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KNRERNBTRTFAONENERFTEZEFNSAHDERSRZN A EZNF LG
JiEo 1Z75 5K QUEChERS ZEY, FA/EfEA Agilent Captiva EMR EE S Z/)ME#HTT
1ERAAER AR (EMR) SEERIVEIINAN, REHIT LC/MS/MS 1, 1ZF57ERY
RN ETEEE. 3%, B LC/MS/MS NI RBEL @, Captiva EMR EEE
HNFENENEFTAMNEMERERPNERS RO MHITA LML &
B ESEGETERA ZMA—MATEENZADERSEOTNE I
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MIZEEEMNARERR, XEEYTFEFANEZEER
R, $FXMBERBER, UNRANNEBYRENEZYE
mEEZBIRKANINRTRES, BEMERTHNERSERS
REAN—PEBIENEA" . BYTHRIBES NIERZID
BEBREFEANEYRER, ETFEESMERHENMS, W0
. &% AYNHE". BYBRTHNEESS SRR
BFREMEL, WalgekEmRETFNEFESE. BYE KPR
ENNERSZBIEEHMESEE (AF). HEaSEHIRERE
(DON). REEZE (FUM). FEEREBEE A (OTA) MEXRKEF
B (ZON)®, Eitt, MNAESIZM S RTHNEESE TR
EREE, FEMIENSINAERNEENBRTNER
%,

Agilent Captiva EMR ERS&/MEE IR &MER
PNZKFNEHDPERSEZDMETHLNMNL, EBBEE
QUEChERS Z#E 2 FiRt2ENRESRENBI N AL, MA
M BEEIEMEBNM., FAFINARF, WA ESm
BT TEXMASHNERSENN. FAFRHNENRLIE
ZHERTNERY B RP LA ERSZNEEE,

SRISER Y

HERSEAF

FRIGERSRESRATRCHEEABREMY, GFAMERS
ZEEY) (BBFS TOX-CBS-MIX1) ; EHMEBEE M1 (BHFS
TOX-UNI-AFLAM1) #1 M2 (RS TOX-UNI-AFLAM2) ; Fi%
EEEIEFEEE (E64FS TOX-UNI-DON) ; ASEZE BT (3¢
S TOX-UNI-FUMOB1) #1 B2 (&B#FS TOX-UNI-FUMOB?2) ;
HT-2 (S TOX-UNI-HT2) ; T-2 (S TOX-UNI-T2) ;
EAXFRBIHE (S TOX-UNI-ZON) , HIRKBEESE
R EERIBENRICH ISTD & RWE Romer Labs
(Newark, DE, US). HREZ (MeOH). Zf& (ACN) F1ZAEZ (IPA)
1B VWR (Radnor, PA, US.), BER. BERZRMEMLEZENEE
MilliporeSigma (Burlington, MA, U.S.).
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BRSIRER
RN QC A GBI HI & N SeAI SR ER FRFTk.
XES5H#

AFAFLER Agilent 1290 Infinity Il EAEGIES Agilent 6475

ZEIURAT LC/MS (G6475AA) BIBE RS, A Agilent

MassHunter Workstation 30 12.0 #H#TEIBREM 2D,

B Agilent ZORBAX BEEMRESE D BE (RRHD)

Eclipse Plus C18 &i&4E (2.1 x 100 mm, 1.8 um; ZHS

959758-902) #1 Agilent ZORBAX RRHD Eclipse Plus C18

(2.1 mm, 1.8 ym, [E/EFR 1200 bar) UHPLC RiFHE

(BBHS 821725-901) #HITEIEN B, BT IFMAILIENEM

BE ISR ABERS PPk,

Fr AR e MR N A E R SR B FE

- Agilent Bond Elut QUEChERS EN ZEUAFIZ, EN 15662
Fk, &hh, BMESRF (ZHS 5982-5650CH)

- Captiva EMR EEZ &/, 6 mL /)\VE, 600 mg (FhF
S 5610-2234)

LC/MS/MS X 85514
LC/MS/MS 1Y 887555 5 e B pR 5T R IR By 75 5548 E s
ESTENPUS L

TEARRMIERIF R B S8 H, EAYTURENS T IEF
bR A . FREX 2 g MR, BT 50 mL ZEEABEL
Eh, AERERSHFRVEIERNFTE TN QC Mt
ITES MR, ARG, KiEFmiRiE 10-15 7. ZARRIRE 1
PRARIIF BT M EIE P i i TR AN R, B malah iRz
RS INBIRRREIE LR 100



| AR 2 g BEEMEET 50 mL &R |

v

| BITERIITERE QC HRH, AERHE10-15s, |
v

| BN 7.5 mL 1% BEIKER, FRHE 10 min, |

v
| B0 10 mL & 2% FREREY ACNo |
v
] N\ QUEChERS EN ZEBR £ FIFKIEII R Fo \
v
=FE&F, #7 Geno/Grinder LA
1500 rpm #&IFFF @ 5 mino
v
BEERELL 5000 rpm BIEEEEL 5 mine \
v
Ba5mL EEREBES—N15mLEHR,
H5 0.5mL KES,
v
F 0.8 mL AR B9 5P Captiva EMR EE S
6 mL IJ\EO
v
SER/NE, HTE9-12 psi NEADTEHTIE,
FELBRE, ARERATITNCHKRES.
v
% AmL EREAYEBE/ R, |
v
B E SRR, eI 1-2 psi BNES, REEMZE 10 psi
FHREF 2 min, LUERMFIFKRTSTFIR.
v
W E B R A RIRR S, \
v
3% 555 uL FEBIREEREE 2 mL ST, 5 425 uL K
#0020 L ISTD IMNAFARES. RAE 10-15s,0

B 1. BT YRR R T ERS RO T Rt EERr

FiEMEETM

RIBEMYEIE. EIMUNRERERE, WHEA Agilent
Captiva EMR ERSH/N\WIIRESRABIN AU HEHTT
i, HRFNFR QCs SHEMREREBRILESNFR QCs X
BRI EMEIMHT TR, B RIREBARE G AL
BN EESRERERERE, BERSRERMR
RO (SIDA)Y (A 1:1 ACNAGHITEERY, B/ TE K
HIEERITIR) HIT TR, HAEEETFINAR T BMUR ISTDs
B AT R R £

HR51ie

EMR ESEREIINAK

E1£45 QUEChERS #EX 2 f5, Captiva EMR /NE @S E &2
oEd R VIREEENERER. ZAERETEHEASN
HEREL, BEBAREEIKLEY. BYER. 68X, B
FNRE BT AR EAER K AN STk E B R BT AR S M E
FRF#HYR. Captiva EMR BEEZR/IVEET ADHEZRMNTH
F. NIERFEARERTFNELSLANLADERSEMT Lo
ZAEES BRI, IR SRS Rk m U
NERSREKEY GIIIRIRENEHSSH) .

SCHIBIERRERAA, 5 QUEChERS EEEHEAS—MER 2L
Bt (ERHARENME SPE NVEHUMHNERSENETRAS
8% SPE (dSPE)) #Btt, EMR B&EELINEWENL T ER
BUEFHIES T HRERSEMERE",

5 SIDA A3 (B 1:1 ACNAGHITIEREEEN, RE#ITE
S ERRLIE) BLE, A LBISE LC/MS/MS #EFIR
TETANREAER, HEREGEES2HEESE, B 2t
BT XARMAREAEHENREAERIEE, SRKHA,
8 QUEChERS ZBUE#(T EMR B XA AT 90% LL
TRERAEEEY), EZRL T LC/MS/MS #HEER NG
RAENEFRHEZEEW.

3 LR T =M AN A EME, R T HAANSARA
T 5154 SIDA AiENFESRT BAANS —MAEAEERER
LY RAZ,
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RIRFE

— SIDA CGAFZEE +3378)

—— QUEChERS ZHY + EMR B R% 1L

~

B #mTiE5kiE

1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20
SREBE] (min)
B 2. I SIDA F A A AN A ZMENARERZENERFUELR. (A) 8 SIDA A% (AE) M EMR A% (KE) (SENRLHFRIZEY,; (B) @it

SIDA 757% (HE]) . QUEChERS ZEX (&) #1 QUEChERS EEUAME/E EMR B S (EE) BB RNTIEIEE; (C) @I SIDA /7% (&) FEMR 7%
(Ef) AMEMIRESRBT LC/Q-TOF HiEait Y S

REGENER
{ RRA |
A
LHECHI QUEChERS ZEBY + EMR A QUEChERS #EY + %[ &Y
A USDA #9 SIDA 757% SPE 5 dSPE %1t
EABAL ACN #77 S 1: A 20:80 ACN:7K 558 1:1 ACN:7k BB ACN 1T
QUEChERS ZE} HITAFIZERL HITATIZERL QUEChERS Z£EY
‘ L Y | SPE TR |
Agilent Captiva EMR EE &% $HU% 2: /A 80:20 ACN:7K s
BT TR = R !
| dSPE 1t ‘
A y A l
W& R R EHLEER, ERE % BB EERHITTIE
FHRAKHRE FER ST IESREITEIE Tk EEBIR TR AR me=s
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FHEEIERFE T

FERTMNAT QC-LOQ,2. QC-FREM QC-= Kk E IR R
ST AR A BRI E I, RIEXT B9 FINAR
MEIFERFNERIME (EER) RKITERE, & 4
FIRMEREE, FRAMRFELANS X, E=MIINRE
T (B 4DEEN , BIRPMEERESRZNETRYLIRET
79%—134% SEEMA, B %RSD 7E 1.1%-14.4% SBEN,

160%

140%

120%

4)

100%

EE (%) (BREn

0%

SR IERIE
FERE
FEEANARFINIC T BRAESRENIE 1ISTDs AR EmRE
B 5 R RIVEEREmMAFHTEMMER". EEMRT, 7
EEESETHERRENIE ISTDs WAtn &R ERHL. £TE
X ISTD E&BRNMARE, ZERIFTENERESRELNM
RGBT, AT AMEIR ISTDs. RUEME, FA
Z4EY3F0 1/x° AXE, B& 15-ADON. AG2. FB1 # FB3 4h,
Fi8 BARYI7E LOQ, & HLOQ A9 500 EshSSEEMIgkE T H
BRI, R*> 099, 1F 15-ADON 1 AG2, BT REHETR
B, 187 L0Q, mhiSSEEME LOQ i 250 1%, XF FB1 M
FB3, LOQ #—#1RE, miaSBENE LOQ # 100 fZ,

M QC-LOQn2

HQC-HRE  mQC-ERE

4. @13 QUEChERS ZEEX N BE/= /] Agilent Captiva EMR ERHZH/IMEH TR ARIVEIL VS AT ERVIBIRIF MV ER S RLIUE



BirIEE R AR

XK1 ERTRBNBRERSREONNAERIELER, BF
F53% L0Q (LOQ,) FrAEAY ISTD LI AR EHITRINAR QC £ 5
EENERENBEEE (RSD).
FNHEEELERNMIREARZ B EEHENNEME
ISTD UNRERTEREGFEENR. BTREAMETY
BEBMENBRENIE ISTD, FItER 16 MBEMRYLTERIE
LECAVEMIZR ISTDs. X FEBMERNEMIE ISTD WEM B IR
Y, AEWENRHESIRERN 70%-120%, H RSD < 20%. X¥
FERIELEREIZE ISTD WERBY), BINE ISR
N 65%-135%, H RSD < 25%. [BIRNELRREER, FrEXR

RE|FERZRAERN BRI NR ZAER EMIER ISTDs BIBE AR
Yo XIFRIRER, HMEIMIZE ISTDs MWEFR FS-X 1 FB3 Fh
BErE BnY), [ETRIERIMNEESER, YT HRER,
HEMEMIE ISTDs HEEFR OTA SMIFRE BEARY), 83T ol
RWEBLER. ZITENWAMERTBIAE BRIISKI T
<20% B RSD, IEFREAHEMNAEEN L. WFARFEHERH
ErE2inERN DAY, EREMENRELE ISTD BE
FILURREERH, HIE, EEYRGTRNIINERE
DON. 3-ADON MJLMASEZESH % LOQs &, BRTF
RERIFAIINE QC IREKFHE R Lo

R1. BYBERPEESENFERMIUIRE L0Qs ((TEE) FMELWIER L0Qs (TH4k)

At ol Ll
Bozs FAIAR QC (BKRE n = 4) FRMAR QC (BANKRE n = 4)
BIASEE LoQ,, RE FHPERME | RSD LoQ, RE FHEUEE | RSD
HEESR (ng/mL) ISTD (ng/g) (ng/g) (%) (%) ISTD (ng/g) (ng/g) (%) (%)
75% 112 4 375* 102 9
DON 0.15-75 DON-"Cys 75 - - - DON-"Cys 375 - -
375 99 4 - -
75% 210 7 15 90 6
FS-X 0.15-75 DON-"Cy5 75 - - - DON-"Cys 15 75 98 6
375 224 16 375 116 1
10 80 2 1 94 3
NEO 0.1-50 3-ADON-"C,, 10 50 89 10 AB1-°C,, 1 10 93 16
250 80 6 250 90 1
1.5 91 8 15 94 17
AM2 0.015-7.5 AB1-°Cy, 1.5 75 66 6 AB1-°Cy, 1.5 7.5 64 8
37.5 61 7 37.5 66 5
10 109 6 10 91 5
3-ADON 0.1-50 3-ADON-"Cy, 10 50 91 4 3-ADON-"C,, 10 50 94 8
250 80 5 250 87 2
375% 76 12 75% 90 3
15-ADON 0.3-75 3-ADON-"C,, 375 - - - 3-ADON-"C,, 75 - - -
- - - 375 95 19
0.1 84 16 0.1 101 9
AG2 0.002-0.5 AB1-°C,, 0.1 0.5 74 1 AB1-°C,, 0.1 0.5 107 6
2.5 75 5 2.5 97 5
1.5 65 19 1.5 83 8
AM1 0.015-7.5 AB1-°Cy, 1.5 7.5 65 3 AB1-°Cy, 1.5 75 80 7
37.5 67 7 37.5 79 1




K1 EYMERTER

SENFERMAIIRE LOQs (TEE) MEWIER LOQs (£)

RS ol Ll
B LE FRINAR QC (BNRE n = 4) FRMAR QC (BANKRE n =4)
HHASSEE LoQ,, RE TEME | RSD LoQ,, RE FIYEUKE | RSD
HRESH (ng/mL) ISTD (ng/g) (ng/g) (%) (%) ISTD (ng/g) (ng/g) (%) (%)
0.4 92 20 0.4 114 12
AG1 0.004-2 AB1-°C,, 0.4 2 81 3 AB1-°C,, 0.4 2 113 4
10 86 3 10 114 1
0.1 116 1 0.5% 85 8
AB2 0.001-0.5 3-ADON-"C,, 0.1 0.5 85 10 3-ADON-"C,, 0.5 - - -
2.5 86 6 2.5 83 3
0.2 83 12 0.04 93 1
AB1 0.004-2 AB1-°C,, 0.2 2 85 4 AB1-°C,, 0.04 0.4 84 9
10 94 3 10 99 3
1 115 10 1 84 6
DAS 0.1-50 T2-°C,, 1 10 115 3 T2-°C,, 1 50 137 2
250 113 2 250 130 2
15 78 4 15 101 20
HT-2 0.15-75 T2-°Cys 15 75 71 7 T2-°Cys 15 75 94 3
375 74 3 375 95 1
100* 83 6 20% 69 5
FB1 0.2-20 FB1-"°Cs, 100 - - FB1-°C,, 20 - - -
- - - 100 73 2
0.4 88 10 4 102 7
T2 0.04-20 T2-%Cy4 0.4 4 105 6 T2-%Cy4 4 20 105 3
100 99 4 100 106 3
20% 39 12 0.4 104 10
FB3 0.2-20 FB1-"°Cs, 20 - - FB1-"°Cs, 0.4 4 114 1
100 49 7 100 108 2
4 116 5 0.4 170 6
OTA 0.04-20 x 4 20 9 7 x 0.4 4 192 4
100 99 4 100 168 1
0.375 104 5 375 81 3
ZON 0.0375-18.75 AB1-°C,, 0.375 18.75 114 4 AB1-"°C,, 375 18.75 114 1
93.75 126 5 93.75 108 2
0.1 9% 8 1 91 5
STC 0.01-5 AB1-°C,, 0.1 1 85 7 AB1-°Cy, 1 5 79 3
25 95 8 25 75 1
2 128 7 0.2 79 15
CPA 0.02-10 3-ADON-"C,, 2 10 126 1 AB1-"°C,, 0.2 2 75 7
50 116 8 50 71 2
20% 73 5 4 128 25
FB2 0.04-20 FB1-"°Cy, 20 - - - FB1-"°Cyy 4 20 85 7
100 74 4 100 84 4

*BFERTAPNEI B, it L0Q, BEBEREMIREKTFHER L,

AEERFTATEMROEMRE(IE ISTD SBNREE,
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BT IR, &E#HTT LC/MS/MS #ll, 5 SIDA 77448
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NRATEEBENERERRRFRIEERS. ZHEAMEE
B, EBRTEANEMAN, MNMEESEALIREDTEE,
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