fe&

iR, XE, EHE. T&%
LERHNERREEBRBEBRE AL
FELRE

SESZE Sk
ZREME(PE)ERAE

FELR

FIF UHPLC BXF=EMHFRIENR
HeaRBEIETEFHNSHERSE

Rz A ey 3
a8

=z

AYXFEAT-HARNNEEHET/\HEFSENFE, OFEHRESEHB1. B2

G1#1G2. REBZR. BFE. #UESE A UK EXFEHE. ERUMRERE
FENEHT, RAZEMHERHBTOTRN, RARRELEN G MRRYH#TK
%, AEHITER, BARBSNRHEEE (UHPLC) ZEMRMT L % R EER (MRM)
i, ZRRPELFEENEFEEH/\HEFSZHRMR (LOD) 2 31% 0.050 £
3.3 pg/L #10.030 E 8.0 pg/L SEEA, EER (LOQ) #F+F 0.15 F 2.5 pg/L #10.10
E25pg/LEEN. T2/ \MEESR, EEAENAIMESNERCREELE
MMM R, LHEEEREA 0995 HES., X FARMNENRMIRAE, EkE
T 59.6-132.4%, FZE (RSD) M F 1.2-21.1% (n = 6), HFf, KEfomizRAE
B2 A 70%-120%, RSD /MF 10%. AXFEKAERE. £H. Y, TATEHE
FEMERSENSREFNRE, H) RIHECABBEERNEAS.,

Agilent Technologies



Al
ERSERHENEREEENSBERHTERERNMERN—
RIKR KB, CAERENERSES 300 F7#. FRX
P-LERSESSHSHARBRYE, BENHRERS,
BEAEERREY, TREKKE, £% 1.2, ATRENKT R
(BlnEE) £EK. #FNNIIRTRRLER, EMZHE
HERNEE,

HHESE A (0TA) REFETRERLN—HERSZ [3-5. X
BB (EU) BB OTA WEEREH 2 pg/L. EXLIFEHEM
ERSEUTHEETRETKNES, flNEHESE (B1.
B2. G1# G2), IXAtEFZX (DON). EXFRBHE (ZEN). RS
BZ (PAT) [6,7]. —2ERMNERELCENETASHERK
EFRPEXEXEFEENRSRE. B2, REEESEEETN
REZESHEERIXXNKE,

AETHERYER, BR—MERORE, HEERIHER,
S5ERSZASMAGRRMZ WAL, ERENEHENER
ERMRSMEYMN. —REANREEL, MNRARHENEH
EEE B (—HBENEESE) RZBERAUNEGHE, 28
EMEXEROELRG (8], SHERMEL, AMETERE
LERSRMNMZMATRERR, Bt BERI—HRHTEN
FEMBPHREREESRHTEARE, UBRESRENRE,
MBEPHEBEERSRHETENREURRR 2T,

BNREEIERBEBKRLE (HPLC-ESI-MS/MS), £& &/
FZEEA, BIrizZEBTRUEX. AR, SNEEHEER
FHERSE [9-14]. BR, ROFREXTEHETHSME
H&HZ [15]. KEAERET UHPLC-ESI-MS/MS HAR, BRT
—MATREFIRNEEHETEE/\HEFSENREERN
Hik.

mi

EEERS

B, tFEER

J\MEESZEHERSEE (PAT). RILEX (DON), HHESE
G1(AFG1). EHESE G2 (AFG2). EHSEHEB1 (AFB1). &
HEHE B2 (AFB2). RHMESFZE (0TA) MRERKREHE (ZEN)
(HEERFET 99%) ¥ME Romer LWE (GRHF]), FEIZ
BEsAIWEEERMEER CH/RERAR. LEHENAE
HBSAHOFEE, NHMOFLRENERE,

HEESZUAYNRARRHE XA ERERS, HEARKE
HA10pg/mL, F-18°C TiE7F. FIFEEE/7k (20:80, {KFRLL)
BERBEEYRERTRE,

HmaibE

ERENFEBER 25 mL FEOEH A 20 mL ZZE (ACN)
RE. RERBOERFMANGLD (2 ) RFERE (0.25 ). XAT
BREEYRIERZ 3 min 5, 7£ 8000 rpm TE:D 10 min, Hd&
JRIAETR 80% M LiEREBETEMIGOMA, 40 °C THERE
ZZIREF, ®%ER 2mL BEE/K (20:80, @#RIL) £F, #H
0.22 ym EEIESE, #1T UHPLC-ESI-MS/MS 434,

ATRREFTEEH#—S5L, XEHFNZKT C18. PSATA
BYRE (GCB) MRIRHTRL. ZHEIRREMENLERY
FHAZEHBMABLER, 2715 C18. PSAFIGCBRE. #4E
3% 10 min, BB S 8000 rpm TEL 10 min, FIBHLHE
TRAEERLHE—T KRG, BRER 2 mL BE2/K (20:80,
KAL) &4, FA 022 um BRIRE, #1T UHPLC-ESI-MS/MS
o, ERERSRNERETGHEUHE,



e 35 dvae iy
ATHIIIEHERAE A EERRE S M LHERSRRN
HERE, REERITLESROGEETMAN-—EENEES
%. F¥A UHPLC-ESI-MS/MS S HFT3 IR &, LBREMI T
YMEHREKEFERRTEESENETR. SIOERRMAR,
INFRE B & AU T AR b ) A P AR T 3 In 43 B (R B Jo b o 36
BHIEE.

EREENSHRIE. SMREEER

ATHEEERENRGE, EREERETRN BRI
FHER., ARR—#, MTAERBTROMRE, FERE
ERA—ZRIATHE/K (20:80, AR NWEFSERERR
#TER. BEREEMRARER 022 um BRRE. #1T
UHPLC-ESI-MS/MS £, JHEMSTIRIEER R LREH#ITHE
KM, FIRERCREEERENRITREERERN
S/N, HERFEFEMKEHIR (S/N=3) REER (S/N=10).

ERETRE

ATHIEREMARETREZE, BZEERPIMANANKEL
EMEESZEAMGESR, EESWAR. BTEHEE. 85
FHEASER-RPESHERSEMNENREKFHERK,
ESHERSENRIEREEREERA, BEHEERFRIT
BaREKEREMN S Z—KFEEAG PR INERAT, bR
HRa b EE R IEEEERE, FXA UHPLC-ESI-MS/MS
#TH. ERNREENER TS R B IR RE TG
FENAERETREE.

UHPLC-MS/MS {4

BAAREEFYREA Agilent 1290 Infinity UHPLC &%, HE
1% 1290 Infinity ZTR. Bahi#EEMEESE. XA Agilent
ZORBAX Eclipse Plus C18 &4 (100 mm x 2.1 mm, 1.8 pm)
H#T\MERSENSE. RERRE A AR B NEKES
9], He A B4k, B ASE 5 mmol/L ZEREHIEEE, Mk
B} 10% B, 0-2.4 min REMEIEME 42% B, AEE 2.4-6 min
RIFEHEME 51% B, HET 6.0-6.2 min M, % B fREEME
90%, ¥ 2 min NBARERAESTYITHRYRAT N EiEH ik
Bk, &R 0.4 mL/min, HHEAH 5L, HiEA 40°C. F
REESERETEREZEH 1 min,

UHPLC RERYER R HHRBEE (JetStream ESI) BFRER
#N Agilent 6460 ZEMiRFF MS/MS RS, HESRNENIE
X (MRM) T#THAl. IE (pos) M (neg) EX TH—REFR
SHIT. EMEHRE, 3500V (pos), 2000V (neg): BIEHRIE,
500V (pos), 1900V (neg); FIESIRE, 325°C: FRSRE,
6 L/min; EUKEN, 45 psi; #HKIBE, 350 °C; HKAE,
11 L/min, $t3EHEEMRELEREH DRENMIEES.



GRS

BFEAEER S RN RS KL
EFARK\MERSE (B 1) H, PAT. DON. OTA # ZEN
BFRE. BEEIBERK, BRHEESITRPERRTF.
REZEGBFEATHITINUKNSREE. Hk, EHE
BRSARENREERE, RHE S IRPRERF. Bk
EEBFEATHMTURRRENREE,

EFMERMBETEXT. FIF 6460 ZE MR MS/MS R4 5
SHET 20% FEABRNENERSE. RREAISMKMHG
KUEDN MRM BFXHEMAE H OBIE (fragmentaor voltage)
FAEEEEEE (collision enegy), EHEHOBER 70V HEE
200V, RS RIEMARNEEEARKE, FATFHE—TH
AifERE BRI, ARFIA—RIIMERE (CEB5VESV) &
BoWY, ZERGRERENE —SRERFNiEES
FEAEEREY MRM BT LAIEREE, KUEHNSH
TR,

*1. RIEEEZFNMLEREENSH

PAT DON

AFB1 AFB2

AFG1 AFG2
0\ _OH OH g CH
N 0 0
" -, HO
CH,
cl 0
0TA ZEN

E 1. AFEs )/ \REEEZHINFEN

HiEg o BEF O HEEE (V) BB0E (ms) TEBEF (CEV) EMEF (CEV) Wit
1 PAT 153.0 80 150 109.1(3) 81.2(7) #
1 DON 295.2 90 200 265.2 (4) 138.1 (10) #
2 AFG1 329.2 150 120 311.1(20) 243.1(25) E
2 AFG2 3312 160 120 313.1(23) 245.1(30) E
2 AFB1 313.0 160 120 285.1(24) 241.1(36) E
2 AFB2  315.0 160 120 287.1(27) 259.1(30) E
3 0TA 402.1 120 240 358(12) 211(22) #
3 ZEN 317.1 190 120 175(25) 130.8(33) #



fiift UHPLC MR &

FEUHPLC HBH. RIS RRENSHMIBHE, ERE
WNREE, EXLAERY, EFRE/KEAZTRE, F
WX EFRBRRZBENENEN, BEXREGEER, mifsh
BRI 0.1% PR EMSSZNREE, (B 0TA# ZEN
SHEBEMMRK. SHAL, @BBEFPHRMS mmol/L Z
BEATIRS OTA #1 ZEN MRHE, BEEMBEFENFENL
5Rm 0.1% FEFAL IERWIFRIK, WA, ZBRBHREX
PAT #1 DON K MAEZ. Eit, £ 5 mmol/L ZERZIEHFR
ERMSER, E/\HERSENTRESENREE.

EERMERE, E—FRUBEERFEUHR\HERSET
AREMNSMHERNLAEEZNE. RANBIRARELE/H
BTUEET®R, BRETZILSDHENEHRURE,
XH, E-RERHRAEEINT, WARE. 5REEHEN
AW\ HEESE, AR\ HEESESBHNRIEELE 2,

REFRE R IR

REAFNSEHENERE S BEMMIRIEE, E4ALKAEHR
F, RNEOLEEEFMNERSERE, HH A ZBRRER
5%, HYZB59EBNERLS5A 2. 3. 4. 578, X
BHABTRRIRE, REHTIN. NE3FHR Z2ES5E
EBENERLEA 2 8, \HEESENEREE 308 £ 57.8% 58
BN, HEZBEROEN, ElEREERS A, LtbER 8B,
J\MEFESZEMEIKEE 61.6 Z 74.7% EEMA; LEKXT 8,
ElELRERLN, BSERKRESE. Bk, 3F 25 mLiER,
A 20 mL ZEE#1TIRER,

FEERHEERIRK, KNEESHMERSRECRENK
1EHE2%. ETF QuEChERs RERFUELEA [16], MZHE-H
EEESY (R 8) HMA NaCl #1 MgS0,. MREEES
ZWKBEZFHENERNE. XERARZE-FEERSYT
BN 2 g NaCl 1 0.25 g MgSO, FIARKERKE. Fit, M4F

25 mL #@IHR, RAAHE 2 g NaCl 1 0.25 g MgS0, #7 20 mL
ZIEHTIREL.
x10%
14 - AFB1
12 4 AFG1
10 | ZEN
- arc2 I AFB2
et
g
M 0TA
2 PAT
DON
. -
0 2 § 6 B
FREBRLE (min)

B2 BUSEFRERTTEANFHT, |\HERSEFHTLAEZSE

100 o = 2
m 31
m 41
80 | m 51
= 81

=2}
=)
|

HERFRENE (%)
|

20
T T T !

"'PAT | DON | AFG1 ' AFG2 ' AFB1 < AFB2 | OTA | ZEN

B3 ARAGULSRE, TRBRIL BRER/Ha) FHTEES
Bl




ATMNAREEEH—HEL, W=FRUEH (C18. PSAF
GCB) #TTMIX, MAZHERSFEME. XA GCB HEIKE
=R, ZERS GCB HRMEaE—8, HEERTRKEETE
INREHIRLAY. XA C18 70 PSA K, DON MM EHES
ZRETHREMEKE, B2, 3T PAT. OTA #1ZEN, C18 #
MR ERE, OTA 1 ZEN £ C18 # L EHEIEE TS LA
(B3). Ak, XREAARZERNEERRES R, REH
T UHPLC-ESI-MS/MS 4347,

BN
ATH—TMAAFENSYFRBHIREREZATTATERE, &
NawTLHEENMAEEEERM/\HEFSERUNZM0,
WNE 5 R, AHEBMAEEETEZME PAT & DON BIE
S, MHltLHIEE 88.4%. MTHEMBEFRM ZEN, MFIBLE
55, LERMFILLBIZE 34.9% E 50.6% SEEIR, AEEENMH
BBIZE 1% E 21.1% SEEA. Wi, AHBHBENAEEEST

BEWE OTANES. Alt, EEXRERTERKERZUE
BEEERETHNEESE.
FiEMRE

ATEBREENTY, RAELNRIAEERSRERNRZ
THLEEENREEEEATAER, URNERTENKLE
%, WX 2HFE. R/ \MERSRELEGEENAEER
ERPHTRERIFOEMXER, SHERAREN 099 HER.
M#HEMEER. 0TA M ZEN ELEEEMBEEERHRNR
FIEZMR 2514 0.030-0.30 ug/L #1 0.10-1.0 ug/L (X 2) .
PAT #1 DON ZELBEHEBEFHEERA 10.0 E 25.0 pg/L. FT
AEERMEERTAZHRRERYITAENESRE. I
PR mAY B % A 59.6%-132.4%, RSD (n=6) A 0.97-21.1%
(R3). Hf, XEHEBEETE 70-120% SEER, RSD (n=6)
INF10%, BR\IZAETHEEHELERTERSRENR
EHEX,

100
= C18

m PSA
= GCB
80 ||
I I [ ] l‘lllll

=2}
=)
|

EEFREME (%)
|

n“““
07\ \ \

PAT ' DON ' AFG1 ' AFG2 ' AFBT ' AFB2 | OTA | ZEN
B4 #UERMEREFENFHFRREER TERSEHEIE

x10° DON
160 -
AFB1

140 AFG1 AFB2
ZEN

120
AFG2

o
=]

PAT k
L UL

| iUu
MML

0 2 4 6 8
FBFF1E (min)
B5 ZREENEXT, L&/ \BEESEERERGIBEE RPN FEE
R A) BB H: B) BERR; C) 4BER

Rz (CPS)
T
>

=2
S
|

:

~
o
|

o
oS
|




%2 FEMERLEEELYE #BIR (LOD) FIEZE (LOQ)

EER BiEER
IRk iR TER BAlR TER
A=) (ng/L) GiAE R? (ng/L)  (pg/L) SMHE R? (ng/L) (pg/L)
PAT 25-625 Y = 6.223901x + 362.24592 0.9994 3.0 100 Y=23015212x + 346.197885  0.9954 8.0 25
DON 200-1,600 Y =7.862917x — 797.4475 09984 33 125 Y=19411030x +1727.814871  0.9988 3.0 10.0
AFG1 25-62.5 Y =1242.324154x — 701701663  0.9994  0.050 015 Y =1872.903941x—146.795988 0.9999  0.030  0.10
AFG2 25-62.5 y = 774.096228x — 349.987693  0.9989  0.060 018 Y =910.241257x —45.185568  0.9980 0.15  0.40
AFB1 25-62.5 Y = 1283.555222x — 846.940492  0.9991  0.11 035  Y=1821.940824x —523.089751 0.9999 0.030 0.10
AFB2 25-62.5 Y = 1251.670189x — 586.826157  0.9991  0.14 042  Y=1708912301x—29.263067 0.9999 0.06  0.20
0TA 1.0-25 Y =379.569893x + 128.103796  0.9986  0.14 045 Y =244749778x +120.771668 09980 0.15 050
ZEN 10-250 Y =343.77344x - 1218.423002  0.9991  0.23 077  Y=319.982227x— 906574327 09998 030 1.0
%3 ERSEFLE/ BBRERFHESEMEE
TERR (n=6) BiEER (n = 6)

A=y MERIKE (pg/L) EMLE (%) RSD (%) Bl E (%) RSD (%)
PAT 100 113.0 134 103.71 6.1

25 100.8 173 99.5 12.8
DON 800 119.1 48 1324 3.6

200 115.8 49 59.6 1.2
AFG1 10 91.2 7.1 91.4 3.6

25 95.0 5.0 66.7 0.97
AFG2 10 99.5 18 96.7 2.1

25 106.9 48 101.3 6.7
AFB1 10 73.7 43 83.4 4.6

25 107.2 46 722 1.2
AFB2 10 835 38 102.6 2.0

25 119.6 15 92.3 2.1
0TA 4 63.2 44 75.2 338

1.0 103.8 16.2 78.1 11.0
ZEN 40 76.6 73 73.9 1.3

10 845 21.1 94.6 42
b RITE

REALEE/\ M DA BBt ORAanER, FRAMF
EMAEERTAN. AEPOMIEEENEINAFEEPRY
0TA, REERMRMEERZE, TERTRANPERAE

HRERE.
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ARAERFALZ T HERENLEEENAEEEERY/\HE
HEENEREESE. RA/\EERERNSRZ BRI
TR, TER%ERA % R ENER#IT UHPLC-ESI-MS/MS
ot BERERUSR, FHARIIREE—XSHKER
B, TE ABFREATENKIEESR, EEHET
HiERE. AR EMRNIEEENAEEEERTH
I\MEFRSE, OREMBZEEERRER, ZHEEARR

B, TERXEFRITHNXTEEE. REEMHMIHEERSP
MESRENKETRU/\MERSRE. AKFELRTHEE
ERPERSENENENL,
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