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B E: BB 2T SRR AT - 8 BT % 75 (high performance liquid chromatography-tandem mass
spectrometry, HPLC-MS/MS)llE ok | T#y . ok Sfilhh . RS &, Pl AR &5 L&l 15
MEERERO M. FE RMAELIEK-PRRREGW(79:20:1, V:V:ERERIUS, sOoPlen, R
W 50% LKW 1:1 Fike, WSINFALR AAR)E R HPLC-MS/MS #EATRLIN . &R 15 FhE M HRAER A
TOE LM CR BAF, MCRECH 0.9974~1.0000; B B ERHE T IR (A WARIRIE)Ah, i A 8 3 [ ICR FITE
&, B 2 UK ETIRCR R 72.09%~136.58%, HH X 5 1k (relative standard deviation, RSD) A
1.17%~27.41% (n=6), FEahERIRN 1~90 pg/kg. & ZIriEPuE , WMiml . R BUAME, EHTIOK, W
M. Bk EalE L kG B RS AR SR LS R 1S R B R DA

KB, FHWHER, SR OE-RI TR, WA R AR

Determination of 15 kinds of mycotoxins in common food by isotope internal
standard-high performance liquid chromatography-tandem
mass spectrometry

LUAN Yu-Jing', HUANG Jian', WANG Rui-Hua', ZHANG Da-Wei’, HUA Yu’,
ZHOU Jing?, WANG Fang-Lin""

(1. Physical Evidence Identification Center of Ministry of Public Security, Beijing 100038, China;
2. Romer Labs Wuxi Laboratory, Wuxi 214101, China)

ABSTRACT: Objective To establish a method for the determination of 15 mycotoxins in common foods such
as rice, flour, corn, bean products, cakes, edible oils, meat products and fruits by high performance liquid
chromatography-tandem mass spectrometry (HPLC-MS/MS). Methods The samples were extracted with
acetonitrile-water-formic acid mixture (79:20:1, V:V:V) solution, and then centrifuged. The supernatant was diluted
with 50% acetonitrile water solution at 1:1. After the isotope internal standard was added, HPLC-MS/MS was used
for detection. Results The linear relationships of the 15 mycotoxins were good within the range of 0.098—625 pg/L,
and the correlation coefficients were 0.9974—1.0000. Except for moniliformin (without internal standard correction),
the recoveries of all toxins and their recoveries at the low and high addition levels were 72.09%—-136.58%, the
relative standard deviation was 1.17%-27.41% (n=6), and the limits of quantitation was 1-90 pg/kg. Conclusion
This method is rapid, accurate, sensitive and cheap, and is suitable for the detection of 15 mycotoxins in common

food such as rice, flour, corn, bean products, cakes, edible oils, meat products and fruits.
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L B & (mycotoxins) f& 45 1 FL I 7E— E 2 T 4k
BN F ORI U TR AR R,
WAL 2 S5 Y 400 A B LB 3 R P, Bl A EE R
(aflatoxins, AFs). Fuiffl i k& 48 2 (trichothecenes,
TCTs). fk 32 (fumonisins, FBs) . ## i % 7% Z (ochratoxin,
OTA). T KIREE Ml (zearalenone, ZON)ZE 40 SFhEEREH
WL, fEFEHARP, B 5 A ISP S s v
oy FLA R R KR A AR 5 | R IR AR TR LA K
ISR, PG A SRS R, DA 41 40l
HEGRMA BT EERRT SN EC, REhHE T
HRNE B4 6] SR e W i 3 AL

1 s H R I B B R R Y vk R R S Tk
(enzyme linked immunosorbent assay, ELISA)®. ¥ (i
#:(liquid chromatography, LC)P™'% | JAR 8, 13%- B8 6 i 1 vk
(liquid chromatography-tandem mass spectrometry, LC-
MS/MS)! 25 ELISA SR #cis, (LT ML m kAL
22, Gy BB, JBORA (35vk i BD BRI, A6 i FR
FERERRE RO - AR I BT R L SR, REUE
T, P AT A D bR A R (H A IR
JOUBN, FETRE MIACIC SR R, X2 H AT TAEE 00
HER =T

B AT I P B R R I Y AL PR T B 3 R A 1A 43
BUH ARSI, MAX [ 28 BN Al AR V4 AR
FECME T HF R EICE 0 ni b 2y, 22300 A
A7 SR s Ry 3 0 AN () 6 ST A S R AT A A R, IR )
P2 N BRIEAT 3 TR IE, R 57 75 A0 €3 - A I T 3
PAE KOk R . EOK . SlE . RS, ERW. A
WA REF g R 15 EEBSEN L, B
TR] AL FT AL B A BR, 46 05 A0 A0 HLET R, AR A AR, $2
Y SRl

1 MR5REE

1.1 X 2§

Agilent 1290-Sciex QTRAP 5500 &5 %0 AH 4 % - 53
BRI AN (32 H L HEME A F] A6 [E SCIEX A H]); Milli-Q
B 2l KA (75 [ 3R e %% PR IRE /A ] ); BSA2202S-CW 4 #r K
- (1[5 2 2 FTA 1]); Pico-17 BIOHL (EEZER A
Al); ROS00 7% % i (18 FE A% I 45 23 |l

il

1.2 i #H

HEE, OiE . SR ((B35) | 2liK . ZRRE(BUE 9 (18
[ BR 502 H]); 15 PR AR S A TR T 5 B TR AR(B, L Bo
G, 1 G)(2.03. 0.503, 2.02, 0.502 pg/mL). R ZEZRAR
(By. By)(50.3. 50.1 pg/mL), HT-2 #Z (100.3 ug/mL), T-2
F#(100.1 pg/mL), MXitEZE (DON)(100.0 pg/mL)., #5iE
# & (OTA)(10.05 pgmL) . & 7 5 Z (patulin, PAT)
(100.2 pg/mL), 5% 2 (citrinin, CIT)(100.1 pg/mL), =&k
71 i % (moniliformin, MON)(102.1 pg/mL) . ¥F It [ J& {2
(cyclopiazonic acid, CPA)(100.0 pg/mL)#l E K I} 5 4 [
(ZON) (100.0 pg/mL) . 14 FhfFHr Z NFRER U-[PC17])-# i
EHHFREMB, . By, G Al G)(0.506, 0.506., 0.510,
0.501 pg/mL). U-[PC34]-1k 5 Z IR AR (B, . By)(5.04 .
5.05 pg/mlL) . U-[PC22]-HT-2 #F % (255 pgml) .
U-[*C24]-T-2 # % (25.0 pg/mL) . U-[C15]- WK nf: 5 2
(25.0 pg/mL)  U-["*C20]-#% B E£ 2% (10.10 pg/mL)  U-[*C7]-
T A2 (25.13 ug/mL) . U-[PC13]-K8E (10.55 pg/mL).,
U-[PC20]-FFVLFJE#2(10.1 pg/mL). U-[*C18]-FE K FREEHE
fifl(25.1ug/mL)(H 45 ROMER Labs 23 #]).

1.3 #H&mXKiE

AT IR 8 AR IR & b IR AR, Hidr 6 Rl
JOTRE i A RR B T OC B 25 R, N IE R TR T R
KA RS 2 FIFE SRR A TR RS . T EMEE
R PR AR MR B, AR R RS FAPAS04384
FORAE R BFERE A
14 SKWHE
1.4.1 AFBEERAA

HRAEA A TAERES, Ao o VA T 75 2 4 391 T o G I
TR E TIRATRER R .

o WGE & [ R AREI S 12.5 mL % RI[IE & T8
RINFREF TSI A-ZJE(90:10, 21, 1 TR NIR
WA S ANR G35, A ELHSIE 57 ARV BORAR,
20 °CIR-A7, AR 1A,

B WUE % BB R AR, MO ERE 1 mL,
43 SRR S TE ) 1A 3 1 TR v it 2 VRO £ 8 TR b i 45V
S35HL 200 pL FClAF R FR AR, R 200 pL -
K- BRVET(50:50:5, V:V:IZLFFe;, B 75 uL £ %Mkt
TFFR G, A RIA 75 uL S Z NFRIR G, TRE5,
20 °CHALE, ARNA 1, HARWRBE WK 1.
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Table 1 Standard curve concentration

Fr— bl B /(ng/L)
W1 WP R 2 WRE R 3 WA 4 WS WS 6
# 1 %% B(AFB)) 0.391 0.781 1.563 3.125 6.25 125
U-["*C17]-AFB; 1.50 1.50 1.50 1.50 1.50 1.50
H I F# % By(AFB,) 0.098 0.196 0.391 0.781 1.563 3.125
U-[*C17]-AFB, 1.50 1.50 1.50 1.50 1.50 1.50
# M EHFR GI(AFG) 0.391 0.781 1.563 3.125 6.25 12.5
U-[*C17]-AFG, 1.50 1.50 1.50 1.50 1.50 1.50
H B #E R Go(AFGy) 0.098 0.196 0.391 0.781 1.563 3.125
U-["*C17]-AFG, 1.50 1.50 1.50 1.50 1.50 1.50
KT #: % By(FB,) 19.531 39.063 78.125 156.25 3125 625
U-[*C34]-FB, 100 100 100 100 100 100
R FEZ Bo(FB,) 19.531 39.063 78.125 156.25 312.5 625
U-['*C34]-FB, 100 100 100 100 100 100
HT-2 # % 15.625 31.25 62.5 125 250 500
U-['*C22]-HT-2 63 63 63 63 63 63
T2 &R 15.625 31.25 62.5 125 250 500
U-[*C24]-T-2 63 63 63 63 63 63
K8 % (CIT) 15.625 31.25 62.5 125 250 500
U-["*C13]-CIT 50 50 50 50 50 50
M E R % A(OTA) 0.391 0.781 1.563 3.125 6.25 12.5
U-[*C20]-0TA 5 5 5 5 5 5
PR IL B JE iR (CPA) 3.906 7.813 15.625 31.25 62.5 125
U-["*C20]-CPA 50 50 50 50 50 50
IR ] I BE(MON) 1.25 2.5 5 10 20 40
85 2 (PAT) 15.625 31.25 62.5 125 250 500
U-[*C7]-PAT 62.5 62.5 62.5 62.5 62.5 62.5
X it 7 % (DON) 15.625 31.25 62.5 125 250 500
U-["*C15]-DON 62.5 62.5 62.5 62.5 62.5 62.5
F K IRFEIATE (ZON) 15.625 31.25 62.5 125 250 500
U-["*C18]-ZON 12.5 12.5 12.5 12.5 12.5 12.5
142 A4 o, HERRINA 100 mL ZE-7K-F R (79:20:1, Viv:y), LU
(iR % 180 r/min #&4% 2 h, J5 FEPEUELCE I8, WARIEWR T 50 mL
H4 V8 RN FO R O [l R =0, [V JBURE A o T 0F B Hpter perhy
it 20 HIfRA5. 34k
() BT R Al R R B ARG, SRR SR A5,

FRIL 25 g(RETA 2 0.01 @)BFBERE M T 250 mL = A58 AR BB okt BBEL | mL 1RBOK, I
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A 1 mL & 5%ZBRHY 50:50(V: ) G K s W Fi ke, i w2 BERRERF

30 s, FEIA 50 pL ZFRIRA), SR GH SUIZ . 3 Table? Gradlent clution program

BFEHL 75 uL 3] 1.7 mL 436 04, SRIGEHIA 75 pL ff 2] /min 0 1 14 15 151 20
WARE, w5 b s, SRS FRRTE 20 s LA 10000 r/min 5 WA 0%  90% 3% 3%  90% 90%
L 3 min, B0 SEHUR LRI EC 120 L A i 4 WAMIB  10%  10%  97%  97%  10%  10%

250 uL PG Y 2 mL AR A F LRI
143  FE0RAE G- B BRI &0

(O 404

Waters Atlantis®T3 i F:(4.6 mmx150 mm, 3 pm),
FEIR 40 °C, Wi 1.0 mL/min; #EREE 10 uL; WzhHH A
& 2 mmol ZMREZHY 0.5%ZFR/KEW, Wil B &
2 mmol ZFRHIY 0.5% R Bl '8, B BE Uk i 4%
4Nk 2 iR .

Gas 2: 65 psi; “UfiT: 30.0 psi; HABFTIEGSRAF WK 3.

()i AT

PR 22 507 W (multiple reaction monitoring,
MRM)BE; 2 FU: HUBESE L ESL 1E & PR me o5
LR 5000 V, B FIEIRET: 650 °C; fh B T4k B I 55 L I
—4500 V, BFIRIRL: 600 °C; s H4; Gasl: 55 psi,

#=3 RIEEH

Table 3 Mass spectrometry conditions

Vi is| Rpegr FET  AEsE/mn KRR EV AFHE/V REREHLE/V R O /Y
AFG, 331.1 245.2" 120 10 41 20
189.1 9.82 120 10 53 16
AFG, NF3 348.1 259.1 120 10 43 20
AFG, 329.0 243.1" 80 10 38 20
199.1 10.22 80 10 59 14
AFG, WHz 346.1 212.0 80 10 55 20
AFB, 315.1 287.0" 80 10 35 24
259.1 10.68 80 10 39 20
AFB, H#5 332.1 303.1 80 10 39 24
AFB, 313.1 285.17 80 10 31 22
241.1 11.02 80 10 51 18
AFB, W5 330.1 255.0 80 10 49 20
CIT 251.2 233.2" 100 10 20 20
205.2 11.90 100 10 34 20
CIT M5 264.0 246.0 142 10 18 30
FB, 722.4 334.4" 100 10 65 17
3522 12.03 100 10 61 17
FB, W#5 756.2 356.0 100 10 58 9
HT-2 4422 263.0" 54 10 18 21
215.1 12.28 54 10 16 18
HT-2 xR 464.1 229.0 54 10 37 12
T2 484.1 185.07 61 10 43 16
215.0 13.01 61 10 42 18

T-2 iR 508.0 229.0

61

10 20 20
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= 3(8)

AT BB FET  REEE/mn KRRV AHHE/V B /Y Rl O RV
FB, 706.4 336.4" 100 10 61 17
318.4 13.38 100 10 61 15
FB, W#5 740.4 358.3 100 10 51 28
OTA 404.1 239.1" 61 10 31 21
358.1 13.51 61 10 20 30
OTA Whr 424.1 250.1 61 10 33 22
CPA 337.0 196.0° 110 10 26 25
182.0 14.15 98 10 24 20
CPA NFx 357 210 110 10 28 26
MON 96.9 41.0" 2.32 -10 -10 -18 -11
PAT 153.0 108.8" —45 -10 -10 -9
80.9 6.06 —45 -10 ~14 -21
PAT PI#T 159.9 115.0 -50 -10 -12 -9
DON 355.1 265.0" -80 -10 -21 -16
59.0 8.04 -80 -10 —45 -10
DON M #7 370.1 310.1 —45 -10 20 -15
ZON 317.1 175.17 -80 -10 —47 -15
273.0 14.26 -80 -10 -38 -7
ZON Ptz 335.0 185.1 -80 -10 -34 -17

o ONEEE T

2 H#R55%

2.1 REEREIEEERE

A WF 5% % @ phenomenex Gemini®Cg 4 3% 41
(4.6 mmx150 mm, 5 um); A A N5 2 mmol ZFRE
W 0.5%ZFR/KEW; WEhtH B A& 2 mmol LMREM
05% Z R M HF B W M A A .
Gemini®C18 {4,345 (4.6 mmx150 mm, 5 pm); WS A
hE 2 mmol ZFEREZHY 0.5%Z FR/KVE W (pH=4.0); i sh
B R E 2 mmol RN 0.5%Z R ) FF BRI W (M 445
LI & @ Waters Atlantis®T3 {4if+E(4.6 mmx150 mm, 3
um); VshA A P 2 mmol ZRREEN 0.5%Z TR K W ;
WA BAE 2 mmol ZREL I 0.5% L R 1 W BV W
A AT T e, TR B2 — A, 7
BRSO AE B RENAR, HEENIETEE, £
e A @ISR, FRUCET JE IR A e R Ry ks, i

@ phenomenex

N B, FLOREA B AR e o 15 Rl EC TR B R KR &R
WARB R BB FRE A 1. 2,
2.2 EIRLIBEMHMIL

K 43 T B 1) L TR o 3 kA RS ) N-TN
B2 (PSA), BT B AR SR HAREE R
JuHJE FBy Ml FB,, SHULEMCREAL. N TR 51
Bl T BT EDCRA IR, B OB . AHIF ST AT X
FOk L TR Ok S KRR BRI RS RTK
REF WA RAE 5% 50:50(V: V) ZIE K G Wik
B, RO T AL X R LI, KL G Ak A BR TR AL,
KARAE S T R FRRCR

BT E 2R SR B A7 R A58 v BT A 3 1) 22 el 4
15 FhECR 85 E IRER AR S 1551, AR FT R FOKIE B 1
SR PEFE i FAPAS04384 A6 36 A% 7 i 6 i &5 2R o R 4
FAPAS04384 fit i AL AMRIE . K5 % B SH0R Z (HIHE A
(DIt
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FB,
13.37
5.0e6 |
4.5¢6 | T-2
13.00
4.0e6
3.5e6 | CIT
11.87
3.0e6
&
JE( 2.5e6 FB,
o3 12.02
2.0e6 | HT-2 CPA
12.27 14.14
1.5¢6 |
AFB
1.0e6 | AFB ! OTA
AFG, 211.01 ~13.49
10.67
5.0e5 | AFG 10.21
A LA
',
0.0“ ! _."'Ll,lllL|:~_| L L i .]|| e = } L I I |
9.0 9.5 100 105 11.0 115 120 125 13.0 135 140 145 150 155 160 165 17.0
B+f 1] /min
B RS 11 R R R SRR AR A T
Fig.1 Total ion chromatogram of 11 kinds of mycotoxins and isotope internal standards in positive ion mode
ZON
14.27
1.3e6 |-
1.2¢6 |- DON
1.1¢6 |- 8.03
1.0e6 |-
9.0e5 {-
8.0e5 |-
& 7.005 |-
lﬁ% 6.0e5 -
5.0e5 }- PAT
6.04
4.0e5 {=
3.0e5 |- MON
2.0e5 |- 231
1.0e5 {-
0.0 Y 1 l l | l | L | 1 e :-.-.,.\_JL-_-L adl
00 10 20 30 40 50 60 70 80 90 100 110 120 13.0 140 150 160 170
B8] /min
2 PR TRE 4 PR R AR AR B TR
Fig.2 Total ion chromatogram of 4 kinds of mycotoxins and isotope internal standards in negative ion mode
Z=(x-x,)/0y ()] (2= o K B B K By, ZH00 1.5, RERSARGF A3
s K1 Z | <2 BRI, ST R LA
x: HRENIER DLBEJRE Sl S8 AT, PR I3k 4.
xa A 2.3 RBKHRL
Yk 3% [AF \ — N
% RS W 15 PhETERER KRR AR BIBCH A 20 pg/L
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JoHE TR BE RS VR, R T Sl S A, AE AR R T HRIE e 1o il s 7xf . BRI R
AT AT MRS AR 7, AR e £ v REAEZRME, 1522 RO I (i 141, MR 3~17 Hhal LIB]E.
e e T 3 3 i 0 438 AR X 2 8 o i ) 1 8 AR O E R T & S ZAFRIE A AT LLORUE R 7 ST F s 11

%= 4 FAPAS04384 H @ik
Table 4 FAPAS04384 report

ST T AEL o/ (ng/kg) AHEE u W o, MR x/(ng/ke) Z1h
AFB, 6.13 0.17 1.35 8.16 1.5
DON 859 18 141 928 0.5
ZON 87.3 22 19.2 99.2 0.6
OTA 4.82 0.18 1.06 5.46 0.6
FB, 457 15 82.3 406 —0.6
FB, 316 11 60.2 275 0.7
FB,. FB, 752 22 126 681 -0.6
T-2 172 7 35.8 182 0.3
HT-2 157 5 33.2 144 —0.4
T-2. HT-2 330 10 62.4 326 -0.1
9.82 10.67
1.00e5 2.5¢3 -
HihEFEB,
8.00e4 HHERRG, 2.0e5
& 6.00¢4 & 1.5¢5
~ 8
il il
ﬁ 4.00e4 D-n;lj 1.0e5
2.00e4
© 5.0e4
0.00 \
92 94 9.6 9.8 10.010.2 10.4 10.6 10.8 11.0 11.2 0.0
it 6] /min 90 94 98 102 106 11.0 114 11.8
i [E] /min
%3 AFG, MRM f&if %l 5 AFB, MRM &K
Fig.3 MRM chromatogram of AFG, Fig.5 MRM chromatogram of AFB,
10.21 3.3e5 11,01
2.5e5 3.0e5. HHEFEB,
2.0e5 2.5¢5
. HMBEERG,
B 15e5 & 2.0e5
’M ~
B 1.0e5 g 1.5¢5
5.0e4 1.0e5
\ 5.0e4
0.0
90 94 98 102 106 110 114 118 0.0
IR [ /min 94 98 102 106 11.0 114 118 122
it 8] /min
4 AFGi MRM (i 6 AFB, MRM {ijif 4]

Fig.4 MRM chromatogram of AFG, Fig.6 MRM chromatogram of AFB,
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11.87 13,37
246 pHmR 2.5¢6
2.0e6 |
% 2.0¢6 REEEB,
§< 1.5¢6 |
i & 1.5e6
5 1.0e6 | =
1 1.0e6
5.0e5 |
0.0 /\ 5.0e5
102 106 11.0 114 118 122 126 13.0 00
i )/min 122 126 130 134 138 142 146
7 CIT MRM A€l Pl Tl /min
Fig.7 MRM chromatogram of CIT 11 FB, MRM &%
12.02 Fig.11 MRM chromatogram of FB,
1.20e6 13.49
1.00¢6 3.5¢5
ﬁg%?Bl 3.0e5
,, 8.00¢5 2,565
=3 v
{é 6.00e5 & 2.0es HEHERERA
= B ses |
4.00e5 S \
1.0e5
2.00e5 5.004 J \
0.00 0.0" . A o J . . .
110 114 118 122 126 13.0 134 120 124 128 132 13.6 140 144 148
58] /min Ii5f ] /min
K8 FB, MRM f& %] 12 OTA MRM fai [
Fig.8 MRM chromatogram of FB, Fig.12 MRM chromatogram of OTA
s 7765 14.14
8.0c5 1207 7.0e5
7.0e5 6.0e5 FRUC R R
., 6.0e5 HT2#:# 2 5.0e5
5 5.0e5 & 4065
B 40es B
™ 3.0e5 ™ 3.0e5
2.0e5 2.0e5 ¢
1'%“’(5), ‘ 1.0e5 + J
110 114 118 122 126 13.0 134 138 142 0
i [ /min 12.0 12.5 13.0 13.5 14.0 14.5 15.0 15.5 16.0 16.5 17.0 17.5
Pt ] /min
¥ 9 HT-2 MRM fi% & i
Fig.9 MRM chromatogram of HT-2 K13 CPAMRM [l
Fig.13  MRM chromatogram of CPA
2.4¢6 ToHE 13.00 2.0e5 231
2.0e6
1.5e5 HERRIIER
\8. 1.5¢6 §
= % 1.0es
= 1.0e6 o
5.0e5 5.0e4
0.0” \ ().()’
114 118 122 126 130 134 138 142 14 1.6 1.8 2.0 2.2 2.4 2.6 2.8 3.0 32 3.4 3.6 3.8 4.0
fFE]/min fifE]/min

10 T-2 MRM fai¥&l
Fig.10 MRM chromatogram of T-2

€ 14 MON MRM (i
Fig.14 MRM chromatogram of MON
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1.6e5 6.05 JECTE ARG el 1) 2 e ) b 2 RS PR T i A 300 T 7 A 1)
1.4e5 e o e (19 e Pl D
1265 ol T2, B ARACHIF S SR A R AT o B —

2e Eoys s 2k gy . g "
X Lo A MEL LR PR R, 905 B i A RO A 2458
[ = "R NE== s 4 N oy - NN 75

B 8.0e4 f F, T I 22— 6 8 57 0 7 o ARG sl 30 R

B 6.0e4 ARG U0 X 8 PR M) o % DAL P 7 92 T ) 22 Jo D FC A v R 28
4.0e4 F JoT DT e A v R 2 IE o) 2% e 3% 0, OB R g2z, IRl
2.0e4 J E Wb Hr A F MR R & PR, A F AT LR

0 4648505254565860626466687.072747.6 BTN T, R IS [F % ARk B 5, LT
Fi 6] /miin FAE R HGE S T s s, R e R AL Bl SR
K 15 PAT MRM i [& VI AR B A RIS 26 b, TR AT L ok AR e 2
Fig.15 MRM chromatogram of PAT FRUN A ISR o B X LR 5, iR BB, PR
7.0e5 R 1E DGR R I A0 F AR AR IE R
6.0e5
5.0e5 MR it 7 3 14.28
5 4.0e5 ~ 5.0e5

=

g 3.0¢5 | 4.0¢5
2.0e5 .%)3 FRAEENTH
1.0e5 J §3.0e5

Al B f
0.0¢ & 2.0e5 l
6.6687.07.27.47.67.88.082848.6889.09.29.49.6 & 2.0e
it ] /min
1.0e5
Kl 16 DON MRM 3% [& L
, 0.0
Fig.16. MRM chromatogram of DON 130 134 138 142 146 150 154 158
, H5} B8] /min
24 ERMMITH .
‘ ‘ ) ) [’ 17 ZON MRM {3 &
%ﬁ?&@(%‘?i‘ﬂ] fﬁﬂﬂz%?ié’%)%?ﬁx @#ﬂ:gﬁﬁ Fig.17 MRM chromatogram of ZON
£S5 KIERAAFRREMAAREE BUWEREREE T
Table 5 Recovery comparison with or without internal standard
FoK/% TR /% EXK/% 2l /% A% KER /% R il 5 /% KIS/ %

Bkl
AKIE KIE AKRIE KIE KAKRIE KRIE AKRIE KIE KRKIE KIE KKIE KIE KRKIE KIE KKIE KIE
AFB, 9535 9747 5840 1002 5941 9640 79.35 103.6 90.88 1002 85.06 97.13 7637 9935 93.78 99.93
AFB, 9593 9730 5299 101.8 4474 9527 91.07 9920 90.93 1013 91.87 102.8 81.13 1022 91.40 95.83
AFG, 90.18 1024 62.18 1015 56.46 98.73 8558 9878 88.02 103.1 8273 99.07 77.28 102.3 8540 99.03
AFG, 88.00 9850 59.01 107.6 66.93 113.9 91.17 103.8 9640 1064 8730 98.90 76.43 98.40 9123 103.4
FB, 8460 9296 5291 8245 137.1 9480 79.46 98.77 79.81 98.40 7850 9499 73.62 9837 84.98 97.15
FB, 8527 90.64 5931 88.56 1084 9049 8293 9421 82.66 94.53 8020 89.25 7678 9421 87.46 9421
HT-2 1023 1092 44.10 1104 69.52 1012 8510 1023 93.15 1062 9055 1062 77.14 1059 99.18 1103
T2 8518 9232 39.92 8659 6670 90.32 81.08 9827 83.99 102.0 78.16 98.83 7191 9648 83.51 87.41
CIT 1086 1179 29.80 1128 7440 1198 98.63 1207 9939 117.8 8848 120.6 8398 121.6 1055 121.2
OTA 9454 8444 4280 8120 88.10 89.26 94.87 8527 9579 8656 91.93 84.41 87.50 89.29 9490 85.49
CPA 1305 1252 1189 1173 83.12 1154 1059 1145 1069 1140 120.6 1207 101.8 1198 110.1 115.7
PAT  84.09 77.95 8247 8441 7355 79.57 7271 81.69 78.14 8149 69.64 83.65 63.24 8576 79.03 83.68
DON 97.10 1014 141.6 1122 9376 102.8 9843 101.3 99.90 100.1 81.57 1044 82.96 1046 81.21 1043
ZON 1270 1055 1224 1038 1240 100.1 129.6 1020 1151 101.0 1548 1048 131.0 107.6 127.1 112.4

TE: T MON BeA PR TIAE, SR ARSI .
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3 1 ) R ANR G E AR 04T, LLHbRoY
By AR 0T 10 N ARG TR A FUE AR AR(Y) « AHBE F AR
PP BN BARPR(X, ng/L)2iIbRifEZR, FAE

BB, I BRI DG R R A7) 3 6. L5 RFRIT 15 R ELIA 5
RAES AR N 2 RIS R . DIERL N
3(S/N=3)F1 10(S/N=10)43 7 355 %5 1} B (limit of detection,

LOD)A1%E & R (limit of quantitation, LOQ), W3 6~7.

®o6 FUEMZSE. ZMEE. HXRBURZTENRHRMERR

Table 6 Regression equations, linear ranges, correlation coefficients, LODs and LOQs of reagent blank

Sy HTH Ry i LAEE I/ (ng/L) 7 LODs/(pg/kg) LOQs/(ng/kg)
AFB, Y=1.04X 0.391~12.5 0.9998 0.9 3
AFB, Y=0.753X 0.098~3.13 0.9999 0.9 3
AFG, Y=1.14X 0.391~12.5 0.9998 0.9 3
AFG, Y=0.785X 0.098~3.13 0.9997 0.9 3
FB, ¥=0.0295X 19.5~625 0.9995 8 25
FB, Y=0.0091X 19.5~625 0.9997 45 15
HT-2 Y=0.0419X 15.6~500 0.9974 9 30
T-2 Y=0.0111X 15.6~500 1.0000 45 15
CIT Y=0.049X 3.91~125 1.0000 8 25
OTA Y=0.291X 0.391~12.5 0.9999 3 10
CPA 7=0.0338X 3.91~125 0.9988 45 15
MON 7=105000X 1.25~40 0.9960 0.3 1
PAT Y=0.0136X 15.6~500 1.0000 16 50
DON 7=0.0164X 15.6~500 0.9999 3 10
ZON 7=0.0143X 15.6~500 0.9998 1.3 5
F7 HRPKRERAESR
Table 7 LODs and LOQs of test samples
it KAK/pgkg)  HiM/(pgkeg)  FXK/A(ugkg) FEili/ (kg BRI/ (ngke) KEs/(ng/kg) P/ (ngke) KR/ (ng/ke)
LOD LOQ LOD LOQ LOD LOQ LOD LOQ LOD LOQ LOD LOQ LOD LOQ LOD LOQ
AFB, 1.5 5 1.5 5 1.5 5 1.5 5 1.5 5 1.5 5 1.5 5 1.5 5
AFB, 1.5 5 15 5 1.5 5 1.5 5 15 5 1.5 5 1.5 5 15 5
AFG, 1.5 5 1.5 5 1.5 5 1.5 5 15 5 1.5 5 1.5 5 15 5
AFG, 1.5 5 1.5 5 1.5 5 1.5 5 15 5 1.5 5 1.5 5 15 5
FB, 9 30 9 30 4.5 15 9 30 9 30 9 30 9 30 9 30
FB, 9 30 9 30 4.5 15 4.5 15 9 30 45 15 9 30 9 30
HT-2 18 60 27 90 27 90 27 90 27 90 27 90 18 60 18 60
T-2 9 30 9 30 9 30 9 30 45 15 45 15 9 30 45 15
CIT 9 30 15 50 9 30 9 30 9 30 9 30 9 30 9 30
OTA 45 15 4.5 15 4.5 15 4.5 15 4.5 15 45 15 45 15 45 15
CPA 45 15 45 15 4.5 15 4.5 15 45 15 45 15 45 15 45 15
MON 6 20 3 10 9 30 6 20 03 1 1.5 5 1.5 5 1.5 5
PAT 24 80 24 80 24 80 24 80 24 80 24 80 24 80 24 80
DON 15 5 15 5 15 5 15 5 6 20 6 20 9 30 9 30
ZON 0.3 1 0.3 1 0.3 1 0.6 2 1.5 5 1.5 5 1.5 5 1.5 5
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R S SR IR TRR, AT B T R PERS
bR AR, SRR R 1S T

bR S B i B K B T R ARMEA I, 56 . e
1 F bR SE 50 75 SR B 1) B B R AR IR, 4 2 A B e

ASCRR A 25 ) R SO (AR AR MR EE 2200 10) BERFREHR

W BRI S BRI e B, W AT bR vk %8 HEMEREO=S)

ML 8. DA BRI SOK . TR . EoK . Bl Table 8 Spike level in samples (n=6)
REA L O, R R RK S LR A, FEAR e B N bR (g ke)
WBE 2 ANKCOR R AT IAR ISE R, KT T 6 Yl BT prev -

B, FERLE 72.09%~136.58%, RSD K 1.17%~27.41%. ¥

2 S A 5 3R KR i 0 AT 5 1 T AFB: ’ 32
W% E . (MON i F 4 /4 AR £ IE, [ g % 7 AFB, 2 8
59.08%~136.58%, RSD 4 2.28%~27.41%, HIXH R K), HEIL AFG, 8 32
% 8~9, AFG, 2 8
3 p5ite e 20 2000
FB, 500 2000
AR HF 5 35 TV 500 B i A BB AR S T —Fh XK HT2 500 2000
Ko TR EOK . BN REA . BRI . AR . 500 2000
S5 D3R S5 £ 14 £ OB €203 B DR J5R 5 EDK T AR [ s
5E 1S R ECTE 2 )7 1 o R R P HLBE 5 22 J I e, it 125 200
DA, 2 PIARIR A TRE BEAMT, 15 Fh ELRR 5 RAE S AW OTA 12.5 500
NGt RIF, HXRBIIKT 0.99, kBl 0.3~ CPA 125 500
27 ug/kg, EHEIRN 1~90 ug/kg, PLIASK . W, K., & MON 125 500
Hildd . RES L B PR S FIK SRR 8 o i IR PAT 500 5000
WS HE 2 DK AT AR RIS, IR AE
72.09%~131.28%, RSD 7 1.17%~18.20%, %t K& T bR Hy 5 PON 200 2000
PEATIRAE, A6 45 I PEEE 5 Bl . AR D7 T LASE B ZON 500 2000

®9 HRMEEHYEWERENRERE

Table 9 Average recovery and RSDs for samples

Kok B
3R IRHE % R EE /% IR HE FE /% R %

EES RSD EEES RSD HEES RSD EEES RSD

AFB, 98.83 4.28 98.67 2.66 105.63 2.42 94.33 4.09
AFB, 100.53 8.58 94.40 8.77 107.6 4.99 97.73 7.39
AFG, 100.40 2.62 102.08 3.91 106.37 4.69 95.5 4.07
AFG, 106.13 7.96 99.80 7.64 112.8 10.61 101.7 4.93

FB, 82.24 6.20 102.93 4.58 72.37 8.49 91.6 6.6
FB, 84.69 3.74 99.60 3.04 83.04 5.58 95.33 3.73
CIT 115.26 2.98 118.99 2.69 114.49 4.58 109.28 3.25
HT-2 100.43 13.12 105.60 8.54 109.92 14.58 110.53 6.70
T-2 90.24 6.91 94.53 423 88.59 3.71 83.87 6.51
OTA 89.59 432 81.87 3.58 83.35 8.35 79.89 5.02
CPA 126.06 9.91 114.88 4.53 126.12 7.09 110.93 5.01
MON 136.58 3.69 116.62 7.34 109.03 27.41 113.85 12.28
PAT 77.23 1.83 78.91 2.25 88.21 14.23 79.49 1.80
DON 98.19 2.09 101.47 3.64 99.41 8.91 113.6 4.90

ZON 105.44 4.70 108.13 2.01 105.44 2.19 102.67 1.17
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Table 9 Average recovery and RSDs for samples
ESPS S
S ML/ % R /% R /% 1R VR /%
[m] i 5 RSD e RSD IES RSD IlvES RSD
AFB, 100.57 7.90 98.92 5.62 102.47 4.46 102.08 5.81
AFB, 98.93 8.93 94.93 5.91 101.07 10.34 99.50 5.93
AFG,; 99.53 5.33 97.25 4.70 97.73 7.11 103.00 4.62
AFG, 114.00 12.24 103.80 6.28 112.00 10.28 105.97 10.63
FB, 86.99 14.29 107.97 6.17 84.11 5.15 109.07 6.78
FB, 88.05 7.69 97.44 4.18 86.88 5.57 104.67 433
CIT 118.44 8.48 109.87 6.10 117.78 4.08 118.08 3.17
HT-2 111.20 13.51 92.13 4.80 98.29 11.71 105.20 7.48
T-2 92.37 8.93 92.40 8.39 96.21 7.58 93.07 15.25
OTA 93.17 5.47 84.80 8.22 91.06 7.87 83.89 6.38
CPA 123.69 4.65 108.59 6.38 122.32 2.64 109.17 5.30
MON 73.05 11.28 72.09 22.47 69.44 3.74 67.04 19.83
PAT 79.25 5.19 78.84 1.61 80.21 4.21 81.25 2.60
DON 95.09 4.71 104.93 3.46 96.43 5.35 99.20 4.48
ZON 106.29 5.82 98.93 1.42 105.12 3.98 101.20 3.23
F ) HEBMARTEHEWERESRERZE
Table 9 Average recovery and RSDs for samples
jegjiRlii KER
ST IR/ % PRI /% R L/ % IR /%
alies RSD (B s 5 RSD (B i ¢ RSD AfvES RSD
AFB, 103.50 2.42 98.92 3.14 98.63 6.46 97.08 4.85
AFB, 103.20 5.59 100.67 2.81 107.07 5.21 95.20 4.75
AFG; 102.20 4.03 102.17 2.31 102.40 4.26 96.83 5.47
AFG, 115.47 9.81 104.53 3.87 108.93 12.73 99.73 10.68
FB, 86.67 5.99 106.13 2.96 89.39 8.00 100.00 4.98
FB, 87.04 3.47 103.33 2.79 85.33 7.35 96.53 4.18
CIT 117.93 2.44 115.31 2.66 119.80 5.05 118.77 2.36
HT-2 102.83 7.43 109.33 7.54 111.31 9.11 100.40 12.08
T-2 98.51 9.06 101.47 3.68 101.65 12.23 96.27 7.75
OTA 85.15 7.91 85.01 5.61 86.02 7.23 80.37 2.76
CPA 121.00 6.08 106.51 2.70 129.17 4.57 107.84 4.73
MON 112.80 12.38 104.78 10.48 63.19 6.41 59.08 13.36
PAT 79.41 3.05 80.31 1.99 81.44 4.27 83.33 1.76
DON 97.44 3.69 98.27 2.27 100.48 6.42 101.73 2.35
ZON 101.39 2.12 99.47 3.40 103.73 2.80 103.33 2.66
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Table 9 Average recovery and RSDs for samples
PRl A KR
53R TR /% R EE /% A SE /% R EE /%
g RSD & RSD g RSD & RSD
AFB, 101.23 6.76 97.00 4.63 98.77 3.32 100.75 4.03
AFB, 99.07 8.35 100.27 6.24 96.27 6.14 96.60 6.12
AFG, 102.00 6.81 101.42 3.81 97.33 3.60 99.83 2.02
AFG, 105.33 9.01 102.17 6.26 116.93 18.20 107.27 8.62
FB, 83.89 3.79 106.80 8.80 87.41 3.08 105.07 3.72
FB, 90.29 8.26 103.60 4.68 88.59 2.49 104.53 6.47
CIT 119.63 7.14 116.37 2.34 117.22 3.68 118.56 3.98
HT-2 104.80 9.31 105.33 6.82 100.32 16.27 104.13 7.73
T-2 92.05 6.62 97.87 5.80 89.55 9.93 92.40 6.61
OTA 93.41 4.82 84.59 291 86.49 8.61 82.88 3.39
CPA 131.28 6.55 112.80 3.44 123.64 9.29 112.37 3.81
MON 85.79 2.28 80.44 19.80 87.39 1.71 78.75 15.28
PAT 82.19 6.21 85.07 2.28 80.48 3.39 84.13 1.52
DON 100.00 491 102.93 3.60 100.27 3.64 103.47 3.62
ZON 104.91 3.03 107.73 1.74 111.68 7.68 105.47 2.00
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