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TS AR JEA IR AT SRR R B (R i D22 R PR HEE R JE F3€)
SRR

NI R i T O K QNG G D ST iR D IEST &2 4 PRI

WHoEs s EH O f R EZEE SRR AT i BER

MEEE

RN A (EU) ~FREZERH T RO =2V ZRREIZBW T, A WEDIRHESNIZG S 1T % TR
JRRFAEDT=D D GHIEELT, OQ4RFO 2-FA YT, 4-FFTTUNEBIDN 6-AF)L-2-F 4
UI U NVINTERB X O@F ROV IV VRTINS T IEE NI LT, IR D 2-F AT
IV, &-TFFTTINNEBIWN 6-AF )V-2-F AU TV HEE, UEHIER B LN F Lo DT I TUREE
BRI A N Z T21%, 3-3— RV V7 IR CHEMRILL, YE= LU B -N-E= e R R I
BERI=DT L THRBLI-%, LC-MS/MS THIE T 5 H5ETHS. FIREROCTIHRINRE 10 ng/L T
SHTEDMEREA ML 7/ 5, B 95~100%, D THREE 5% ARTHIBIOENIEE 8% R0,
R RNGON. EEEZYETLAIE =730 0T, BIRMEICIEIT T, RooHTikix
EFE=HVTRAET 2-F AU TV RRHESNT S, 2-F AU TV ORIEERIZEIDb D0, 7
7T R E G etk 5 2 T LIC LD ORI S R L TR RSB L. FIRP O
LY N NBRT N A (BT )=, AT ) —)v, BT I57 /0 BLXOETIL 0) ik, kNS
B-rnrm=—BTIUNVANT 72 —EE Mz THREERENKDZIRLT 14, AL)T T4=T4—7
ATHRL, LC-MS/MS THIEE T2 HETHS. FIREROCTHRIMEE 1 BEO 2 pg/L THONTED
PEREZ REAMI L7248 5, B 92~101%, D THEEE 9% R B L ORI EE 13% ATE720, BAF/nkk
RPEONT. EREYHETLIE—2ITROLT, BIRVEICHEIT R0 o7, ROHiEITE=40
TREBENZBWTUY IV IVERT VN AR RSN GAS, BT/ — O HIcEcb 00, 730y
AR ATFY SN F R B 72 282 KA O BT 5 5EE L TR EB 26T,

SN YLy 1
(—f#) BARE RS2 —
A VAR
(AR LA, ML (R
A BB

RN 8 (BU) ~D 4= S5 O B ) M £ 5 D i
HHZBERL T, BN GRS B L ORI (EU)
2017/625, KM Z B &= ZAE LRI (EU) 2022/1644
BLOWRINN ZE B2 FEha kA (EU) 2022/1646 (23
SEBREMET=2V 7 EEERL, A WE
(AF NN, PUHRIREE, A7 uANE, B/

—NEEGDLY IVIVIET IR, B-1EENEE, 70T
L7 z=a— VEOETOMOEEILYE) BLO B
WE (BUE e R, B il A, BR A, 8
WA, FEAT AR RIES, Flars V0 L3,
Z DM OELBTENEWE) OE =XV T REEITD
VERHDH. B WENE=2V 7 50 (g, &
%) oSN A TR E AL, i
fE% i L= A IR R OFE R RO BINLD. —
¥, A WESBHENEZHAE, RNEZHELT
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VER R EZLHDETOM, BU ~fitH 42281
TR0,

Hhektgrl Uz AWEEL THHRIRIED 2-7F
A7 (Fig. 1) AT~ —VERB D, 2-F
AT NVEOH R Z G258, kT
KODPRFFSNRT L2720, FERATTE A E
BEAHNEZEDHHTHWLNAZERHLD, K
BOR FERLIERBN TS, Fiz, 2-F4T
T VOVIZEEE A A FEHE B (TARC) (2B W T
Group 2B (T3 FHS AL, NITKT DFEDAMED R
NCW5. ZDIH7eZkn, BU Tl 2-F4U7
PVEOHFFR IO 3k Eh TR,
EU ~4WEH 5B 3T =2V T RA N K
DHHITND.

BLE, EU TiX 2-F 47U 73 /1 IZ Maximum
residue limit(MRL) 35 X U8 Reference point for
action (RPA) [ZF% E S TWRWAY, DRI K
Y R R © minimum method performance
requirement (MMPR) ZZ #1240 10 pg/L 33TV 10
pgkg EFTHTEDBREINTND. LINLARND,
2-FFAUTUNERNEIHEALTNRSTS, 77
TR & & iR 52 D E PR 10 pg/L EA
ERHENDHEERDD. E=XV T RAEIZE N
THDORNE 2-F A7V 10 pg/L LA B H
SNTHEIIAEFE AL O, 77 7T F
W% & Lk e 52 122 LIc 820 O ERE
FTHIEDRDONDS. BIRDIOIZ A WE DR
SN G, RNZREL CRERFEREDET
D], EU ~FRZE T 523 TERW D,
TR IR K 2 E DT IEOMENL AL FN TN
5.

2-F ATV ORI A ORI BT LIS
BIL T, Blokland & VI 2-F AU T a2 b
Lz, 77 7T FHE Akt e L TH 2 72

BTl Z B BER IR DO ASAF~— T —%
R, ZORR, 2-F AU I7v Ve 5L
B, 2-FAUTVNBID 6-AF N2-FHUTY
v (Fig. 1) SN, 4-F AT VS
pholo. —J, 77 7T R AR L T %
WA, 2-FF I N BLO 4-F AT LN
RS, 6-AF N -2-F AT M id &g
ST AT, 4-F AT, 2O (Fig. 1)
B 2-FATTINORHY TIZRNEB X B
7. INBORERNG, 4-F AU TV R,
6-AF I 2-F ATV VRIS N2 T 55,
2-TATTU N OBHITRIEMSEFIZLDH DT
RWEHIETTE DL mS L. LR, 2-F
FUTLATINAT, 4-FFUTIINBLY 6-AF
NW2-TFTHTFTUNEFH TR, 2-F A7 v
DAREMAICEDL DM, 777 R EE T
fAgta 5 2 722 LI LD O E BT 52 LM A]
RELE X BILD.

ZOMDOAREXRELT AWEELTET ) —
WV A(0-ZAL) DV NV VERTZ VNN B D, a-
ZAL I, BAETIIINETEYHIERELELT
BRI LTV, WA CIRIE B R
ElhRotkEE2 BEL TERSNDZERHY,
KE, BT HBIOZEMEIZEBN T AR
H5NTW5. —J5, EU Tli, BROAEFEICBWT
EEEE HAEL T a-ZAL DRV E Al ff
H32528, BIOZNLEZHERL-EHMORERAD
AR IEI N TS,

o-ZAL #5958, BTF7 /2 (ZAN) BLO
ZL7 ) — )V (B-ZAL) IR SN Z &N BiLT
W5 (Fig. 2). LIsL72D, o-ZAL 2 FHL Tu/s
<Th, fiEEA Fusarium JBEOEFIZL-> THEAS
NnN5¥771L /2 (ZEN:Fig. 2) D~ Afakx v
(ZHFVDT LR NI GRENTNDE a-ZAL, B-
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ZAL BE O ZAN SN D5 6085, =X
Vo THEICBWTLY L VBT 7 D
ENTHAITRIK D a-ZAL O 512X 580 Tl
RN ERHLINIIRDET, EU ~FRAZEG T

AW TERNW, a-ZAL OfFERICEAL DN,

YV LR ATTH S TR AR IR L T2 2k
(2R Db DB IR TED T IEOHENL L
FNTND.

ROV IV VERT 7 AR S T
AN, a-ZAL OFEFIZEDE D0, 7HIT AR
ATHRSNT BB AR 7228108 20b D%
BT 25 EELT, a-ZAL, B-ZAL BXUY ZAN
DFnL, ZEN, a-¥7 7L /— (a-ZEL) BL D -
77V /—)v (B- ZEL) DFn%& gL, a-ZAL, B-
ZAL BEXY ZAN OFIO F @ WA a-ZAL
O R HFR B2 5 ERRE ST,
LinL, RFEZS TN A s 6 (bh
MEZun, K0V ED I RISILEYEZ IV, H
D a-ZALZHEAL TOBIZH b b, kLR
LR (Al R) 2 FIF57-01201% a-ZAL, -
ZAL, ZAN BJE O ZEN Z43#7L, o-ZAL, B-ZAL
BLO ZAN OFnL, ZEN OREEA LT, a-
ZAL, B-ZAL BX O ZAN O REWHEIT a-
ZAL DERDBFEREHWT 2003 BNEEZHIL
5.

ZZTC, RWFFETIE, EU ~O4-Wig RO+
=XV TRAET2-F ATV BRHESNT 6
(2, TORKRMAECHE LR IRP D 2-F AT
IV, T TNV BEIN 6-AF)V2-F AT L
SRTEAERENLL, ZOMERREFHE L. F7z, =
VTR CLY VY VRS I N R SR
A, TORIKNREICLETR PR OLY L
VIVEEZ 7 N HA (0-ZAL, B-ZAL, ZAN 35 LY
ZEN) Wrika ST L, = OMEREZ ML 7=,

B. B 4L 5%

[1] 2-FF YTV, &-FFUIFTVNBLV6-AF
NW2-F AT NG

1. 7k

PRz IIREE, 57 3,500 [BIHAT 5 yfHiE
DB, ElAazipteLT.

2. kR AT
2.1 FRHKSE

T h=k/L: LC-MSH (B /L2 H)

TRYh=RIL, A% ) —)b, R, HilR, Vo e
KFEBVT L, KEEET NI I Rl (8 L7 A0
DT HAR )

T )= 5 (99.5% : AL

U BRAKFE ZFNIT A KFY: 54T
(Merck )

TF L DT IV MERE T NT A K
ARERFZE A (R 22 FE L)

3-3—R_ U7 aIR (R bRk T3E5)

DR PUN-E AR R A A
=77 2 :0asis HLB (150 mg/6 mL : Waters$)

AT T T ANE— PTFEV U U7 (V4 —
(0.22 um: HEREF R 2 L)

1 mol/LY > EEFEF K (pH 8) : Uk /KB AV
221 gB LK E MY L KFI86.3
glZKEIMZ TRD L NOIEMR%, KEMZTE
12500 mL& L7z,

6 mol/L/KFER{tF R AEHR - AKER{bF R A
120 glZ/KRZ A T fE%, KEN 2 CTIEMEIZ500
mL&L7z.

0.25 mol/L=F L7 I PUFEBRVATR : =F L
VUT U MAERR N D A KFI9.3 g2k
80 mLA NN % 7=, FFEL7e2356 mol/LK (kT
R AR CpHES.OIZFHEE L, &51TH91057 [
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FHRL CIRfRt%, KEIZ CTIEfEIZ100 mLELT-.

3-3—RRUUVT IR AR ) — VIR 33—
RV 7T EIR20 mglZ AKX ) —/v8 mL&E M2 T
iRz,

22 FEYES

LI F A e L Tl L7z

2-FTF 7T 0 #iE£99.91% (Toronto Research
Chemicalsf¥)

4-FF TV EE9R.9% (Merck )

6-AF )L-2-F AT L #iliJE98.3% (Merck i)

[BC, PNy -F AT L ([BC, PNy -2-F AT
V) 97 % (Toronto Research Chemicalsfi)

[C,PNo]-4-F AU 7L #i[£99.3%
(Alsachimf)

[13C5,5Ny]-4-ER 33 22- AL B 7 h-6-AF )L E
VIV ([PCs, "Ny ]- 6-AF L2-F AT L) il
J£99.8% (Alsachim L)

2.3 FEYEIRHR

2-FHTTUIN, AT HT TV, 6-AF )L-2-F
FTTUV SRR AE L HI0 mgEAE L, =& ) —
JVIZIAEL TENZ 100 mg/LO I FE DR %
FHERILTz.

[BC,PNy-2-F A Z o n, [BC, Ny -4-F 405
TV, [BC5, PNy 6- AT L2 FH T T L KA
YLl mga W FEL, =& ) — VISR T2
A150 mg/LO YR L DF R A s E LT
2.4 IR HE VAR 35 OV A T VA Ik

W FAEAEV R - 2-F A0 TV VR HE R, 4-
FA T NEREFIR B L 6-AF )V-2-F 407
VIV HERIR IR G 1%, =%/ — /L TARL 0.1
mg/LEE MER IR A TR L7z

BN NAEHESIE : [°C, SN ] -2-F A D T2 VN
FEYEJFR, [BC,"Nal-4-F A7 7 3 )L INEE HE UK
BEO[EC5, 5N, 6-AF /L-2-F AT L NEHE

IR Z IR A%, =%/ — /L THRL Tl mg/LNAE
IR LTz

3. HEE
o — &) — T R —&— :N-1000 (B L B b 25
Fil L)

3504y BER : H-60R (=74 1)

pHRF: F-72 ()

REDTHIR A : BT101 (v~ hEFFERL)
4. LC-MS/MSHlE St

R~ K777 Nexera X2 (& HEERTHRY)

B &5 MRt Triple Quad 6500+ (Sciex ) (—8
DOFRFFE Triple Quad 5500 (Sciexf¥) Z H N T{T-
7=.)
4.1 LC&AF

3T 777 2 : Shim-pack Scepter C18-120 (PN %
2.1 mm, £ 100 mm, K7 -£% 1.9 um: SEHEE
i)

BN A 0.01 vol %lERR, BiK 7 Eh=F/L

P 1 0.4 mL/min

77 h A 10 min 30%B, 2 min 38%B, 4.5
min 38%B, 7.5 min 95%B, 9.5 min 95%B, 9.51 min
30%B, 14 min 30%B

EAZ: 1L

17 MR 1 40°C

PRFEFIRER] : Table 1IZ/RLT-.
4.2 MS&fF

AHALFE—F ESI(—)

HAET—F EREE=4D 7 (SRM)

AF AT L —EJE:-4500 V

b—2—i 1 650°C

X T TAW =T A 225, 40 psi

H—TR I A 285, 70 psi

aVVar WA EH

SRMZ:: Table 1127”7~
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5. ARBREE IR OFR Y
5.1 HijLBR

FAER2.5 mLAE O (15 mLA) [CEREL, g
10 pLEBLTV0.25 mol/L=F Lo o7 TUFEBRIR
100 LA CRA L.
5.2 FHEMRACSOG

5.1 THELINTIAIRIZ] mol/LY TR kR % (pH 8)
7.5 mLBLOB3-3—R D7 IR A% ) — )L
WRE250 pL& Nz, 40°CO K605 MIRES
L.
5.3 i

52THRONTBISHE R, HHINCHAY ) —)V5
mLBLOKS mLCar s va=r7Licve=
NRPUNEZ AR R RS EI= T A
[Oasis HLB (150 mg/6 mL) [\Z&fafL7=. OB
Z7/KS mL TV, PRiREI=hT7 LA LTz, K
5 mLIBLUUK/ A% 7—/v(3:2) 5 mLCIAREEFL
721, 105 L7, 7'r=RI/L#)25 mL C&
HL, 827722325 mL&) 220721, 7k
F=RILTC25 mLIZERL, AT T T4V —T
A UT=H Oz BRIE R E LT
6. &

7K2.5 mLIZHEf£10 L33 L TN0.25 mol/L—=F L
DT IV IUFRRE VSR 100 LA Nz, AEHERRIR S &
OWNIEHERIR 2 I L7214, ERITIES 28 LW
53012HE0, 0.5, 1, 2, 5B L VN0 pg/L (N EE R
HRIES pg/L) OO FE D NAE IR A5 A IS I 2 i
L7z, ZOW®HE1 pLZLC-MS/MSIZIEAL T, 155
MIZ[BC PNy 2-F A T T ALK T B2-TF AT T
b, [PCPN-4-F AT T AT T B4-F A
FUIBIOPCS,PNy-6-AF V-2-F AT T v
IZXE T 26-AF V-2-F AU T DOE — I HFE
ZROVTHREREMER L. 3BRIATK] nLELC-
MS/MSIZIEAL, f B HNEEEEEIZ LD 2-

FATTIN, AFF T TN EBIN6-ATF )L-2-F
FOTVNDOEEEFEI L.
7. <N 7 AREREVRIR

IR 2.5 mLErn—Z)— =T /KL —
4 — (40°C) TIRMERLIE L, 2-F AT TV, 4-FF
IV BE - AF IL-2-F AT L IREHEYE
A2 (0.001 mg/L)2.5 mLEMZ CTAfRLT-H D%
~ N7 ZREEES R E LT
8. MERERFAMm AR

PR 2 P G TRINR FE 10 pg/L CHERERT Al aABR
EIEELZ. [RMPICERETORIEFICETS
REEDO L T AT AR T AN DN T (Y
PEFH T AR T A ) 129> TLH26/T, SHE D
By I IVEBRZATV, BPERE T A—F %KD T,
A PR %S UHE - TR AT o 72 18, WINTAE
HEVAR (0.1 mg/L) 250 pL3s K ORI AR e
#Z (1 mg/L) 125 pLEdIL7=b D& TMEEE L
THWE. 728, BIRMERBINOEEH K EE 2
HIVD2-F AT D — I R ENT=20,
2-FF TN DN, IRIEREINSH/LR
T2 I TEAE B BEAN R O M E 2 725 VT fiE
ZHWTEMER T A2 E R L.

(2] VAT TN AT
1. 508
FRESGRGLIER, LBHETRILT:.
2. @K 3K
2.1 FEYES
PUTF AR HE &L TV,
B-ZAL FEHES M 99.22% (Merck )
ZAN FEVE S R 98.0% (& L7 A /v A F056HG
$KHY)
ZEN fEHE S HiE 99.5% (Merck HY)
o-ZAL FEHES HE 98.6% (F L7 AV Akt
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iR
22 HW¥EZE

A% )— v FRRE SR A (B A HY)

AR =)V mdiR s~ 77 (L7 A
SV LTS

Ter=N v EmEE A e~ 57— H (B8
FAbF 8

WEfe, WEBE T RY D L, BEEET E=0 L FRk
(B b7

B-rnru=5—8/ 7YV AT 7H—E (Helix
pomatia H12R) : A2{bF FH (Merck )

AN T T 4 =T 4— 17 ) :ZearalaTest WB
(VICAM )

AT F 7 44— :Millex-LG (0.2 um, Merck
%)

0.25 mol/L FEl& T M) LETEHE (pH 4.8) : FElE
FRIT L 4.1 gZED, K 200 mL 212 CTEADL,
FEREC pH % 4.8 IZFRELT-.

2.3 IEUERIR

0-ZAL, B-ZAL BXTN ZAN FEUE U : 454 vk
fufd 2 mg (0-ZAL 1359 5 mg) ZREFEL, ThEh
KITER=RIL (1D IZEMEL T 100 mg/L =
DE R LTz

ZEN FEYEJRR AR HE ALK 10 mg ZHEFEL, A%/
— /v (EHIR A7 a~h7 o7 ) ICEMFELT 100
mg/L 5 DO ES 2 i L7z,

WA A AR RS B AR R A IR B 14,
KITER=RIV(3:1) TAHARL T 10 LT 20 pg/L
RO A i B LT,

3. LE

10— — TR —H—:N-1300 (B i B L 25
L)

pH 1 :D-72 (a4 L)

PREDTEIR A : T-N22S (h—~ AR} 2 bk )

B & 2% — : AUTOMATIC MIXER S-100
(BAT v H)

LC-MS/MS: Nexera X2 (S BUERT L) 8 LY
TripleQuad 4500 (Sciex %)

4. LC-MS/MS HI7E 514

#1725 InertSustain C18 (X 2.1 mm, £ 150
mm, B 3 pm: YV — YA ) [T —
K47 A lnertSustain C18 (N8 2.1 mm, £ 10 mm,
RITF% 3 pm: Y — o LA o 28 2 pEsE LTt
%

BEhFR T 1 0.3 mL/min

HEAE:S5 UL

717 IR 40°C

BB AW 10 mmol/L FEEE T T =0 AVAWK,
BT Eh=RL/ A /=)L (4:1)

75 T Rk : Omin 40%B, 1 min 40%B, 16
min 80%B, 21 min 80%B, 21.01 min 40%B, 26
min 40%B

PRFFIRFH : Table 2

B ST=HY 7 (SRM)

AFALFE—F ESI(—)

AT AT L —EE [ -4500 V

b—&—IRJE :700°C

X T ITAW =T A 225, 70 psi

B —TNIT A 225, 40 psi

=YRPE NG SEE~

SRMZ:f4:: Table 21277 L7-.

5. B

IR A YRR 2 K/ 7 ER=RL (3:1)
TAIRL, 0.5, 1, 2, 5 LTV 10 pg/L IREDIRGHE
KR 2L T2, ZO%HR 5 uL % LC-MS/MS
ICHEALT, Bbi-— 7 fifEEa T i
ZVERE L7, SBRIRIE 5 uL &2 LC-MS/MS [Z1EA
L, S Dt ERRIEIC LY a-ZAL, B-ZAL,
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ZAN BEX U ZEN O & &&H HLT-.
6. FRERIAIR O

FREE 2 mL A0 (50 mL &) IC&VERY, 0.25
mol/L FEfE TR LR K (pH4.8) 2 mL A/ Z 72
#%, 0.25 mol/L HEEE TN AEREHE (pH 4.8) & Y
B-7 o= —B/T VN AT 72 —FDIRIR
(9:1)20 uL & hN %, FBREIF— TRIBHFRLT.
TNEERRLTME, 55°COKIB T T 2 BifEIREH L
7.

BOSK & FIRIZR LI, AT T74=T 4 —
H7 I (ZearalaTest WB) (ZBAffL7=. mOENE
/K 20 mL THeW, Wiz AR LIz, BT LaK/AZ
/—/v(9:1) 10 mL T 3 [Aleifi%, A% /—/L 5mL
THMHLEE. WK Er—2) — T KL — & —
(40°C) TURAMEL , ZEHKE F CWBABRELZ.
PR A KI7Bh=R/L (3:1)2 mL (ZIEMEL, A
VT TG TANE—TAHBLTH D ERBRIEIREL
7.

7. 7)o 7 ZREHEG R O

77 7RBRER 1 mL &m0 (50 mL 2¥) (12
SEL, m—2U— TR — & — (40°C) THEAE
RE[E L7z, ZAUS, 1 F720F 2 pg/L OIRAERERS
W1 mL 2z TEELIZH DR ZNEI 1 BLW
2 ng/LIBED~ N w7 AFEAER IR E LT
8. MEREFEAM AR

A JRZ RGN 1 BXO 2 pg/L THERE
P ERER 2 SR L 7. TR IS FR R T D R R AE
(2B 9 DR BRIE O 2 G MR T AR Z A 12D
T L MERTFMAART AN ITHEST 1 B 2 PFT,
5 BB NEREZIT, KRR/ ST A=
ZRdi=. FRREE 2 mL 12, 10 £7213 20 pg/L 3
FEDIRAIEREYRRE 02 mL IRINL7=bozEZh
ZIVERINEE 1 BIO2 pg/L OFMNEEELTH
Wizl 7ok, BERINEEI A BEEHREE 2 B

% ZEN OB =73 S Hv7z728, ZEN IZ-DUT
1, BINEERNSAG DT IE DO EER N R
OHEEE S W2 D TE MR N T A=
R

C. RROELE
[1] 2-FFU5I0, 4-FF TS5 N BL6-AF
W2-FFTTI NG
1. LC-MS/MS ettt
1.1 MS %/

2-FAUTIN, A-TFATTUIIVEBID 6-AF /-
2-F A7 % LC-MS (ESI #£35 K TN APCI i)
THIE FRE TH LD, MRV, 272, 3-3
—RRDNTRIRR 4-rnu-7-=haX TS
WU THE MR, LC-MS/MS THIETHD
D—KThD. KRETTIEL 3-9—RF_X L7
aIR CTHERLE, LC-MS/MS CRIET HZLE
L7z BAbAWD 3-3a—RK_X VL7 aIRFHE R
b (Fig. 1) 27 VAF v RIELTZ. EORER,
WL ESI(+H)B LN ESI(— )T —RCHIEN AT
RETHoT=M, ES(—)E—RD NI 7T0
RMES, @V SIN 2ME6NTz720, ESI(—)E—R
THIETHIELEL. 2-TFT AUV NEBLIDN 47
F T AN E BIER TH D720, ESI(—)E
—RTIEWT NG miz 343 ((M—H] ) ST
RAF T V=Y —AF L TTRE I F
VAR EAToTEDA, 2-T ATV T m/z
309, 4-F AT TV TlE m/z 249 DMEHIE N, Wil
B TERDAF PRS-, 202D, m/z
309 BEW 249 e 2-F AU TV BIW
A-FTFUTUNDEBRTaZ I A LT, &
DD SN BE\ T aR A4 Xl L&Y T
HLBDOAZ L ThHoTD, PREFFFE OEVIZXY
WAL AW DT DI ENFRETH LD, kb

-29-



SN 23V m/z 127 e 7 g I A4 &4
HZEELT.
1.2 LC 4/

Blokland © "o LC &&fFL R — DB (0.1%
X[ AKIAZ ) — V), M T A (Acquity
UPLC BEH C18; % 2.1 mm, £ 100 mm, 71
£& 1.7 um; Waters ) B LT TV 2 hE T 3-
=RV T aINFER M OREEIT T2,
ZORER, REMHTIE 2-FAYTVABIN 4-F
FUTUNOFH G T BT DI LN TER
Motz £ZT, LC &M (BEMH, 7Lk X
BT IFGV T MNRNR) BT Db Ule. KR
BEEL T 0.01 vol%lFie, AL T Eh=F
UV N EZAH, 2-FF U7V BIO4-FFD
TN DFH BRI D5y HEFRS LN S/N 23 ELTZ.
F72, M7 5L T Shim-pack Scepter C18-120
(NFE 2.1 mm, FX 100 mm, K77 1.9 um) % H
W2l ZA, 2-F ATV BIN 4-F U700
OF BB O — 7 DIYREELIE 1.5 LLE &0,
By BENEONTZ. 6-AF L2-F 47T L
DFERAT DOV THA LC R TRAIFRE —
IR BIOREDFELNTC. ZIHDRE RN,
BEIFHEL T 0.01 vol%l il L O ERh=RI/L,
S3Mr 717 252 LT Shim-pack Scepter C18-120 % H
WTHIEZRITOZEELTE.

2. BRI G T I O Rt
2.1 AiTALE

2-FATTIIVE pH 3 LLEDR B TIEZE
PEDMERN, F72, JRPICHHIAA U FEOEBRAA
NEIET DL, FA—V RS EER L THMET
HZEDHBILTND., 2O, JRFPD 2-F4 77
PVEOGHTTIE, SREIMALT-0, B
% C pH 1 L FICHREEL, =F Lo o7 UEE
REINZT-1%, FHEERIELITOIZENRZ V. KR

FHZBWTH A RICHEB B LT L YTy
MUFERRZ N2 724%, KB bEITOZEE LTz
2.2 FHEMACSOG

HAL G OBV RISIE Blokland & VD%
BaEBE Lz, 3-a— R o7 uIREz,
40°CC 60 43 FRUINEN T2 J7 A BRI L TD 72,
REMCHE RIS ET T D0 MEETT-
7.

F9, FIROROVITIKZFRBIEL THW TR
NEIToT. EBRITIE 51 1260, HBEB LD
0.25 mol/L =F L > U7 I MEFRE TR & N 2. 72
%, FEHHIRE 100 pg/L MM L7 D902 2-F4
UTLUIN, T F TNV EBID 6-AFL-2-F AT
TN, FEBRITIE 5.2 BEON 53 12E-T
FHEMRA S B X O AT, 72720, 758
LD BUEHERIE 20~ 120 43 ELT=. 12043 (B
ZICHER VO 2 (5O RIGIER]) TOR—ZHEFEfEIC
5T 54 SRR ToY — 7 HREEOE S (%)
% Fig. 31TRLT2. Wb &6 ISR 60
UL ETIX 97% 0L E&ieoTe.

WIZ, FREFREL THWCEHEERIEDO RS
PR (50~120 43) DR FIEAT 72, ZORER, W
FTHOALEWHFUGKH 60 43 LA BT 94% LA
k&7 (Fig. 4). ZNHORE R KD, Blokland &
DD IBEEFREIC, 3-3—R_oP L7 a3l iz
7214, 40°COKIH T 60 43 MBS HZ&TH4y
FOGBHEFT 5B 26072, 207, REMET
Bl e E 3-3—R_U VT aINFEEERY
WA HZEELT.

23 R

Blokland & "I3#FE ML, SUSKE T AV
+ARFEEINTZ 96 VLT L —MNIEAML, B
TFVTEM L%, ElEaREL, 7'
JVIKICFYAfRL T LC-MS/MS CHIE 35 51E%
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BERHLTWD. LML, AHIETIEIFEIR=T LD
BRERIENKETHoT-. £ZT, VE= R
BrN-E=enl R EAKRI=IT L Oasis
HLB (150 mg/6 mL) Z W CIRBED IR £ & B L
LW IEERETLT-. FHIRORDITKE R
L CTHWT, FEBRFIE S LIV, 2 10 L B X
W 0.25 mol/L =F Lo P70 NUFERRERIK 100 uL
EINZ T, EFRIREE 100 pg/L AH4 D 2-F4
TIIN, AT FTTUNBID 6-AF N-2-F A
FIVEIRINL, ERIGIE 5.2 1IT0E>THERL
OSZEAT>T2. FEbivic ok % Oasis HLB (55
MUH AKX /—/L 5mL, K 5mL T 7 4a=r
JUTEbD)IZATRL, K 5SmL IB8LUUK/AZ ) —v
(3:2)5 mL CHEXKEA LI, 7 BR=FILTH
L7z, ZORER, 78F=FL 20 mL T 2-FF
UTYE 98%, 4-FATTLNNE 89%, 6-AF L
2-FATTIIE B%BNEHE L, TEN=RIL
20~25 mL OE I T oL E Wb S i
7272 (Table 3). ZNHOFERND, 7EM=R
JUR) 25 mL TR 5288 LTz,
3. VERERTAM

BIRERIRIZ 2-FAUF N, 4-FF 731
BEW 6-AF /V2-F AT T AT DUV THINR A
10 ug/L T 1 H 2 17, 5 HEOEMENGERZ
1TV, FESL LT Tk OMERER S L 72, 7238,
G VEFHE T AR T AL TR E X G EL TR
D, RITARTANNES TR ZFTVY, 0.01 ppm
TOHEEEZSRLUT.

IERINERE ST LT 825, Bt HskEE 2D
N5 2-FTAUTIINOE—I PRSI, B
RO 13 KiliChotz. 4-F ATV BLD6-
AFN2-FF T T ra~v I8 EICE RS
PETLOE =73 ST, SIRPE IR
W EMERE L (Fig. 5 ~7).

BHJE, fHTHEEBIORNIEEORER% Table
ATIRUTE. B 95~100%, DHTHEE 5% A5
FOENEE 8%KRiHERY, XYM MATART
A2 @ 0.01 ppm TO HAEAE (B 70~120%, §f
ATREEE 25% A, 28 NAGE 30% ATif) A 72 L7z
Fio, WEEYE L THWE [PCPNy2-FF Y
TV, [PC PN J-4-TF AT T b, [PC5,PNy-6-A
FN2-FF 7T VO EIERITNT IS 90% L
ETHo72. 0.5~10 pg/L GREHHEEE 0.05~100
ng/LAHY) O CREMEERLIZEZA, WT
NOALEHIRELREL 7>0.997 L7eh, Bif7E
FRPERONTE.

RN > 7 AD W E DB Tl T 5729,
1 ug/L GREHF IR 10 png/L F124) 123\ CHA AR
YERRIR X 9D~ M) w7 AEHEYRIR O — 7 [Hifd
teZsRdiz. ZORER, 1.01~1.03 Tho7=Z &
5, WTHOAEDLRE RO~ N v 7 2D
BEIFZLALZ T TICHE TELZLNRENT.
Fo, WIEREIN BN — 2130, SIN
=10 Th-o7z. UL EORERND, KoHriEF IR
D 2-FATTIIN, 4-FFTTL NN EBID 6-AF
W2-FF TN E GE &R ATV ol
EBYH 10 pg/L) LLTHRY THLHEBZ LN, 4
Wil R D E=F U TIREIZ B W TR ITIES
WHTHZEIED, 2-TF AT ARSI
e, 2-T 477 )V OARIEME HIZEDE D),
T 77 B A G TR A b2 7o 2l C i Db D
BT HZENFREE S 2 BT,

[2] VAU NBRT NS TR
1. LC-MS/MSSAD G

717 5L L ClnertSustain C18 (N£82.1 mm, &
150 mm, KL F£3 um), #—R 7 LLL T
InertSustain C18 (N£82.1 mm, 10 mm, KL 1
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£ 3 um) W CTHIE SRR L. BEIED
WA, BEeT o E=0 L% HWDE, ikl bt
NRTEENM ETHZENHLN TN, K
ZREIHE L CT10 mmol/LEFE T v &= AR &
HnwaZeeLz. BEMEO AL, A%/ —
NIV T ER=RNILD TR, X—RAT A DML
RAOTENHRESNTNAD. 22T, 7TEh=RL &
TER=RNIV/AZ )=V (4:1) R L T2 A, T
Yh=RIIVAZ )= (4:1) DT R —T7TIR, E
— 7 DB, BB L O — 3 EOWT L B
RN ELRE. 2L END, 10
mmol/LFERE 7 o & =77 DRIE . O T E =k L/
AZ )= (4:1) ZRBEIHEL THWAZEE LT,

2. ARBRIES G ET B O

LY VU OVEREZ 7 MR IT A IR EL THAEL T
WA ERH DT, LC-MS/MSHIE Z1THHIIC
MK IEEATOVE DR DD, UL, AR TIEL
IV NET TN O GIRDOERE A ATFT
T, MK RFMZ T 28T TERD T
ZD7=, MK fR SO 1% Arrizabalaga-Larrafiaga
SOFIENHE, B-I N ra=F —B /T I AL
Ty A —BEMZ TS5 CFIIREY T HEEL
7.

HRLIED R DL IV VRS 7 D ST
T, MK R4 OB < 53 F, C18I=77
AR ONH2R =47 2% AW TE T2 715,
i % 5y I, HLBS =T LK ONH2S =HF L% [
WO 25715, 2T YT LT 5BLD
NH2I =W 7 LI Lo TRER T 2 H ISR HES
NWTWDLD, BEBNEM Ch oo, — 75, kS
B OT YT AR (ZENZE) D43 TldA
LI)T I A=T A= AT LW TR S
TW%. ZZ TR CITBRIEZfEL 5729,
AL T T4=T =T 2% WA R R o

LY NV IRZ TR ARD ST WS ZEE LTz,
K3 R% DI T DEEAL T T4 =T 4 —
#1571 (ZearalaTest WB) (2B fif L TR 9-2 1k
ZRRETLTC.

FT, BT L~ARE OB T LA G 57
W, IKIAZ ) —RIE (10 mL) Z P iRt & LT
WG A O R Z M L=, /K20 mLIZa-
ZAL, B-ZAL, ZANF L UZEN (£:0.1 pg) & ¥R
L, ZearalaTest WB~Efif L7=t&, /K/ AKX /— VIR
#(9:1), (8:2), (7:3), (6:4) BE(5:5) %10
mL CIERIEH L7 (Table 5). EDFER, AK/A% I
—/L(9:1) DTN T oAb L
MoT=h3, (8:2) ~(5:5) DEIFITITIAH D FRD G
NI, ZOT8, T LZATE, KIAZ ) —L(9:
1) CHEAEATHIZEE LT,

AT, VeI &2t 9 5729, /K20 mLIZ
a-ZAL, B-ZAL, ZANF L OZEN (£50.1 pg) & s
AL, ZearalaTest WB~Efif L7=t&, /K/AX /— )L
(9:1)40 mLZIEAL, FALE OB R DLZ
L7z (Table 6). ZDHER, Wb &b K/
AZ )= (9:1)40 mLETITIERH L7aNZ LD i
RENTz.

ZearalaTest WB)H DR B BE DM FH 21T 7.
/K20 mLiCo-ZAL, B-ZAL, ZANE X TZEN (%%
0.1 ug) Z¥RNL, ZearalaTest WB~EfifL7-1%, A
B ) — LTI LTz (Table 7). ZOFEE, W
DAL B S AL ) — 5 mLTHT LS55 1
HEN. ZROORERND, MK % ORI
ZZearalaTest WB~Efij#%, /K/ A% /—/1(9:1) T
Peig L, A%/ — (SmL) CIRHT528ELT.

ZZC, KIAZ )= (9: DITEDYEE DR R%
RT3 5720, IR (2 mL) ([Za-ZAL, B-ZAL,
ZANFB L OVZEN (45:0.002 pg) Z ¥, £ 5k
OLZES TR RZATV, FFON TR Z A L
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TI4=T 4= T LA, KIAZ ) —1(9:1)
10, 20, 3033 L TVM0 mLCHEFLI=th, A¥/—/L5
mL T L7-. Bl %Table 8, 7u~h/ 7 L%
Fig. 8IZ/RLTz. ZOFRER, W hofb&b ik
[ZHWZAK/AS 7= (9:1) OB AN |5 2
L72/o7= (Table 8). LAL, YEIFIC WD K/ AX
= (9:1) DEEECTIEE, a-BLUB-ZALD
EMAT L DI/a~ 7T HNIBNT, a-BLUB-
ZALDARFFRF AT IZFRO BT K HERL 7y D
— 7 IN/NEL 7257 (Fig. 8) . VeI IAEE30 mLE
40 mLCIIARHMER Sy DY — 758 21T 5N
IRnotc. ZOTD, PEFITH WD KAL) — b
(9:1) DIEPEREIF30 mLETHZ LT, LLED
A RIND, K53 A% DVRHE % ZearalaTest WB~
AR, K/AZ =L (9:1)30 mLTHEHLT-1%, A
X )—N5mL TN 5Z8E0Tz.
3. PERERTAM

EU TliX, FR¥P D B-ZAL BL Y ZEN @
minimum method performance
(MMPR) [ZZNZ7 1 BLO 2 ppb(1 BEW 2
ng/L) LRESN TN, 2D, FRERSRIC
0-ZAL, B-ZAL, ZAN 3L ZEN (2 DWW THINR
JE1REO2 ug/L 1 H 207, 5 BHREOERINE
IGRBRZAT\, WS UT= AT iE O VERE
¥, UMM ART AL TIIIRERGELT
WIRWDS, KRITARTA N> TR Z1T VY,
0.01 ppm TP HAEfEAZ ST,

HERNIRE W LIZEZ A, fiEtm k7 P Uy
LhFI B2 BND ZEN O —7 03 &gz
», EERBRO 13 KifiTholz. WThofbs
Wt o< o5 LICEREYETHE—27IFH
HOHIT, BIRMEICHE IR N2 e RSN
(Fig. 9~12).

B, fHTHREBIOENBE O L Table

requirements

FEML7=.

9ITRLTZ. B 92~101%, DHTHEEE 9% AR+
FOENKEE 13% R0, 2SR ARZ
A2 @ 0.01 ppm TO HIZEAE (EJE 70~120%, ff
ATFEEE 25% A, 28 NHREFE 30% Aiii) 272 L7z,
0.5~10 pg/L GREBFHIRE 0.5~10 pg/L FH4) O
P CREBMAETERLIZEZS, WThobEWh
BIEAREL 17>0.998 L7201, BAF/REMRIENELI
7.

B~ R > 7 AW E ~D R BEE Tl 5720,
1 BEU2 pg/L GREFHFIREE 1 35102 pg/L I2HH
BV TR B HERRIR TR T2~ Mo 7 AR
RO — 7R E RO T2, ZORER, W
nobEWmEL 1 ugL I2B W T 0.93~1.01, 2
ng/L IZBWW T 0.99~1.05 ThHo7=Zemnb, ik
HRD~ Ny 7 AD BT LA LT FITHIE
TEHZERENTe. £, BRI (1 pug/L)
ERMUTERE LN E — 2130 b SIN
=10 Tholz. UL EOFERND, KOPTETFR
D a-ZAL, B-ZAL, ZAN BL N ZEN o411k (8
HEFINThoEHmE 1 pg/l) LLTHY T
bHEZZ BT,

D. f&a

EIRPD2-FAIZU N, 4-FF 773NV BID
6-AF IN-2-FF T N HTIEZ ML LT, Tz,
ERBDL IV VEET 7N HE (a-ZAL, B-ZAL,
ZAN BJ O ZEN) 53 HriE et Uiz, otriE ot
REZFEM L7253, Wind BRAFRER B3SO
2. ZNBHOSHTEIL EU ~O4Wia R OT=
2V TIREIZBNTENEN2-FAUITTINEBL
OV VNV 7 ARSI 5 81, £
DRREFHET D HIEELTEHEE LN

(2% 3R]
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1) Blokland, M. H., van Tricht, F. E., Groot, M. J.,

Van Ginkel, L. A., Sterk. S. S. Discrimination E. WFZeRE

between the exogenous and endogenous origin of 1. FWIXFEFK 7L

thiouracil in farm animals, the final chapter? Food 2. EEREK L

Addit. Contam. Part A, 38, 2077-2090 (2021). L S H () #E . AR EREREIC BT O3S
2) Arrizabalaga-Larrafiaga, A., Linders, R., Blokland, = &EEEICOWVWT, & 21 BIEMEZET+—T L, &
M. H., Sterk, S. Occurrence of resorcyclic acid 5412 H8 H, B

lactones in porcine urine: discrimination between

illegal use and contamination. Food Addit. Contam.  F. ZIFYRABEMED HE « BRI 2L

Part A., 40, 838-851 (2023).

H
N S N S
K”/ NH NH
o o}
2-Thiouracil
H H
N \’40 3-lodobenzyl bromide N \(O |
—_—
E”/ NH @? N
S S
4-Thiouracil |
H
N S N S
NH NH
(@) (@)

6-Methyl-2-thiouracil

Fig. 1. Structures of 2-thiouracil, 4-thiouracil, 6-methyl-2-thiouracil, and their derivatives with

3-iodobenzyl bromide
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H CHs OH O H CHj

OH O H CH, a-Zearalenol (a-ZEL) Zeranol (a-Zearalanol, o-ZAL) OH O H CH,

o (¢}
=
HO o HO o

Zearalenone (ZEN) Zearalanone (ZAN)
\ OH O H CHs o H CH,
o e
HO & v
OH
B-Zearalenol (B-ZEL) Taleranol (B-Zearalanol, p-ZAL)

Fig.2. Structures of resorcylic acid lactones and plausible metabolic pathways
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Table 1. Retention times and SRM parameters

Retention Declusterin Collision
time SRM transition otential (Vg) energy
(min) P (eV)
m/z 343 — 309 (Quantifier ion) -70 -24
2-Thiouracil* 50
’ m/z 343 — 127 (Qualifier ion) -70 -32
['3C,">N;]-2-Thiouracil* m/z 346 — 312 -55 -24
m/z 343 — 249 (Quantifier ion) -20 -20
4-Thiouracil* 47
’ m/z 343 — 127 (Qualifier ion) -20 -40
[3C,"N;]-4-Thiouracil* m/z 346 — 249 -20 -20
m/z 357 — 127 (Quantifier ion) -55 -34
6-Methyl-2-thiouracil*
6.2 m/z 357— 58 (Qualifier ion) -55 -102
130, 15
[7Cs,” Nal-6-Methyl-2- m/z 364 — 127 80 34

thiouracil*

* 3-lodobenzyl bromide derivatives
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Table 2. Retention times and SRM parameters

Retention time i Declustering Collision
(min) SRM transition potential (V) energy (eV)
m/z 321 — 277 (Quantifier ion) -90 -32
a-ZAL 7.0
m/z 321 — 303 (Qualifier ion) -90 -32
m/z 321 — 277 (Quantifier ion) -105 -30
B-ZAL 5.7
m/z 321 — 303 (Qualifier ion) -105 -30
m/z 319 — 275 (Quantifier ion) -115 -30
ZAN 9.1
m/z 319 — 205 (Qualifier ion) -115 -32
m/z 317 — 175 (Quantifier ion) -20 -34
ZEN 9.3
m/z 317 — 131 (Qualifier ion) -20 -36
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Fig. 3. Relative peak area (%) of 3-iodobenzyl bro-mide derivatives of (a) 2-thiouracil, (b) 4-
thiouracil, and (c) 6-methyl-2-thiouracil compared to peak area of those at 120 min in water

sample
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Fig. 4. Relative peak area (%) of 3-iodobenzyl bromide derivatives of (a) 2-thiouracil, (b) 4-
thiouracil, and (c) 6-methyl-2-thiouracil compared to peak area of those at 120 min in bovine

urine
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Table 3. Recovery (%) of 2-thiouracil, 4-thiouracil, and 6-methyl-2-thiouracil from Oasis HLB

(150 mg)
Acetonitrile
Total
0-5mL  5-10 mL 10-15 mL 15-20 mL 20-25 mL
2-Thiouracil 86 10 1 1 0 98
4-Thiouracil 83 5 1 0 0 89
6-Methyl-2-thiouracil 72 18 2 1 0 93

Table 4. Trueness and intra- and inter-day precisions

Trueness (%) Intra-day precision (%RSD)

Inter-day precision (%RSD)

2-Thiouracil 95 4.9 4.9
4-Thiouracil 100 2.3 4.2
6-Methyl-2-thiouracil 97 3.0 7.2
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7

(b)

(©

Fig. 5. SRM chromatograms of 3-iodobenzyl bromide derivatives of 2-thiouracil.
(a) Blank bovine urine extract, (b) bovine urine extract spiked with 10 pg/L 2-thiouracil, and (c)

a 1 pg/L standard solution (corresponding to 10 pg/L in sample)
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Fig. 6. SRM chromatograms of 3-iodobenzyl bromide derivatives of 4-thiouracil.
(a) Blank bovine urine extract, (b) bovine urine extract spiked with 10 pg/L 4-thiouracil, and

(c) a 1 pg/L standard solution (corresponding to 10 pg/L in sample)
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(@)

Fig. 7. SRM chromatograms of 3-iodobenzyl bromide derivatives of 6-methyl-2-thiouracil.
(a) Blank bovine urine extract, (b) bovine urine extract spiked with 10 pg/L 6-methyl-2-thiouracil,

and (c) a 1 pg/L standard solution (corresponding to 10 pg/L in sample)
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Table 5. Recovery (%) of a-ZAL, B-ZAL, ZAN, and ZEN from ZearalaTest WB eluted with

water/methanol (10 mL)

Water/methanol
9:1 8:2 7:3 6:4 5:5
a-ZAL 0 0 2 14 53
B-ZAL 0 2 7 52 37
7ZAN 0 0 1 9 46
7ZEN 0 1 2 18 60

Table 6. Recovery (%) of a-ZAL, B-ZAL, ZAN, and ZEN from ZearalaTest WB eluted with

water/methanol (9:1)

Water/methanol (9:1)
10-20

0-10 mL o 20-30mL 30-40 mL
a-ZAL 0 0 0 0
B-ZAL 0 0 0 0
ZAN 0 0 0 0
ZEN 0 0 0 0

Table 7. Recovery (%) of a-ZAL, B-ZAL, ZAN, and ZEN from ZearalaTest WB eluted with

methanol
Methanol
Total
0-5mL 5-10 mL

a-ZAL 96 0 96

B-ZAL 107 0 107

7ZAN 102 0 102

7ZEN 100 0 100
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Table 8. Recovery (%) of a-ZAL, B-ZAL, ZAN, and ZEN from ZearalaTest WB eluted with

water/methanol (9:1)

Water/methanol (9:1)

10 mL 20 mL 30 mL 40 mL
a-ZAL 100 90 98 112
B-ZAL 100 103 99 94
ZAN 92 106 98 109
7ZEN 108 111 108 107

(@)

23041338 _10mL "1(9:7). m/z:321.1 /3037
Area: N/A. Height N/A, T: N/A min
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00
800
700
600
500
400
300
200
100

0

Intensity
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ZR231218-034-ZRN2327.7 /303.7 - D: |AnalystData\Proecis\ZRINData\ZR231218...
23041338 10mit "2(9:1). m/z321.7 /3027
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80 85 90 85 40 45

50 55 60 65 70 75
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(ZR231218-035-ZRN2327.7 /3037 - D:|AnalystData\Roects\ZRINIData\ZR231218...
23041338 _310mL "39:1). m/z321.7 /3027 23041338 _10miL "4(9:1). m/z321.7 /3027
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Fig. 8. SRM chromatograms (m/z 321—303; qualifier ion of a- and B-ZAL) of a-ZAL (2) and

B-ZAL (1) (spiked concentration: 1 pg/L) in bovine urine after cleanup with ZearalaTest WB.
Amount of water/methanol (9:1) used for washing: (a) 10 mL, (b) 20 mL, (¢) 30 mL, and (d) 40

mL

Arrows indicate co-extracted matrix components.
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Table 9. Trueness and intra- and inter-day precisions

Spiked concentration Intra-day precision  Inter-day precision

0,
Compound (mg/kg) Trueness (%) (%RSD) (%RSD)
1 99 4.6 8.1
a-ZAL
2 98 5.4 5.6
1 101 6.3 12.7
B-ZAL
2 99 4.6 5.0
1 92 6.1 8.9
ZAN
2 95 7.4 7.7
1 94 8.7 9.5
ZEN
2 96 7.2 7.2
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ZA240725-008- a-ZAL1327.1 72771 - D- AnalySt Data\Proects ZRINDala 224072 .
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Fig. 9. SRM chromatograms of a-ZAL.
(a) Blank bovine urine extract, (b) bovine urine extract spiked with 1 ug/L a-ZAL, and (c¢) a 1 pg/L standard

solution (corresponding to 1 pg/L in sample)
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(b)

(€)

Fig. 10.
(a) Blank bovine urine extract, (b) bovine urine extract spiked with 1 pg/L B-ZAL, and (c) a 1 pg/L standard
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SRM chromatograms of B-ZAL.

solution (corresponding to 1 pug/L in sample)
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Fig. 11. SRM chromatograms of ZAN.
(a) Blank bovine urine extract, (b) bovine urine extract spiked with 1 pg/L ZAN, and (c) a 1 pg/L standard

solution (corresponding to 1 pg/L in sample)
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( C) Area: 13872, Height: 1166, RT- 925 min
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Fig. 12. SRM chromatograms of ZEN.
(a) Blank bovine urine extract, (b) bovine urine extract spiked with 1 pg/L ZEN, and (c) a 1 pg/L standard

solution (corresponding to 1 pg/L in sample)
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