN D BT
WD, DOAETIHEHLTED DL, 207
D, PRETIIENZEEERITHBTY A7 5
TN BRI, Hd - Al R R O E
#&7- TR E U CTHRE S, ZOffiHRME)
EHBIVTUND.

Bk eAIE, ffh - YIS ORI EME B\ T,
DR L RIRRI AL & L IR AEN ED DL TR
Y, WETTED DA RS REEHE | C S < E
=2V TN ER SIS, ORISR C
b, ARENFREEREREE | C 5D < s A DI
FERAENFEESALTIY, ERZBWTL, R
HO—FREROT= DI E SN DA 156 FRIARDEFE
WD 55, A E L T HER 10 A x5 s L
T, B RO Z BN L CER L T 5.

5 E RO BRI~ DIEENS, 1971 4EDY 7 =
=L DP) IZIZLEY, AN KT z=VT = ) —)b

(OPP), F7 %' —)L (TBZ), A~V U/ (IM2Z)
Lftx, IEIAVCAFR Y =1 (FLU), 7Y FA b
oty (AZX), BV AX =/l (PYR) NEEINI-

K7 B Y SRR RIS 2T - 504-0838 IR BT R AR DA - 1-1
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(X1). dodviiud 2014 FEEC 7 FEORS A B 5% %t
BL LT, Wy a~ 7T 78T NERSHE

(LC-MSIMS) & A A g & w7 =
~ £ 7 (HPLC-FL) % R =ik a2 L, 2015
RN GIER 2B Lz,

Alal, FRBRERRRH S DN A2 ST D L &
12, 2015-2018 4FEED 4 RIS LA A X
DR E NS E ED T RERG A BRI OSSR OfE
RadfiEd 5. 201847 AR & LTI
FRESh7- PRP 13, ANEICE D SHAETH D Z &
DI T8, FEREHA DX BT &G FI TR o T,
ZD1=8, Bid CHIOBE & O T LT L7 iR
FO—F B DRER A L7z, & DO
HKPEN-TZ 24D L BT 7 n A hrEUAZONT,
PR RSED— A0 DRI L 7R R & ffe Tl
. wBIS, Fi e REICEENDM0 EAIDSARIC
DUNCHA L, B BRI A 712250 U7

2 =EERAE
2.1 &

FINENGRER, 8 FROHEER LOE~ Y v
7 ADRPE~DEZEOMERIZIE, FrRILRPEDA L
U, IKBRED LB BIOT 4 ) BV DT T
AWz WIS OHTIROBE A BRI E E4UTY Ve
WZ EZRER LT BLR, 77 7akED.

2.2 EERBLURES

AZX B IV IMZ 1'% Dr. Ehrenstorfer GmbH #l5EY
JEHGABR (WHAF 99.206, 99.7%), OPP, FLU BJLX
DP [ IRl HOFA EHGRER A (W 99%LL 1) % H
W, TBZ IIFDEAIEE TR (BF) SR
A (BWEEE 99.0%), PYR [ EEHtHo> Tracesure (il
98.9%), PRP |F[AFHHALDOFRRI G (M 98.0%
Db, BMHARRAY) 2RV R, A
ih20mg ZRERICEVERY, A X/ —/IZT20mL i
TEZY LC 1000 pg/mb DIREEICHHRE L 7=, ZhaRE L
T, AX UK AR, 10 pgiml OJRAHENER
2R L CRBRIC =,

AH ) — IR T3 () 8o LC/MS H,
7' =RV, T N D NSRRI FREE R
R, KL R DA, ULERKE Y U AT
[FHERIORRRR, 7 = kT N Y 7 15 K

VIEHRERLD %, &7 A MIERERLD No.545 % FHv V.

FHET o e=w A, 07 % —/WIBs LY ()
DRERA .
BRI OFHEN FAV = 05 mollL 7 = T
(EH5.0) I, 7= Mg F U 7 A 15 K 13159
ZIEMECEVERY, 7K 900 mL IR LT-Db, 20%

KT U AR C pH % 5.0 IZHREE L, K CIERE
(21 LICU TR L 72, HPLC-FL ORBEHFHIZ Y-
0.01 mol/lL V >R —/kFA U v LRI, U UK
FEHV 7 L068g HIEMICEVERY, KIOEMHEL TIE
fifelZ 500 mL (= LGt L 7=

ARSI OFEU AN =A 7 2T U by
U570 (Cig) 71— KV > 17 A Agilent #1:54 Bond
Elut LRC-C18 (500 mg), —FL 7 I -N-7mt’
DALY B0 PSA) — kY kT A
[Alt1#40> Bond ElutJ-PSA (500mg) Z vy, 2 D7
— R »Uh T L% ZOIASERE LTV CLT,
CPSAEE— Y w3)).
2.3 %E

7— K% v X —% Retsch 1774 FI v 7 A
GM200, FEFTAY—IL ) ~1r/n7v7 - =
FA L ADEe Aa hu L NS50 & vz, LC-MS/IMS
HEEL Agilent #18 1200LC A7 A2 SCIEX #i
4000QTRAP MSIMS 3+ AT I & 45f: L TV,
HPLC-FL (ZEHEEY AT (0 S LC-10AWp v AT L%
FAVN=.
2.4 FERAROFH
2.4.1

DA E AT & RAZ L, SRR L,
Y7o RE I LI RA L by — R ety
I K VIR, Y¥EL L T200g ZIERMEZEY £
Too AR D LY R E SO, A
HERRRIZUEE L C 2009 ZIEREICED -T2, 2
UZTE h=RUA60mL 2Nz T2 HARETs A
R UT=4%, B T4 M &K Lom OIE ST - AikE
TS| Al Uiz, BRI 2 mL DK E T =
UL 20mL A R, RSETHA XL, W5l
ALz, BohieARead<C, 72 =R LT
A2 100mL & L7

FhHR 4 mL 2470, b kU 7 459, 0.5mollL
7 TR (pH 5.0) 10 mLBXUT 2 h=1V
smL ENN%, 5ofERE 5 Uiz, BRE L7k, o8k
LioKBEIE T h= N vgasorz UIT,
#r).
2.4.2 FHH

HOMLOTE =R L10mLERL 2T o
Ta=r7 Ll CPSA R — R w AL, FRET
BonERA AR L, S5ICT7Eh=FY/L 5 mL
FHEALT, @attiREs-7-. Zhucn-7% /—)u
1mL ZJ1Z T, 40°CLA T Tl L, It A bt L7,
AR ) —)UZ XY IEMEZ 4mL & LC, HPLCFL &
FRBRSR L Uiz 029 70EHmL) . ZOWiRE: S HIZ
AL )=/ UZ XD 10 EAIR L2 b D% LC-MSIMS H
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Precursor  Product
Compound =2 ion ion DP? CEY
Name (min) ) ) V) (V)
TBZ 12.8 202 175 B 3
202 131 36 47
AZX 15.7 404 372 71 19
404 344 71 35
PYR 16.6 200 107 % 35
200 82 B 3
IMZ 17.7 297 159 61 31
297 69 61 45
PRP 17.8 342 159 101 37
342 69 101 37
OPP 156 -169 -115 50 42
-169 169 50 5
FLU 16.1 -247 180 75 40
-247 180 -5 44

o | 200¢g
?Elﬂj | 7HEr=FUIL 60 mL, 20 mL
FRESFHAX
51 5iE
7=k, 100mLIZER
AT | s0mLA#ESSE

0.5 mol/LY T2 BR#Z &R (pH 5) 10 mL,
EiEFrUI LS5 e, PEFZRFILSmL

M &4 mL
SHBIIRED, 5o MEFHE

HHEE | FerSrLE

3 tz: Retention time; ® DP: Declustering potential; © CE:
Collision energy

ARk & L= (002 g 7ML .
2.5 RIESEM
2.5.1 LC-MS/MS

DP LIS 7 FEDPS 71 AL LC-MSIMS % W TRE
fL7-. LC %X Inertsil ODS4 (2.1 mm, £
150 mm, KifEE3um, P—oA T Z (KR B
ZHZ. LC OBEHHIZ 5 mM BRI T =T A (A
) BIOSMMERET E= LG/ A X ) —IVA
i BiR) W= 77 v MIB ik 15%h>
540%FETLHMTER S, SHIC140MTBIKR
DR % 95%IC -S4, 5 AR L7214, B ik
A 15%I25 LC 10 FofElf b L7z, Jdld 0.2
mL/min, FEARIT5uL & L=, MS/IMS HIEr, TBZ,
AZX, PYR, IMZ BLUPRP O 5 DR EAl% =
L7 ha AT —A T AIEDORTT 4 TE— K

ESI(+)) {2k b, OPP BLOYFLU % ESI {EDx A
T4 7E—F ESI(—) (ZEViToTe. A AV AT
—FBJT1Y, ESI(+)% 55KV, ESI(—)%Z-45kV L L, A
Ao —AEEFERAE S © 4000CE LT, SRS
FT=H Y7 (SRM) E— RIZXDHIE L. HIEC
FVWVZSRM 7 ooy a VR EE LIORLT-.
2.5.2 HPLCFL

DP DORIEITAIR & OHE NZjE->T{To72. LC 43
B X Lcolumn ODS (A& 4.6 mm, £ 150 mm,  Hi7
FRESum, (—) AP WERHI D) A2 v

CI8/PSA B o
(500 mg/500mg) | 7 EH=FULI0mLAE
FHEZRIILBEEA
FEr=FJIL 5 mLEH
n-74/—JL 1 mL
BEkRE |
| AB/—)L, 4mLIZERE
R
(HPLC-FL) 0.2 g.:ﬁ.**/mL
| AR/—)L, 10fEER
AR
(LC-MS/MS) 0.02 gt #4/mL

2 BMEO7a—F ¥y —h

7. BEFEIZA Z 7 —/L « 001 mollL V LR —Ik#EH
U WK (75:25) TRRZ V-, PiidE 1 mUmin,
HEARIT 10 pL & U7z, FBRHITEOMERHT LY, b
P RIE 248 nm, H@YEEEIE 313nm & L7
2.6 EE

TE R TR BRI K D 1T572. LC-MSIMS Gl
TE L7 7RO AN, IRAEEAR " A X ) —)v
THIRL, 1, 25, 5, 10, 25ng/mL D5 AR LT
KRR L7=. HPLC-FL THIE L7-DP %, iy
Wi A% ) —/VCAIRL, 01, 02, 05, 1ug/mL @
4 AR Ttk L7z,
2.7 FhnERERER

FLoY, LEVBIOT 0T T3 EHT 1
mg/kg & 10mgkg DIREEEL 725 K HIZHINL, 2z
NOBEETSOHT PRP 1AL 2T 1 DA E)
OFBREAT, EE L OB A R, FBIHH
EHIOEHERIEZ TR, 30 fEkEs%, 2.4 AR
WRIROFEUIE M T T
2.8 EETROEESLUHHT LY v o XOAIE
~DEEDTER

FLov, LRy, NTFOTT U EE, 2.4
AIBRIROFTHELAE TR L, BU 0.1 mg/kg (24
WL (HPLC-FL &1L 02 pug/ml, LC-MS/MS
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HIEE 2 ngimL) & 722 89 ISR A TRINL C,
e NEEHO~ R > 7 AEEERE L, T r~
k7T IZBWT SIN AR 7.

~ bV w7 ARERERIRS, USIIEIGRER 31T B la]
IR 1009 AR 2B (AVINREE 1 mg/kg 1% 20
ng/mL, 10mgkg (X 200ng/mL) &725 K512, AL
U, LEY, NFFOT T R BORETE ORRIRIZ
A AR A TSN U CRRRL U7, RIS OV g
DOE—J IR 5~ b v 7 AFEHERE O e — 2
RO Z RS, e~ b Y v 7 AORIE~DF A%
FHIE L7, 7238, 10 mghkg A4 D~ kU w7 AEHERA
Hax, A% 7 —)LTEBIT 10 f578K (0002 g #4HmL)
L TR 100060 TFH 2§~ HIREEAS 20 ng/mL 12725 K
IR L 7=

2.9 HHEEHEORET

2.9.1 pHIZ&k DIMHEZNFRDLLES

TBZ, IMZ, FLU, AZX DERFERRH -T2 A
HFED LT Zffty, BBV, 20%(Wh)7KER{ET =
U0 NERAINZ CHRN (pH7) L7-akke pH 10 48
(>pH10) & L7l L, KigfbF Y 7 L%
IR (pH 4 A (<pH4)) OEEfE & bk
L CpH DiE N L 2B ERIORH R 2 RRE L7z,
2.9.2 1BHr& PSA h— 1w SOFESRDIREE
TV DT TR, 2.4.2 RO TR
IZBW T OAEEL PSA I— KU v Vh T AOA
HEOMHAGOHIC LD AFH4 180 OBYEZ o —|2 LY
BRANR TR L, ESI(+)38 L O(—)?% m/z50-1000 (2
BIFDH QL AX YD/ ua~ NI LEHR LT,
Br& PSA 1— b U v PORSREN R ARGE L=,
2.10 BhA EFIDERERE

2015-2018 AT RIRIN D/ NE ) DI iz
BAD A E DM E /N 45 GBS L OWRIEN O/
Felh CHEA LB A& D6 IO AF BN
EGENDH CHIOFE EZ T L= 51 3EOPNER
1%, AL PR 208K, S L—F 7 — YN 11 3R EL
VEVDNI0588E AT 4 —T 40— L3k T4 208
158KE R 8akklch o7z FRESEIZPRP &
Br< 7RO EHIT, EE MHIYEX 0.1 mgkg & L
7.
211 ZOthDEBEREDERERE

2.10 BhA ERIOFERERE D 51 3D 5 Bl IR
IND/INFEIEIN DI S 472 45 5REHT DUV T, B B
DI & [RIRA AT - TR R O — FralRORATRE R
Db, B EFID PRP 368 LOMRHER S @) -T2 24-D
LT/ uA hr ORI L., BRERRD
—FaBRIIER AT X 01T, ERE FERMEIX PRP 23
0.003mglkg, FDfhod 2 fEE 3 0,005 mg/kg & L7-.
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DP Ex:248 nm, Em:313 nm
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min
M3 Htirwe~ 7T A5

(2) LC-MS/MS(FALTHERR(20 ng/mL));
(b) HPLC-FL (AT EXS%(200 ng/mL))

£ 2 INIIEIGEREROR R

Compound Orange(%) Lemon(%) Banana(%)
Name lppm®  10ppm lppm  10ppm  Ippm  10ppm
TBZ 85(2)” 93(2) 84(2) 88(3) 94(1) 90(3)
AZX 94(3) 98(2) 95(2) 93(3) 102(3) 99(2)
PYR 98(2) 99(1) 96(2) 94(4) 103(2) 97(4)
IMZ 86(3) 95(1) 90(2) 89(3) 92(3) 96(2)

PRP 799 100 - - - -
OPP 983 99(3) 984 925) 90(3) 902
FLU 97(1) 972 97(3) %3 962 9%(2
DP 90(1) 91(1) 91(1) 903 87(1) 84(2

A UNINREE. ppm=mgrkg; O BRFAIEE. 7 o ZINOETHA IR
PR n=5 OO TREROIE & FRHTAERZEE % CFRoT,
9 H[E]ORE ORGSR

2.12 MAEEDRR EREDEH EFIDS T

TBZ, IMZ DfFEHZFTRNGHSTeT AV IFEDA L
VEARTINFED T L—T T N—Y B IO TBZ,
IMZ, FLU, AZX DIERZERD 72T A ) IIED L
FUEHG, RFEREK LB LORROENZERIC
EENDB EAIEERL, B E REORA eHID
SR A ARRIE LT-. & FIRMEIX 001 mgkg & L7-.
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3 BEHFESTT D~ Y v 7 AFEHEOL

Compound  Orange(%) Lemon(%) Banana(%o)

Name lppm?  10ppm Ippm 10ppm lppm  10ppm
TBZ 109 103 105 105 110 103
AZX 105 111 108 114 110 116
PYR 113 11 107 10 112 112
IMZ 101 120 109 120 109 126
PRP 80 97 - - - -
OPP 103 98 102 105 % 109
FLU 101 98 101 101 100 103
DPY 102 102 104 102 101 104

3 SRBH R OYREEN A U-WRINRE.  ppm=mg/kg; ® HPLC-FL @
R
3 & £

3.1 RIERER

FREFIREE 1 mg/kg [ ZFEXY - 248 e AIOS5 4T
n~ T LEH IR L.
3.2 eGSR

FLry, VEY, NTFOT7 TR B -
PRONENSGRER (IS 1 mg/kg, 10 mg/kg) OfiiR-%
FK2ITURLT-.
3.3 EETROHEESIUFH~ ) vy RDEE

TV DT T 7 ERS LOVRIIEEE 0.1 mgkg
(ST~ N v AEEO 7 v~ 7T L4
\ORLTE. F2, ALY, LERY, N0~ R
7 ZRFHEDEIAEE - D fE O A H R TR
L7z (F&3).

TBZ
(m/z 202>175)

PYR
(m/z 200>107)

AZX Mz
(m/z 404>372) (miz 297>

(a) Blank
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#z4  BihERIOERFRTRRH ST LE D pH IZ X
Db

Compound  <pH4 pH7 >pH 10

Name (mg/kg) (mg/kg) (mg/kg)
TBZ 044 0.58 0.52
AZX 0.010 0.009 0.005
IMZ 0.22 0.24 0.29
FLU 0.72 0.72 0.62

3.4 pHIZ&kBHEEIEDELY

B4 ERIOERZ RN - T= L' 2V, flHRE
DpH Z 22 CERfEZ G LT AR A R 4 TR LTz,
3.5 1&#T& PSA H— R 1) D FRERSHER

TV DT7 T 7B B EANT 2.4.2 RO T
FAZBWTHEOREL PSA I— KV v T T LD
BEEDOAEOHIZ L D654 180 OEE7 n—IZ &
VL L7 BRI A2, LC-MSIMS @ ESI(H)B LT
(F)DHRMEZIBNT QL AX v ThofrLizZ u~

7T L& 5ITR LT
3.6 BAHEFIDEREREDFER (2015-2018 FE)

T A EDFEDP T EAFRRREOR R 2, 4L
IV EEDMDNAE AT K6 IR LT T
—23E @A) LEBEDRL.

A1 20 BN BERIOWRRIT, A—A T U T
Y18 FEL T AU BEEN 2B CTh o7 20 FkEkE
THHTBZ (01~41mgkg) & IMZ (0.4~3.9 mg/kg)
D 2 FEOBG A EAIHRH S, FLU 23 2 38k S i
Sh7- (1.0,1.2mgkg).

PRP
(m/z 342>159)

oPP

DP
(m/z -169>-115)  (my/z -247>-180) (Ex:248 nm, Em:313 nm)

2.0e4
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0.3]
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300
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07137125 13 135
Time, min

(b) Matrix STD (0.1 mg
1

15 155 16 165 O 16 165 17 175 ° 17

/kg)
16.6

ded 177
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by

3000
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5000

077372513 135 0718 155 16 1650 16 165 17 1750 17 175 18 185 017 175 18 185 O 15 155 16 16.507TEE I 188 17

Time, min

- AL
100
bbbl D
15 155 16 165 155 16 16.5 17 7 8 9 10
7.8 500, 2ed
| 16.1
| 15.6 0.5
400/ 04
1.5e4|
9.2
300 03
2
1ed 02
200
1 0.1
100 5000
0
7 8 9 10

4 FLrPoT TR B ER FESIRED~ Y v 7 ZEHERRO M7 v~ N 7T I

(@ 777k b) ~ R > 7 ARERETR(0.1 mg/kg)
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EE, mg'kg

i

SR, mgkg

Intensity, cps Intensity, cps Intensity, cps

Intensity, cps

b
=)

Q1 Scan (ESI(+), m/z 50-1000)

I B IR CREEBRBEAF SR T 26 27 %5 (2019)

Q1 Scan (ESI(—), m/z 50-1000)

5.0e8, C18 @ 4.0e8. 18
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1.0e8 £ 1.0e8
0.0 0.0
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1.0e8 £ 1.0e8
0.0 0.0
5.0e8, Salt out4+C18 @ 4.0e8 Salt out+C18
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0.0 0.0
5.0e8, Salt out+C18+PSA @ 4.0e8 Salt out+C18+PSA
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=
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1.0e8 2 10e8
0.0 T 00
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Time, min Time, min

EBr:

X5 ALoPDT T3 EO QL AXy LD s~ v 7T A
Cs D, W EE: : CsBLUPSA, FTFE kL Cs, TEY : M, CisBLUNPSA

Lo

o 9 N ®
o o o o
I

e =N
o o o o
I

B
e

m
7 |
A N

ZDMOMAZEDE

mFLU

BOPP
oMz

BPYR

G1

mAZX
TBZ

IIIIIIIIIIIIMMI..

6 FERETHEOREE (20152018 AERE)
EBeA LY FBeEDOMDAEFE

O AL G JL—TT—Y L LEV,SW. AT 4—T (—, Lim: A1 A
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T L= 7 N— U REOE-MONIE, 77 Y
TFEERTREL, 7 AV BEN2REL, A—A TV T
PEE AT aENENEN LB Ch -7 10 506
BB R &, TBZ 73 7 78k (0.3~2.6 mg/kg)
b, PYRM 158K 06mgkg) 75, IMZ 539 ikl

(0.8~33mglkg) 7>5, OPP A2 7kkl (0.3,1.9 mgkg)
ARVSY5 (AR =y g Wial

LE L 10FREIOPEHIOINERIE, 7 A U J1pED 53k,
FUENIRE, =a—V—F RELFET 7Y Wik
DENEN LB S Tho7z. 8 &L Bl
D SN, TBZ 73 5 54kl (0.2~24 mgkg) 726,
AZX 337Kl (04~05 mgkg) 75, IMZ 235 itk

(0.9~25mglkg) 75, FLU 35 3%} (04~1.9 mg/kg)
IRUSY [ Jant=v AWial

Lo
0.29
7S 11
BTBZ
Tr.
RA 7 oIMZ
1.33 5.26
*E \ T T
0.00 2.00 4.00 6.00 8.00
BE, mgkg

FL—Fon—y

aTBZ
oMz
6.93
I I
0.00 2.00 4.00 6.00 8.00
BE, mg/kg
LE
=1055
24 1 0.75
146
: BFLU
Tr. a
RA 0.02 AZX
aTBZz
____________________ oMz
RE 3.51
—,
| I I I
0.00 1.00 2.00 3.00 4.00 5.00

JREE, mg/kg

7 DA OFAORE L RO BRI
B ALY B SL—T T —Y, B LRV

A 4 —T 4 —1REHIA AT TIVFET, TBZ 107
mg/kg, IMZ 730.7 mghkg iS4z, T4 AFAFY
apETT, TBZ 2302mgkg, IMZ 28 1.4 mglkg fat S
7.

T 8 RABIOBEEH-IOWNIRIE, 7 4 U B PEN T
Bl, =277 NABER 1B Chh o7z, B eI
I o7z,

DP I, MAZHEBIUVITFOWThoiE)»
b bR SRn Tz
3.7 PRP, 2,4-D BXUESY AR FOEVDEEER
BEOFER (2015-2018 &)

PRP L, AlERAE LTIk 45 5B DR &
Ni=b o2 -o7-.

24D 1%, AL 18 Bk 3 36 (0.008~0.066
mglkg) 725, 7' L—7"7 10— 10 7kt 2 506} (0.009
~0023mglkg) 735, LEL 9#E 5 EE (0.007~
0.039mgkg) DSR2 8 Rk D ITR
INZehoTz.

vZ /X habeuig, S L—770—> 10 ikl
8 5k 5 0.013~0.046 mglkg DR CRaH S, 41
VD, LERVB IOV OUERIA 35 3Bk 5 13
HEnZghorz.

3.8 MAZDHEOREEREDLL ERIDS

b7 E IO FZEIRAN & - T2 A & DR & B
FEOV e EERL, AR A ~ToRER 2 7
(R LTz, = FIRME (001 mgkg) A CBAA e
DR SITATIF Tr L aed L7,

4 E =B

4.1 DHTEDREF
4.1.1 RIEFEHOEE

1972 4F, MREDAEDFHD DP Z/KBERA A
{ttgR & A a~ N 757 (GC-FID) 2LV iE
BT HIANEERE AL CLLE, /a~v N T T —%
IBETE: & T BB ORIOSHTED N DS S
T& 7. FHT 1978 400 TBZ DfRELIAIL, DP & OPP
\ZINA T, TBZ 2L U &3 DEHEEEDRL 7 e % [F]
RHZ T T 2 FHED L < HE ST E 2. HERT
GC-FID? A% Ub, T/ V) EA F Avisat &
HAZ v~ 757 (GCFID) 9, #A/na~ 77
THEEHTEE (GC-MS) M0 DA a~ h T
TEMND D&, FAPCERISHRRTE HPLC

(HPLC-UV) 6),7), ]1)-23)’ HPLC-FLH)’ 13)-15), 19)-28), 33), 36), 39),
Wik v~ s 77 7E&ESHEE (LC-MS) 239,
LC-MS/IMS? 3070 E itk 7 v~ s 77 7 % i
WD HDD 2 DIZKBISHLH. JIERFHHOIHED 728,
sa~ h777 4 —Tlde<, LERNIEE LAY
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ENEIERE L L CHW- 77— Yy gy
MSIMS & W2l b & 5723, ITFEOFIE
LC-MSIMS % = 5T 5. Alalibiibiud, ESI
7'a—7fE LC-MSIMS % VT, DP LIS 7 D
Bk ezt 22 L & L, ESI JECA AL L7e
UWNDP % HPLC-FL & AW Tt A2 & & Lz,

LC-MS/MS D SRM k7 >y = V4414, 10 ng/mL
F 7213100 ng/mL DIFEHERH A A 7 22— 2 LAAIC
KU A AL Tk L. ZOfERE, TBZ, AZX,
PYR, IMZ, PRP ® 5 ffij% ESI(+)7%, OPP, FLU ?2
FHIZ ESI(—)72%8 L C\e (F1). OPP IdfaHA A4
DOFRFEMMEL, 306 0.1 mglkg (TARS 54 L,
LBV, NTFORFE~ N v 7 AR SIN 1,
41, 59, 34 Th-7= (X3). ZDfhod 6 FEOBLH &
A, [FHREECO~ N > 7 ZEEHERRD SIN 73 200
~9700 L7020, &ffi~ R 7 AOFLEF (PRPIEA
L YD), LC-MSIMS IZX W lIlE LT 7 fEeTo
B BAIC, @' FiYHEZ 0.1 mgkg (CRRETH L
WAFETH 7= (M4 b). F7=, 7a~ 7oLk,
AEHRD~ R v 7 AKX DEEY— 7 138D B
7, BRMESED -T2 (X4 ().

HPLC-FLIZX W HIELZDP Y, Zu~ /T4 k
\EE—7 PRGN %&=9.8 min) 7%, DP &4
L TR ERISHETI -7 (M4@), (). =k
H0.1 mgkg IS T DALY, LEY, NTTO
B~ N U > 7 AREHEEHEO SIN 1, 16, 19, 13 &7¢
D, SIN 72310 LA L& 7225 TuN=72, LC-MS/IMS JHIlE
LRRRIZER FIMEZ 0.1 mokg (ZRRET D Z &M
HECTHh-o7- (X4(b)).

ERIZHVERRY, LC-MS/MS © 1~25 ng/mL
D5 5, HPLC-FL TO01~1 pg/mL D4 e L. #
BROWERE ) 1%, WIhoBih eHlE 0995
PLEEZRY, BIFRERIME BT,

4.1.2 HHEBIEIZDOULNT

B e RO AT S A AR 21, Bk
FN, TR, TREM=RNIAGRENRDD.

W TF /AT CRIOEFRED MBI TN D — 5T,
AEHRDO~ WY v 7 AOHIHIMIZ DD Z D,
BHZ GC-FID <2 HPLC-UV &\ o 738D RIE
Heana O T CIA< R ST E 72 D4 9 13, 16)
8202 HHICEA T LA VD &, iRESERMER
REL 7R DA EDHOYE, TBZ X° IMZ 72 E DR
PEDB 1 ERIDMMHEEIME T 5. 207, i
ATOFENAKER LT N U 7 AEEROEEE T N U w7 L7
EOERATIMUT, 3B P E~IEEH T 5
TEWNEREENTEREYD, —5T, Tk EH
WDHEEATE, BEMEIRIETH TBZ X0 IMZ ORI

LI EOWERH Y ¥, 3k pH g A V2
E LN EEZ LN, WEHkOL D~ R v
7 ZMMERH T S A 728, FERLZISWT TR W,
LD,

T = b U VAR & 3 D RERA R RS
DSIHHEIZ QUEChERS #2358 5 4. filittife ) S HEATIC
Ko TOKEEDBELT- %, 78 h=RUBO—H%
PV RO PSA 72 8 % N Ay HE R (ASPE)
ICR VIR 2 RETHY, WStk LT
TR BRI A HERF ST g 9.39.30.39),
7YX b= UNEHERHLTTBZ X IMZ ZHitd 258
A, ENIKER(LT N U O ARk E 2N AT pH 7
HEAT O WERSH D7 T BB, pH PR L7e< T
b BIFRREIERANMG DL T 8 5 9103039,

AlElbivboiul, BAG A @D [LCMSIZX S
FEREEO—FRE (Ba—Aalb) [0 2
PEMI] ) LIRERCHIE AT -7 9. +7abb, &kl 209
27 b= MU LEINZ TRED T A P2 L Dk
fhHZ 2 [AI9ERE L, A% 100 mLIZER L THD,
ZDO—EREFIEAH D & % FAWCTHEMT L7, Rl oD pH
TSI T/ o123, USINEIGERERODOELE DS 79%LL
F, FEXHEEREDS 5%LIN & BAFfE RS S

GFE2). L, FEBRBHD eRIMER Sz e
Z T pH PEDR A RRGE LT & 2 A, pH FiEs
LiehoTsty (< pH 4) OFEEfEIE, TBZ23pH 7
(2L T 76%, IMZ 23> pH 10 126 LT 76%I2 & & F
ST —HT, AZX L FLU %, >pH10 &% & pH7
kU CEBEDZALEA50%, 86% (K F L7z, 4
[RIORRRETIE, pH &2 HMEHTIC T2 2 &3 T 5
L DFERIME LN, OB H ERIZED TEBIC
BRESETHD (F4).

HEATIIE LT N Y T A fne 05 molll 7 = kE
B (pH5.0) LIRA L TTo7-. IRt ORsDK
JEDpH HIEIERIZERS 25 Z E DV HIL TN D A3,
VRIS 2 ORI T, TORE B4l
TRFMER L 7r T,

4.1.3 #BEH— ) v SntRst

TBZ X° IMZ 7 EOHEEN DR 7 e A, Hig—T
JUCHIH L7ot%, BRI L 0 RS2 o3 ik
M FETH 721D 2B Z Uiy U
=tV o IR AL AT — Y v 7R EOEFR
fhH (SPE) 12 & AR T & 7 v 910)17,19,20,22)
.29 20283 SfTAET dSPE A8 L Cis, il
BUEAT S IAEDHE ST 893)3).30.3),

Alalbiviboius, CiPSA HFED— MY » % v
- SPEIC L DM AEH LI-. ALy, 'Y, A
FF O AR L= 2 A, Csi— U v D |
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IR, PSA 1— KU v U0 BTG~ L 72
0, BEHEROBEM Y R ET RN o7 L
ML, F L PR TR DTN R
LY, BREERIIRET D LITTE o7
LC-MS/MS 12 LD EEIZBW T, EDkRELY
%, HPLC OOl w25kt ko~ F U >~

I A K DA A AURERA A ALPHINFIRE L 72 5.

INERGET D728, ~ NV v 7 AERERIK & s
YRR & DmEfEEO A RDT- (2 3). PRP LIStD
Bim e, 1 mgkg OFRITREIZIST, 94~112%
& Bk L 7e o7 (38 3). 10 mgkg OUSIIREE
TlE, IMZ 23 120%LL B & 727228, ZDMolis e
FllE 97~116% & BAFfER L 22572, 1 mglkg DRI
TREEORBRHE (002 g #AKHmL) (2% LT 10 mgkg
OUIREORBRIARIY, 3~ N > 7 ZAOREENR
1710 (0002 g #EHmML) THY, #Hbb~ U v 7 2D
BB T 1 molkg NN L D b/ Sz, IMZ
T120%LL EE 727Dy, BIRRRELEZ B,

Hbre PSA 1— KV v O RENR A D DT
b, ZTNHOHILS 480 OBRE7—T Q1 A
XX LPEEATY, EINENOREREN R A M DT
179 2 & T, ES(H)D QL A¥y /< ks
T LDR—AF A AHKF LIz, PSA I— KU vz
XV, ES(H)D QL AF ¥ 7 ua~ h7T LD tr=5~
10 53D E— 7 SEIMK T L, ESI(—)D t=20~23 73D
E—7 O—ERONER LT, BT & PSA — R U » VI
L ORERA T 2 Eic kY, ESI(H)E ESI(—)D
WEED 7 v [ 275 AZHT, r=10~11 4386 LY
13O —I NEALZ (X5). e PSA 17— b
U AL DA AT Z LIk, AL dil
BOWTIEEWREEZEZRB D N, LiL,
LC-MS/MS DHIERSRE LB EAID H H TBZ LA
D 6 FENAHT 5 tr=15~18 s3I iaH 2 ARk sy
DEREDAy E1TE 2720

FEEPRP 13, AL POARDFEFRTH D)3, 1mglkg
OFINENGRBROEEN 79% K<, FHEED~ RV
v 7 AEEDEE Y, 80% LK o7, DT END,
WINEGREROBEE DK T, ik~ h) v 7 2k
DA A AN LD B D EHE SN (G2, £ 3).
PRP ORI () 121780 ThHh -7 A~V
v 7 ZADHEFE 2 TGS Cdo 2 ESI(+)D QL A
DY a~ T RBIBNT, )=17.8 S HTIZERED
FOE =7 BRI, Z ORI PRP DA A AL
DFNTH D &2 BN (X5 FE) . A A Al
Z BT 57200l E BITRHRAER T RN E E
2.

UL ORI OREL, 7% ) — NV EINZT-. %

%27 5 (2019)

BHSEREZ T2 h= N U VAR E LT, DG & 2558
RAHFIC L DRI E R LIZE A, 7% ) —L %
INZ72NEAIZ DP 78 51%, OPP 75 0% & 721, [AlY
FME T L=, DP & OPP [378&UEA =< (DP 14000
mPa(20°C), OPP : 900 mPa (140°C)) ), JBILiEHE<
EFRORFHZ L VIFRTH 2 EDNMBILTND D2,
ZNERLSTZ®, HRLOHE DI, n-7F ) —
NWad—3—L LU, 40°CLL T Gl A1TH

Z & CRAFRRIEED S DT

4.2 REOHH ERIOREKR LB XY

4.2.1 EFEDBEH ERIOBEIKR

Aln|FEi L 7=4% 51 IO FEREFRA OFER, /b5
& LT 7 FOBG A BRI TN B EAF B DED 5
FREAFME A LTz,

TBZ & IMZ @ 2 Fi%, 20 iEIDOA L Ve THD
s ZL—77 00—, TBZ DERIT
64% (7/11), IMZ ORI 82% (9/11) &7e-o7-.
LEV T, TBZ ORHHFIZ 50% (5/10), IMZ Dfk
HIERIZ50% (5/10) L7p~7=. TBZ & IMZ i34 L2y
TENTRK 41 mgkg, 39 mgkg iEh, o
Bt ERNCEEASTE -T2, SR LRI OR &
MH, TBZ & IMZ 13, DOHECTITHAN A X -O8E
(SN AER A ERITHLEE2D (M6).

RSN BANFEE Sz DP 1L, SRR L
7= 51 Bt OWT D bR S o7, F
OPP |32 L—F"7)L—> D 2 38+ (iR 18% (2/11))
DIHINHDREHIC L EF o7

ZDAth, 2011 FELARE I 7= THRE St 4 TG A
EHIDH B, g L= AZX, PYR, FLU @ 3
FEOPS T EAIT, MR, FRERE L bITED > T2D
1%, FLU (A Lo VR 10% (2/20), LB
50% (5/10)) T -7z e " THRHERI E) > 7= AZX
1%, LB 3FED B S 4072 (Bit3£30% (3/10)) .
PYRIZZ L—T"7— LI EIOZMN S ORI L &
Folo (% W11). VBT, 3fEE L
DB7 EHIDFRRE LT3 4 3L L 720, oA
TOME Vo7 (X6).

—fa 5% 1980 AR L7 AL UM i OB A
OO FERETIERER (AL oV 33K, L—77
N— 515kl LV 423D 1ckD L, DP Ok
HERIL, Loy, ZJL—7710—y, LT
# 85%LL 2T, OPP ORHERIL, AL P T51%, 7
L—T"T N Tlh%, LT T TH-T-. £77,
TBZ DWHERIE, T LI 4d%, ' L—F T —
M37%, LBV TH-T2Y. AN 1996 42
W U7 1993~1994 EDFERIFNDERIAD A& -FH
33 FEIDR A EAIDOFRAFEREREIZ L 5 &, TBZ Dfg
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HIERIT 48%, IMZ OFRHI=RIT 64%, OPP OfRHERIE
520°C, DP IS TRV, FEE 575 2006 4-
(2 L7z 2004 FORZEIRN OB & - 18 7
BIOBE A RO SRR\ T, DP I 3daH]
SINTELT, TBZ & OPP OREHERIZZIEI 72%,
50% Cdhro7= B, [HA L) 2007 AT L7- 1993~
2006 = DRBIFRNOEAD N Z SFEDBLH € HID
FRREFREAIC L D L, TBZ OMERIL, AL ron
64%, 7 L—"TN—h378%, LELD15%, IMZ
ORI, AL PN T4%, 7 L—T"7 )L —"7 )386%,
LEL7)364%, OPP ORI, AL Uh318%, 7
L—T"7)L—78 26%, LELS 30% T, DP 1AL
256 BB LB (=R 1.8%) DOl
U=, ZOREHR T, 1EFHE D23 2007 AR L7z 2007
~2016 FEED KRBT DR o E-DFE 140 3ELDB
1 ERIOFRERRERAIC L 5 &, TBZ ORIHERIT 46%,
IMZ DREHIERIZ96% T, OPP 23 S =ikl 372 <,
DP &4 28 sl DR Sz b DI e -7 .

PIEOFERNG, YRR T, DA E-HEDB,
AERFIE LT TBZ & IMZ 5 HH &4, DP 25657
EHIE LTSNS Z 8T E ALK, OPP 13#
FRBARE S RIE I LT B o EHERI SIS,

AR Lo T 7 83 BIE, Bk A
Shignotz. ANEDRY 236 2 T OBIEIL TE e
VIS, ST IB OB ERIOEBERY 27 RN EF
25, Fi, WEMRA 45 38O PRP IZOWTIE, &
SRS ZFETE S LD LRI D DA DE =4
> 7 DREFREFIZIBNT, I SAvcafBh 3e 7.
4.2.2 SANAZTDFEIFERINSTOMDESE

T E DFETIREE T 5 2 E DB A& LT,
TBZ X° IMZ Dz, </ )V, F4T77F—hAF
U, NN, TarsaT X, B uX e
B EDNVABIVTUND 623,334 F 7 BREH]
D 24-D 13, FEWREERI L LT, ~F DI FEPHNT,
TR AR T2 & 2 BROICER S D & oSt
D 0,

AR, BRERO—FRBROEENDS, 24D LV
ZFr7nuA haberofEfRaemitiLz. 24D 1%, AL
Y UORREED 1T% (318), 7' L—7"7 10— DFjth
S 20% (2110), LEORHIERD 56% (B69) T,
RFFOWFERIR 8 DI S e o7z B
F7uARabEUNL, T L—TF T ORHERN
80% (8/10) T -7=h3, ALy, LEVBIUN
T OURERRA 35 5N BT S o Tz

T 53 1996 AR 2l L7z 1993~1994 4ED AR
NOBGAD M EDFH 33 TR RSED TR R FERETIAT
£5 &, 24D IHAD A Z-O8E 33 B 10 Bk

5, 0.02~0.32 mg/kg DL TR S 47 (=R 30%)
EHDH M. 24D 1307 < & 1990 HARBEAD A
T OMHICE EE CRIHSNDEEECH D B2 BN,
DIVONOFREDFERND, ITHFIZBOTHIRIARE L
THEAADAZ D DEV B TR SN D S ThH
BT ENVNES .

7o, HWHOIE, 2014 FRE TR L7 BA Ko 32
e RN C, B 7 1 A b B3 2012 4RSS
V\ZFT 7 U IIFEDDN U ESFED B ORRHAHIIN LT
HTZ EERELTND B, SEIOFEICKNT, BT
7suA kaverpmtianes L—771— 8tk
OFEHOWNARIE, 7537 7 U JpE, 1537 2
UBFETHY, AR L7727 =TT =137
AVUIPE, AXTapg, A—A N7V TENENEI
13ECH Y, HH O OWELE T DR L 72T
4.2.3 BANAZTDHEORKRLREICHTT DA
EFIEIER) XY

Alatbiviboiu, BEOBA eRIOERZE R H -
Teh &SRR T, R EREp T 2B e
FIDLFEZ A LTz, ZORER, 41 2T, TBZ
& IMZ DOREHRIREE T 2 RAHREOEIE CRA
IRPZIREL) 13 1% (B FIREAR (Tr)) Tb
olc. TL—=7T7N0—Y DRAIFLGREE, TBZ 28
1%A56 (Tr), IMZ 28 L1% CTh-o7-. LEDORA/
TRRZEEEE, IMZ 3 3.7%, TBZ 75 0.9%, AZX &
FLU 28 1%:A5i% (Tr) Th otz Eomi bR
B EFNIREREL TWD Z eV o7 (X7).

KIS DEEE NTIBNT, LEL 10 3B B
FAEEELIT, IMZ 23 L3~14%DEFHIN T~ 7278, 4
FIOFEICBNTIE, LT L—F 71—V D
IMZ 132 0FEH L b/hS < 7otz Ziud, ARl
W2 LB DR & BEEDOE RO )N 34 :66 T, A
Loy (BRE: B3i=22:78) T L—T 71— (B
B @ =20 : 80) (ZHATREDEIG B EI-T-2Z
EWN—RTHDEEZBND.

T, IAARE, AFTD, BNHN IMZ & ZORG
WNZOUN TR L7 92T h, [ARROFER:
Lo TG, iz, HFLRT L—T7 0 —Y D%k
B} & g2 FIVN T, OPP & DP OO BRI R R
teaski-& 2%, OPP 7533%, DP 7% 0.04% CTdho
7L LTn5 3. SEbIVOIOFREDRR, TBZ,
AZX, FLU CTHRAEEGREIN T 1%A50 & 72 o7 2 &
T, BEROED, Z< O OFIEEIREL T
DI AR CTE T2,

R aBRETIUS, Bl CANIGREE S D B3 s
DX HND EZEZDNDN, AL IRsL—T7
N—YTCERE T -7 b 0BT 0%
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e B WL AR BR AT

<, VEVHLEEAOWDIREE TR Z Hivd =
EDBHY, FRDHOTEYA L HERUEOIN G A E
T&E7pW. B B eAIMER S L—7" 7)1
—YEH BT LT, VBT LD BEE TR
LIEY, #EOHEST LI 25, B LRBEO;
7 eFIR &z (R - TBZ0.27 mgkg, IMZ0.04
mg/kg, Vit : TBZ0.25mglkg, IMZ0.02mgkg). =
DZEMb, FBIURFOILL)ND AT~ EAIOD
BRI TERDNETH D.

5 F&H

IO 8 FEOR ) ERIZ, T =k ULT
L, #bT b U o AR 05 mol/L 7 = P
R (pH 5.0) (ZX VHEHT L7=1%, C18/PSA i — h
Uy DIC X 0L CE L RBRIREE,
LC-MS/MS & HPLC-FL |Z & 0 Z5#rd 2 FE2B%s L
7o KRB KDY v~ 7T A HCERENETD
E—213e<, BEBIOPHTREL bIZRFTH-
7.

ZOHEE VT, 2015-2018 4RI RPN TR
FES AU TR A EDFEA3EREL L 3-8 5 kD
At 51 BBHIFRE9% PRP LIS 7 FEOBE 7 B0
Bt EFER L= 25, TBZ & 34 ikEind, AZX &
35ERD, PYR & 13kl D, IMZ % 36 il D,
OPP % 25k D, FLU % 7B b, DP %
Rt L=sBHI22ns o7z, E77, 5130k 5 Bt
1A 45 FREHTHU T PRP OFRRE RO —FFaRBROME T
ERELIZE 2 A, &2 TARHTH-7. B
ELTHRESNTWD bOLIBMNG, IHERANAE D
BB W TEVEE Tl S5 23K E LT, 24D
LT/ aA Ma UG L EDRShoT

FRHIZBH e HIOBHOIBRED &> 7= U & DD
RE & REDY 7 CRIO izt Lic s 24, iR
THRULNTCNDIEY, Bl BANTREIRE L TR
v, R ERETIUI Y ERNCIRE S o BEZ
HILD EBZ BN, BB AR~ OTEYRD ]
REMED D D EESNETH 5.

6 #H

FREEFTRERANIY, ol R MR AT AR
DRI A e L L C I SN ERE OfE
RELVFELDIZLOTHD. INEFHHAENIRZ LA
WEIRRERRO YT &, FFROINEE TS ToARRO
BT - & o 2 — DR B ORGSO
LET. F7o, EFRT— X OB T E
F U7 B - S AU - L E T

FEpTH

1)

2)

3)

4)

5)

6)

7)

8)

9

10)

11)

12)

13)
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JWREESL, (WHERL T, MEEENE, kg v
kL, OSSR t&EP O 7 ==, &
WNRT 2=V T = )b, FTRUE—LEB L
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IKHZESE, FERENR, SORAE, HREREARS : &
AP OOFRRE G (C1ARk 23~27 4FED) , IR
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DAEANDT T = =)V OTE R, M
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T x=)b, ANV R T 2= T o )=V BLOTF
TR =D, AREECTFEES, 54,
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AU EORFEPOIHER S 412 D554,
i E G, 33, 23-30, 1992.
DEFFET, AR, B, (LERsE « fii
AT DOREHORIOS3HTEE, TRkl LV BREE BT
& —FR, 50, 33-37, 2004.
EEANE, SRITAE—, JREES : GCIMS 12k 2
BEMTOY 7 2= VBLOA N T 2=/
= /) —=/VDoHT, BiETESHMES, 49, 403-406,
2008.
VesR, EAOHR, AEDE, (PR A
ORI ORI — AR E D 2 4 T,
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HEE, /IRTAE, SZAAS, BERTTIL « mndiRiR
rsa~ N7 4= X HEEP OA <Y
N, DTz, FTRUEY =)L, AV R T o
=T = )ROSR OA <YL, T
N =N DI, WA, 41, 392-397,
1995.

TAHAT, WA, AT, BNd, /M
1ERR A E AR S D 6 Fli
ORI INTIE, B B HES, 37, 187-194,
1996.

/INIERE, SO, KREFAT, Ve, SAARF
HPLCIEIZ L DR OV S HORA hov—
AR RO GRS, = EIRE BT
R, 42, 111-117, 1996.

Ito Y, lkai Y., Oka H., Hayakawa J., Kagami T..
Application of ion-exchange cartridge clean-up in food
analysis . Simultaneous  determination  of
thiabendazole and imazalil in citrus fruit and banana
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Fungicide Residues Analysis and Survey in Citrus Fruits and Bananas (2015-2018)

Tomiaki MINATANI, Tomoko HIROSAWA, Mina JOHO, Akane YOKOYAMA and Kotaro GOTO

Gifu Prefectural Research Institute for Health and Environmental Sciences:
1-1, Naka-fudogaoka, Kakamigahara, Gifu 504-0838, Japan

Summary

A method has been developed for the simultaneous analysis of 8 fungicide residues in citrus fruits and bananas.:
diphenyl(DP), o-phenylphenol(OPP), thiabendazole(TBZ), imazalil(IMZ), fludioxonil(FLU), azoxystrobin(AZX),
pyrimethanil(PYR) and propiconazole(PRP). Samples were extracted with acetonitrile and salted out by 0.5 mol/L
citrate buffer (pH 5.0) with saturated NaCl, followed by solid-phase extraction using Cisand PSA tandem cartridge
(C1g/PSA). Purified solutions were analyzed by LC-MS/MS and HPLC-FL. Each fungicide was analyzed with high
selectivity and the trueness and accuracy were good. The developed method was applied to analysis of fungicide
residues in 51 imported retail samples: 43 citrus fruits and 8 bananas. TBZ was detected from 34 samples, AZX from 3
samples, PYR from 1 sample, IMZ from 36 samples, OPP from 2 samples and FLU from 7 samples. DP was not
detected in any sample and all of the samples were compliant with the specifications and standards for Food, Food
Additives, Etc of Ministry of Health and Wealth Notification. Except for these fungicides, 2,4-D and pyraclostrobin
were also frequently detected from citrus fruits. In citrus fruits, fungicides are distributed almost in peel and removal of
peel is effective for the reduction of the exposure to fungicides.

Keywords: citrus fruit, banana, fungicide, LC-MS/MS, HPLC-FL
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