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HE B (Mycotoxin) — i il T-7 18 “Mykes” Ml T 15 “Toxicum”, ‘B f& M7 2 ELH
FEIE BB 564 T P AR A B . W =S — B AL SRy B B RHIE(E
JE . BEA BAERL A BRI AT A R, BHEZO KRR R A A SRR (R LR,
RO 73 T M LT B AL &R0 o P AR AR BUDIR AT VIR IR ST . H TR I B S 3 R 7k
£ : TLC ¥%. GC 7%, CE-LIF 7% ELISA %, HPLC %L LC-MS/MS ¥% . H ' LC fil LC-MS/MS
VBN E v FT O IN E FE R AR, 3012 BT B 2 2 il b

I e OO B LC-30A A = EE PUAR A5 11 LCMS-8040 FHEH LIOK, —H %) K
MRS . LC-30A HATNE S G/, AT DARC & T E AT — s (il A, 78 B8 g
Jr BRI H ;. LCMS-8040 HAT B DU AT (15,000 u/sec) BRI IE AR I Hd B2 (15
msec) MIFEPLIEF MRM (555 ch/sec) HIVERE, AEBGHEATIESE 7 &2 H 70 FIRSAGI . /5 H &3
B R TR AR, 2R R s TAES IR T = B AR TR

WL P 0977 42 ) o oCo BRAL BT AE B2 A I 77 T 9 1 248, B N AN ER AR &
2 A A4 T B R AR SCHUR , EE N AP AR . 2012 4, BEEA ) HHZ B E
TEMEWH, BAETTRAH] B H=HPURAT BT LCMS-8040 Kl WEH#BRINITIE, A
By AR R R MR . ATz H C 258, Uz AR 5 Ria A w20 Hr L e B A
BEER ARSI B — IR, VO (R R A B A I 75 220, R TAEE S
%

By A A E N EREE L TG T, AT ECAIT 30 4F, H 1875 fEENLEUK, 48
AR AR N B AR AL SR 5 DRRAROR AL S otk 7, ARSI e AR, et &
R IIBRAROR . KWIBIR, B A R —BHRVEE NS g 224, BURRIY, S it
ST BROEA R R R TT SR

Bl & (hE) HRAF



FE—

FEREEL[ 30 S, WT RGN AT S OBk B BT EAL. ARAEY (K23
wYD AEFEHEZ ARG, CEYEE RS MRS RS, WK
REEFEIEM . 50 HE R R OROESE A SR, 2ok, S RAen “ =20 fEH, ik,
BREH (BEUD. EEE M S4B EEE (FDA). HARIR 255 & EAR G 1M 1 & 5
FHERRREOARIE . REDAMREEERE RN L2, 2011 FEH TR/
2 A E bR (GB 2761-2011 & i h B B AR IR E D, X6t o K SRR B R A 1 ik oD (IR
€ IF B DA ARERE AR AT B RV, JFRS A BL R i 2 SR EREAT BT

A eI FL T8 7 3R T VE 2 R R VA I IEVE P K . PRI IRTUEIE T2 B B niEE
FOBGIK S eis: BRIE T EAHE B3 (TLO). WUHEGENE (LO). AU TENE (GC). AR
SR FHIAB B PR S o TLC AR BRI 5 B bR 23 3 G I 7 v At S 7 Tl AT — s I i
PE, (HREEEAR. HRAEEIR, ITEEE RN A 52 2R GC-FID M GC-MS HA 1 BT KK 2 £,
HE B AARUEMAZ IR LC M LCMS AT TR A H SR oM, RAREn
5y REUL R UL LAT HEAT 20 4100 RIS D S5 R R T 52 80 V2 IR o 4 ol i 3 A v S8 £
WA K R R, VR R R L R R AT SR A T R ST .

AP BEEA R RA RIFIEIER R, LCMS-8040 A #AE A — A =5 DU T HE A,
NAFTHEE R MA TR 7R PRGNS TB. 5 R b B R A B A A
TrE) HEHZ bR, RRATH TARR A B2 VR TAEE S, NAEE TR TS —
3 TR -

WL P B P2 h B AL P



FARVEM BAL G MR T

HE BN B RN SRR ™ E e, (et 52 B HE 2 = 75 4
FUH 8 A EAL . B TR 100 AN E K SRR /i b B # 2 BR E 3T T RE . B
BTN EE R EET RN, AR IR E AR A b

KK BT 2006 4 T (Regulation (EC) No 1881/2006), X £ i H1¥5 Ge ity BR = 31T 52 ,
PUEE . 26 BRSANR BN ER T, miiEHESE (8 G2+G1+B2+B1 & &)
ANFEEIL 4 pg/kg. 2010 4E, Wifi (Regulation (EC) No 165/2010), FiE 224l ) LA J7 Wk 4 AFM1
(PR B A 0.025 pg/kg: BEFLH AFMI1 & & AREREIT 0.05 pg/kg.2012 4 X iAf 1 (Rregulation (EC)
No 594/2012), %} (Regulation (EC) No 1881/2006) HH{T T4&1T, Xt TR bk h & &5 R
A R R EE T HE .

ZETE FDA X th R RWIREE B E: ghhEihESER (BI+B2+G1+G2) HH K
FREHBR RN 20 ng/kg, FWH AFMI H & RBR B R &N 0.5 pg/kg;

HAR R A E, HihERR Bl EE O &M R R ER “AEaE . A &I
il AFM1 & BRI 0.5 pg/kg: HALE R EFIRGIFZPHE: BihMER R RORE
A& 10 pg/kgo

BETE 2005 FAA T sRFIMER & DA RME (GB 2715-2005), B XN T HEHRRER
brdE, H @R TIOMAERESR (EHES R Bl NASEHIEGE (DON). T KFER
il (ZON) FifEh&EHZR A (OTA)). 2011 4, FENA T &M (B 2eE R &
P E B RRE) (GB/T2761-2011), #iE GB/T 2761-2005 #4 /N 7 f i FEH R A, EAKAFE
WEERFRRR: Brg 7 SRR R Bl mHhERE R M1, AT R EGE AR SRR ER
o S AT 73 o T LR R O0 B A B 2R A £ P B E ESRB SR bk v, R 1 P £ o S R
.

PURESCE L R [ E S b b HR R AR PRV S TR

EE (ugke) RKE  (ug/kg)
BREW 44 Gl
AR | B5)LE = dh By
FLH FLH

SBEMEER 20 4 2
HHMEER BI 2 0.1
HHMEER M1 0.5 0.025 0.05
HHHBEFR A 3 0.5

DON 1000 1000 200

ZON 100 50

RELER 2




FE (pgkg)
BRAK R BE KK EYH (REFEMABRE. T2, 84 )L L
N N N BA
Be Bl i K FEAE)D KEER Lok
EENESR
HhEREE BL 20 10 5 0.5
HlEER M1 0.5 0.5
RMERTER A 5
DON 1000
ZON 60
REFR
W EARREEIE
KTT P LN EERIEME B RRZGT:
PLES AR FLBR CAS No. SFR STE g
&G #EE-B1 | Aflatoxins B1 (AFT-B1) | 1162-65-8 C17H 1,04 312.27
P1,21,
HihEFEZR-B2 | Aflatoxins B2 (AFT-B2) | 7220-81-7 Ci;H 404 314.29
24,28,
gk #MEFEE-Gl | Aflatoxins GI (AFT-G1) | 1165-39-5 Ci-H 50, 328.27 46, 50. 55
#HE HHEEE-G2 | Aflatoxins G2 (AFT-G2) | 7241-98-7 | Cy5H,,0; 330.29 o
HEFER-M1 | Aflatoxins MI(AFT-M1) | 6795-23-9 Ci7H,04 328.27 P1,32
G #EE- M2 |Aflatoxins M2 (AFT-M2) | 6885-57-0 Ci7H,1404 330.29 P1
i it 2= FMEER A Ochratoxins A (OTA) 303-47-9 | C,H;sCINOg | 403.81 P6, 36
HE HHETR B Ochratoxins B (OTB) | 4825-86-9 C,oH oNOg 369.37 P6
e R4 EE Bl Fumonisin B1 (FB1) | 116355-83-0 | C3,HsoNO;s 721.83 P9, 39
E% RO #% B2 Fumonisin B2 (FB2) | 116355-84-1 | C3,HsoNO44 705.83 P9, 39
B AR
K% B3 Fumonisin B3 (FB3) | 136379-59-4 | C3,HsoNO,, 705.83 P9
s VAL Nivalenol (NIV) 23282-20-4 C,5H,00; 312.32 P13
e T I X Fusarenon-X (Fus X) 23255-69-8 C;7H»,04 354.35 P13
Wi 28 it 4 5 S
W e o Deep-DON - C15H1805 278.31 P13
DAL P
E003 VAN s —
D it 42 55 e 0 ) A .
B A I . Deoxynivalenol (DON) | 51481-10-8 C;5H005 296.32 P17, 43
7
HArED -
- IEMA S JE | 3-Acetyldeoxynivalenol
L 50722-38-8 C17H205 322.35 P17
] TR e (3-ADON)
15- ZIESE B S 5 | 15-Acetyldeoxynivalenol
N 88337-96-6 C17H2,0;, 338.35 P17
B ) I T (15-ADON)
TKAE e
i KB W Zearalmone (ZON) 17924-92-4 C,3H0s5 318.36 P17




H X
H—4 LC-MS/MS ¥l 55

1. LC-MS/MS 5E 3B 1 6 FHBTHBETE TR oovvoeeeeesee ettt 1
2. LC-MS/MS U 5E T KA HIBE BHEEEE 2R oo 6
3. LC-MS/MS 5& Bl B R IR TG EE 2 B B e 9
4. LC-MS/MS I 5E /N2 P B S5 JE R D BRI A AT AR o, 13
5. LC-MS/MS [ il 5 454 BRI MR i 353 3R T K AR BEMBE . ovvoveeeeeeee e 17
B34y LC R T5

6. LC-30A FIAL AT ATy R PRI M TR TR o, 21
7. LC-30A FERTATAEEI AR B S B R AT B e, 24
8. LC-30A L AT A REMER AT M B RE R E R o, 28
9. LC-30A & A= WA 22 %) ) LWk H R - AT 38 MBI 32
10. LC-30A M AR A HHBEEE 2 A T3 B 36
11. LC-30A FERTHTAVENE R E TR G T I B R s 39
12. LC-30A R I 5 MR v i 2805 TR T TR B B s 43
13, ERCBUR E S B 5 AT AR A TR B B P M BT TR s 46
14, 5 ROBAR G pE BT 5 AT AR V2500 5E P 25 MR A b iy 3 i B2 3 K G2,G1,B2,B1 & & .50
15. 15 ROBUAR o b R o A A VR R A JE AT AR I U R 2 P B R R e 55



LC-MS/MS M@k 6 EMESFTR

TEE: ARSCERAL T — PP S = OO A LC-30A A1 = PU R AT 5T 4 LCMS-8040 X
FIE Wk rh 6 Fhs iR B 20 k. BRI 25K, SPE L), WiAH B . =E U
FEFEA N AREREAT e B0 . 6 M i B R 3R 7E 0.5 ~ 10 ng/mL WRJEVEENLMEREF: X1
ng/mL. 5 ng/mL Al 10 ng/mL V& bRAEVEIESE 4 YCIERE, 3 AR BERRAE S (100K B 5 AR 2 1RO A
SRR AENR 22 73 ITE 89.6 ~ 113.2%81 1.59 ~ 9.99% 2 [A], X #KE % Rif; M55 T =AY
B bRE R, g5 RN 6 FhiE M & E R 1R EIRTE 90.2 ~ 112.2% 2 [A]; FERGIR R i
K th & & R AFT-B1 A1 AFT-B2, WKRJEZ4> %14 5.54 F1 0.29 ng/mL.

REEE: MERR 0k BRI g = EPUAT T EA

7 i1 % 5 % (Aflatoxins AFT) 23 &M 254 i & AR~ . Hthinid s F R .
WRENRZG N EE, rTRAESMESE, ML HmVESRSE. 40 e A8 1 FjE
EIGA . AFT FIB0E IRE S, & HTCMERBUEY . —. X TEMEMERRN S5
HMIECAL SR ZL T, 25 1 a0 3 il 25 75 31 10 & E/K-Fl 1™ 4% I RLE - BRE(EU) No 165/2010
FE B4y ) LBC 7 W5k v ML PR M 0.025 pg/kgs  HAKSIGAS IR a2, ¥ I A58 2 B1 /£
O TRAEREN “AeRt” REERSAYREEER (FDA) #E, s
AR (BI+B2+G1+G2) [ NIk RE N 20 ug/kg, 495k th 855 2 M1 5K ik IR
&9 0.5 pgkg: FHE GB2761-2011 i 2K b (M HEEHRRE) ME, FLHW
B AR R M1 IR EN 0.5 pg/kg. H T8 i85 58 30 H O E AU -2 RilliE, FRE
A LC-MS/MS A 35 1 55 55 2% 110 18 ShR e o A ST FH B s s RO €354 LC-30A
A= DU AT BT A LCMS-8040 BEAH, 57 | PR HER I E Wikn 6 Fhef th & 2 R 7%,
PR TAIPNE =
1. SERFL
1.1 {38
A S 648 P 5% VA T RORRE €AY LC-30A 15 = 5 PUARAT R %1 LCMS-8040 6 FH A 45 . FLAKRD

BN LC-30AD*2 %z, DGU-20As fEZEM AL, SIL-30AC Hah#tFERs, CTO-30A F:IEFH,
CBM-20A #4575, LCMS-8040 = UM AT it {X, LabSolutions Ver. 5.50 i T{Euk,

1.2 A

AR R A

SrfT i LC-30A &% A A—0.1% Bk A
fai4E:  Shimadzu Shim-pack XR-ODS III B— /M (viv=1/1)

2.0 mml.D.x75 mmL., 1.6 um WMiE: 0.3 mL/min



HEFEARRL: 10 uL

FER: 40°C

JR G S A

SIHTAS: LCMS-8040
B 7. ESI, IEE 74
BRI EE: 45kV
A A 3.0 L/min
TS %R 15 L/min
i< ER
AV E RS 250°C
INPAEGRFE: 400°C
A 2 RPN (MRM)
ERE Rl 30 ms

Vel oy BREEVEN, B AHIAGIKIED 32%,
I TRIRE P K 1.

JEIRBSTE]: 3 ms
MRM 4. L3k 2

R 1 BRGNS R R P
Time(min) B.Conc.
0.50 32
4.50 45
4.80 100
5.80 100
6.00 32
8.00 Stop

% 2 MRM %
) EX LR RS =) Q1 Pre CE Q3 Pre
L BXER CAS No. _ i
= (F&IFR) BF BF Bias(V) W) Bias(V)
1 wMEHZE  Aflatoxing M2 259" -12 26 28
6885-57-0 331
-M2 (AFT-M2) 273 12 25 30
, HHESER  Aflatoxins M1 273" -12 25 -30
6795-23-9 329
-M1 (AFT-M1) 229 12 43 25
3 mEHZE  Aflatoxins G2 245" -12 31 26
7241-98-7 331
-G2 (AFT-G2) 257 -12 31 -30
4 mhEHZE  Aflatoxins Gl 243" -12 -29 27
1165-39-5 329
-G1 (AFT-G1) 283 -12 25 21
5 & EE  Aflatoxins B2 259" -12 30 28
7220-81-7 315
-B2 (AFT-B2) 287 -12 27 30
wmihE#HZE  Aflatoxins Bl 241" 22 38 -26
6 1162-65-8 313
-Bl (AFT-B1) 285 22 24 30
,  GLRfI=
- C-AFT-G1 346.00 257.00 -12.0 -29.0 -27.0
7N
¢  BIFfIE "
i 3C-AFT-B1 329.90 254.90 -22.0 -38.0 -26.0
7N
9  B2RMIXR "
e C-AFT-B2 332.00 272.90 -12.0 -30.0 -28.0
7
*RONERSE T
1.3 BRI &
FRAEE AT )«

HOE & bR £ FH CIETCHI A 10 mg/L KRG FRAEE I, KRR RS N 104 7.5,
5.2+ 1. 0.75 f1 0.5 ng/mL MIbRUE TAER . PMARY PC-AFT-G1. “C-AFT-B1 1 "C-AFT-B2 [

WIEN 2 ng/mL.
FE it AT A0 PR 7V



FEHL: BU 5.0 g BEML, IOANZBE/K (84/16, viv) 20mL, #aJiE 1 min, #75 40 min, 250> 5 min
(8000 rpm), B 2mL F/ZIHH, I 1% iE-20 PBS #ike & 25 mL, WiiA% M.

Ak S RS A AR HEYE, TEAESRRIRE 8 —A 30 mL (RS &%, KRB A -
w I &E#R (Bl B2, G1. G2, M1 1 M2) G fiik:, bAEsEE, A 10 mL PBS #het: ¥,

T, A S mL RIFEEGEME, T, WCERVERR, HEAWRT, B 1.0 mL ZM5/7K (20180,
VIV) RS RERRE Y, 1 0.22 pm JEBEIFUSCEIER, HE LC-MS/MS 44T,

2. ZRR

2.1 FRUERE S MRM %

10 ng/mL VR A FRUERE S8 1 MRM 50 1 Fios.

10,000)
[4:351.005259.00(%)
15:329.00>273.00(+)
l6:331.00>245.00(+) I
17:329.00>243.00(+)

(+)
(+)

w
M2
M

3.098:315.00>259.00]
19:313.00>241.00

0.5 /] N

T T T T T T T T T T T T T
0.25 0.50 0.75 1.00 1.25 1.50 175 2.00 2.25 2.50 2.75 3.00 3.25 min

& 110 ng/mL I8 A FFAERE G MRM (1% [

2.2 MR R
BKRFERN 0.5, 0.75. 1. 24 5. 7.5 10 ng/mL (7R A FriE TAER, HA WARIKE N 2 ng/mL,

1.2 PRI AT AR AT BTN E , AR FE HEOAREARBR , WA EE N ARAR, AR AR il 2k
WP 2 ~7 P o 6 Fle e 5 sk AEAS DUV BE VL PRl N 2 1k R4 o RMEDTRE . AR R B S e A o
AR BR AT E BRI 3.

Area Ratio Area Ratio Area Ratio
7.5 ] 50
_ 5.0]
507 ] ]
J 2.54
25- 227 ]
e S — (YN A — 0.0-....,....I
0.0 5.0 Conc. Ratio 0.0 5.0 Conc. Ratio 0.0 5.0 Conc. Ratio
2 AFT-B1 AR LA i 22 Kl 3 AFT-B2 H#3iE TAF il 2k Kl 4 AFT-G1 FIbsiE TAF 25
Area Ratio Area Ratio Area Ratio
4.0 ] ]
] ] 5.04
i 3.04 E
3.0 ] 4.0
20] 207 3'0_2
] ] 203
1.0 1.04 1
] ] 1.0
0.0 ¥ 0.0 o.c:,,,,,,,,,,_
0.0 5.0 Conc. éatlo 0.0 5.0 Conc. Ratio 0.0 5.0 Conc. Ratio
5 AFT-G2 IAmiE TAF £k 6 AFT-M1 [FRiE T AF ih 2k Pl 7 AFT-M2 [ bRE T AF 26



3 6 FiEE & B R AR AE I 254
No. B B 2R MHXRFHr KHER mgmL) FER (ng/mL)
1 AFT-B1 Y =0.8144X + 0.0945 0.9993 0.15 0.50
2 AFT-B2 Y =0.6750X + 0.0498 0.9992 0.15 0.50
3 AFT-G1 Y =0.5317X + 0.0081 0.9980 0.15 0.50
4 AFT-G2 Y =3028.33X +377.835 0.9974 0.15 0.50
5 AFT-M1 Y =2902.20X + 68.4405 0.9986 0.15 0.50
6 AFT-M2 Y =4152.96X +230.694 0.9993 0.15 0.50
23 BEELER

%I 1 ng/mL. 5 ng/mL H1 10 ng/mL &G FR#EVETRIELE 4 YCHFE, 3 AU LRI i RS 1 B2 AT E
HIAR X B vHE A 22 43 ) E 89.6 ~ 113.2%F11 1.59 ~ 9.99% 2 [1], X #$HE % & R UT .
2 43 AR BT i (05 B8 B RN BEE PR KR B UEAR 22 (n=4)

1 ng/mL 5 ng/mL 10 ng/mL
Sk Accuracy (%) Conc. RSD%  Accuracy (%) Conc. RSD%  Accuracy (%) Conc. RSD%
AFT-B1 97.5 9.55 89.8 5.55 102.3 4.30
AFT-B2 101.6 5.76 96.1 3.26 94.9 4.21
AFT-Gl 108.2 9.85 104.3 3.82 103.2 4.85
AFT-G2 108.8 9.99 104.2 3.53 95.5 3.77
AFT-M1 89.6 1.59 94.8 5.36 105.0 2.03
AFT-M2 113.2 9.84 101.5 5.20 102.0 242
2.4 EEEL

DA E YR AR BT B AR VA, INFRIKEE 5 ng/mL, 7330 EIaE 8 fizr. 6 Fhes &2 3 nks
IR WA 5.

2.5 Yokt i
TEREGRYFE PR AFT-B1 Al AFT-B2, K400 5.54 #10.29 ng/mL, i & ILE 9.

(x10,000)

10 (x10,000)

‘4:331.005259.00(%) 14331005 258.00(+)
15'329.00>273.00(+) 15:329.00>273.00(+)
3.046:331.00>245.00(+) 0,916:331.00>245.00(+)
17:329.00>243.00(+) 17:329,00>243.00(+)
18'315.00>259.00(+) 18:315.00>250.00(+)
10'313.00>241.00(+) 0.8.19:313.00>241.00(+)
2.57 N 4 ]
j = d ]
4 f 0.7 —
1 I 1 p
2.0] Il 06 A
] N .
15] AR 05
0 1
| s "
1.0 = ] H
1 [ 03
’ R g | I
O.Er’ J‘ \ ﬂ 0«": A g [ ]
| t |
0.0 i / \
h L L L B L L B By U I 0.0 —_— ———— -
0.5 1.0 1.5 2.0 2.5 3.0 min 0.0 1.0 20 30 min
K 8 FEFINARES (5ng/mL) ML B O W KYRE () £ 3 Pl



%5 IR (5 ngmL) Bl

2 1 2 3 15 B (%)
AFT-B1 6.19 524 533 5.59 111.7
AFT-B2 4.36 4.87 431 4.51 90.2
AFT-G1 4.98 476 542 5.05 101.1
AFT-G2 5.44 591 5.48 5.61 112.2
AFT-M1 5.32 5.54 5.39 5.41 108.3
AFT-M2 5.54 479 537 523 104.7

3. &8

BN T — Pl i RO Y LC-30A 1 = FE UM AT 5T 1% A LCMS-8040 Kk FH Wl i 0543
6 B IR R, 6 P B E R 0.5 ~ 10 ng/mL REEVEFEI N L ERLF, JEFUINFS
Bl RAF: AR Ay i 3 AR BERTRAE i (10K B B2 1A B2 1RO X A v 22 23 T TE. 89.6 ~ 113.2%
1159 ~9.99% [8], AUEAEHIE RIF: FEFYPFE M kst 3m i %5 3 AFT-B1 Al AFT-B2,

WRESy 59104 5.54 A1 0.29 ng/mL.



LC-MS/MS M5E EXF I EFEFTR

TE: AN T — A B e OB B LC-30A A1 =FE DU AR AT BT %X LCMS-8040 Bk

FIIE Tk i ph 22 35 R U5 FERV B A S2 8. SPE W L)E, WU 70

= PR AT

AP FRIZREAT 5 BT o 2 FHEEERAE 0.1 ~ 20 ng/mL 34 F 3 Bl 9 26 1% KL 47 % 0.5 ng/mL+ 2 ng/mL
#1110 ng/mL VA AR AEIEHOESE 3 YGIHERE, 3 AR BEAR 1 i PR OR B B (8] 008 R PR X A A s 22
I3 AIAE 0.14 ~ 0.52%H1 1.19 ~ 4.85% 7], AU EHE 5 R AT RIS E 458 128 1 oK EE B s 45

57N 1 ng/mL 1) OTA #1 OTB BIINbREIZE 53708 116.3 F1 117.9%; Hilidy BIGSER) oK

Fedh, REEHMHEER.

R MIETGR TR B RRH E = H DU BT AL

A #E & (Ochratoxins) A& t4 il 5 J&
MU &8 Hw B — s R, Rk
%35 2 AT 400 S B A, A SO
EEIER, 3 E bR e o S € fr 2B 28
BUmY) . BREDE AR W7 b R B oK ik B
IREAE1T 4 3.0 pg/kg. 2011 4F, FREMAG T
(B EFEFREE) Exind, HER

1. LRy
1.1 158

YR IR E TR AR S pg/kg. HATHILE,
RE LA LC-MS/MS Kl i 8 &=
F I b e o AR SO P 5 R o A
1 LC-30A 1 = E PU AT 5T %4 LCMS-8040
BEAH, 7 7 POR AR K bR i 2
RIMTNE, RN 01 2%

A S IG AT FH 5 A e RO 15 LC-30A 5 = 5 PUARAT i 1% LCMS-8040 BEFH &4 . EARKD
BN LC-30ADx2 #ii %, DGU-20As LM S ML, SIL-30AC Ha#tFERS, CTO-30A FiEFH,
CBM-20A R 4%1i4%, LCMS-8040 — H PUHAT i 14, LabSolutions Ver. 5.50 i T,

1.2 sk

VBAH 87 2% A

SIRTAES:  LC-30A R4t

4 Shimadzu Shim-pack XR-ODS III
2.0 mml.D.x75 mmL., 1.6 pm

WEIH: A—0.1% FERKIR:
B— L Ji

Ji#E: 0.3 mL/min

HEFEAAF: 10 uL

Fi: 40°C

JiR i S

SIHTAES: LCMS-8040

Vel BREEVEN, B AHIAGIRIE D 45%,
AR 7 LA 1

R 1 BB B RE
Time (min) B.Conc.
0.50 45
2.50 90
3.50 90
3.70 45
5.00 Stop

BEUH: ESI, IEEFHM



EREOEE: 45kV InAAEHGR E . 400°C

ZAHR: &K 3.0 L/min P 2R BEN (MRM)
TS %K 15 L/min IR BEESA]: 40 ms
RS @S ZFEIRESE]: 3 ms
WA EIRE: 250°C MRM S:%. 0.3 2
% 2 MRM &%
% TLLIR Q1 Pre CE Q3 Pre
LR CASNo. HIET UET )
5 (R Bias(V) (V) Bias(V)
Ochratoxins A 239" -12 23 -18
1 HHETE A 303-47-9 404.1
(OTA) 358 12 -16 26
Ochratoxins B 205" 26 22 22
2 HEHEEB 4825-86-9 370.1
(OTB) 187 26 36 21
3 BC.oTA (W) Bc-ota - 424.1 250 -12 24 26
*RREEE T
1.3 FEfHI&
PR vHE Y R C 1 :

HUE & a2, FH LR BE I 1000 ng/mL TR A FRUEERL F Z85/7K (50/50, viv) &%
FBERIKIE A 010 0.5, 1. 24 5. 10, 20 ng/mL FEAFRETAEW . WARY BC-OTA Ik
JE¥)°N 2 ng/mL.

P AT A3 7V

FREL: FREX 25 g WFEESF A EAARE SR DN 100 mL 2 /287K (84/16, viv) Hi; 250 rpm Hk
TR 1 h, BUEEIFT 3 min;

b B 3 mL PR FEEUK S 35 mL 1% iE-PBS S8R &322, @it OchraStarR Gy
A, JEIEHICE 1 ~3 mL/min; ] 10 mL PBS Z& MRtk se S Besm fk: ;s 3 x 1 mL HES/BE R
(98/2, v/v) VAR A, WD S5°CFEMRET, ZIEI/KIER (20/80, viv) &
A I mL. WHE30s, & 0.22 um FLUENE 5 BLHERE .

2. ZRHE

2.1 ARUERE TR MRM 3%

1 ng/mL JEA FRAERE 5 1 MRM S & 1 Fios.

(X104
1.50-{1:404.10>239.00(+)
12:370.10>205.00(+)
1.259
] <
1 m =
100 =
] o ©
0.75 ‘”‘
] Il
0509 I
] I
0.259 I\
0.00] — — —
R T e T B L e me w  SEL S B JE  B
00 05 10 15 20 25 30 35 min

1 1 ng/mL B & FRAERE ST MRM i &
2.2 RHERR
PN 0.1, 0.5. 1. 2. 5. 10, 20 ng/mL HI7R Al TAEWRTE 1.2 R0 44700 58

DAVR FEZ B R A b, W TR LE NN, PRV HE I 2k, ani&] 20 3 Pl 2 Tl 265 75



AR IR BEVE R N2 R IF . SRPETRE . ARSC REU BT ER AR T SRAG e Y PR E B IR K 3.

Area Ratio(x10) Area Ratio(x10)

Kl 2 OTA kst TAE 28 Kl 3 OTB (14wt T1E M8

%3 withEE RN L S5
No. &R BEHE 2% MHXRE r EEMMmgmL) HKHR (ng/mL)
1 OTA Y=0.555X+0.040 0.9996 0.043 0.014
4 OTB Y=0.857X+0.036 0.9996 0.033 0.011
23 EEE LR

X} 0.5 ng/mL. 2 ng/mL Al 10 ng/mL &G FRAEERIESE 6 UCHFE, 3 NI FEFRAE St IR O B s 8] A
e T AR P RE A B v (s 22 43 BILE 0.14 ~ 0.52%F11 1.19 ~ 4.85% 22 [f], AN 28K 245 1 BT,
% 4 (R AT A E AR (n=3)

o RSD% (0.5 ng/mL) RSD% (2 ng/mL) RSD% (10 ng/mL)
R
R.T Area R.T Area R.T Area
OTA 0.20 4.85 0.14 3.05 0.16 1.62
OTB 0.45 1.48 0.51 2.02 0.52 1.19
2.4 IR HEER

PAAS A KRR R INAR VA, INARIKE N 1 ng/mL, 1353 &4 &l 4 fis. OTA 1 OTB fnx
[BISCRLES N 116.3 A1 117.9%.

2.5 FKFERAHT

AR T R EISER FoRER, A M ES R, BiEEILE s,

¢

10,000) (4000
1:404.10>239.00(+) 1.25{L404.10>239.00(+)
2:370.10>205.00(+) 10>205.00(+,

1004

0.75

050

025

oot WV e e e

L B e B O LA B oy
0.0 0.5 1.0 15 2.0 25 3.0  min 00 10 20 30 min

4 SER IR 1 ng/mL K i 0 € ] 5 KR £
3. &
FENL T P FH SV ORA (S LC-30A il = FE UM AT 5T 1% {3 LCMS-8040 I FH i i K
WG B R R I 2 FREERTE 0.1 ~ 20 ng/mL IRFESE RN 261 R 47, 1 ng/mL & FUINAREE i
(RO UAC 2 RAF s ARG w3 94 FEE 11 R B Al /R 06 T RPURE G A AR 22 43 I 7E 0,14 ~ 0.52% 11 1.19
~4.85% 18], IXEAEHE R BT LIGSLI oK, RIS ER.
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LC-MS/MS EEME EXRFTHRDLHFTERESE

PEE: AROCERNL T — PP d s = SO A LC-30A A= PURRAT 5T 4 LCMS-8040 B
FE oK 3 PR BRI TTE. FEME CIE/KIEEL. SPE BHbG, WAH B = H IUKAT
JR A A R IZHEAT S BT o3 PR T35 K AE 5 ~ 100 ng/mL 3 70 Py 28 1 R 475 4 5 ng/mL.
20 ng/mL 1 100 ng/mL V& ARAEIERIES: 3 UHERE, 3 AR FEEARHE it (14 v P38 A0 e T L 9 R KT
PRAEDR 2 73 AITE 87.6 ~ 104.8%F1 0.97 ~ 10.30% 2 [A]; [RIFT 542 17725 [ FREE IR R, 453
BR 3 MR D EE R IR EICER A3 B0 99.01. 104.17 A1 97.23%; 1E X T KFE S P AR HIAR T 55

# FB1. FB2 #l1 FB3, KJEZ4r5I0 42.76. 6.30 F1 4.89 ng/mL.

R RSHR K BRI GIESC =EPURFTRIEX

R % # &K (Fumonisin FB) & —Fh % i &
%, RHHEZRHRJIE (Fusarium Moniliforme
Sheld) A BRI HEARE ™4, XFAEEE,
AN GAEFERERIN, 122 BOR B I CA L R b
BHAE . SABARAT IR 7 BR AR, AR
LRR FEBMEMEIIEE, RE51E SN A5
BACRE GG AN & o & [ i 5 254 B
JR(FDA)L & N KB FKPR DB R i
P&y 2 mg/kg: EGMZ4AEFRME (GB

1. SEIGH S
1.1 X588

27612011 B EEERIE) LG lE
REPREERNRE. BarllRSHRE
A 75332 9 G B S A ¥ Ak 07 S 4SO 2
HMITHPLC %, KEILHEAEH LC-MS/MS fi
MRS B2 1) B K br e o AU S
RO RS A LC-30A A1 = 5 PUARAT 5 1% A%
LCMS-8040 I, #5777 PRIg Il E £ ok
3 PR E R, AUH I 51 2
*.

A Sl FH I VR e AR A LC-30A 5 = 5 JUFRAT i 3% LCMS-8040 B F] 2%t . AR
BN LC-30AD*2 ¥l %%, DGU-20As fEZEI S ML, SIL-30AC HBh#FERS, CTO-30A HEAE,
CBM-20A #4528, LCMS-8040 = = JURAT i 14, LabSolutions Ver. 5.50 €t T{Fuf .

1.2 43 M7 kA

BAH BT

AHTAE: LC-30A R4t

fi4t:  UHPLC C18 2.0 mmI.D.x100 mmL.
WHIH: A—0.1% P HKIE:

B— /W (viv=1/D)
WiE: 0.4 mL/min
HEFEARFR: 10 uL
Mo 40°C

Vel 73 BEREVEL, B HIRIAAIKIE N 50%,

I TR LK 1.

R 1 BRGNS R R P
Time(min) B.Conc.

0.50 50

3.20 75

3.50 100

4.00 100

4.20 505

6.00 Stop




JiR i Sk
SIHTAES: LCMS-8040

BTUR: ESI, BB 74
BRI HIE: 45kV

FILA
THRA

filpfE < WS

/5 3.0 L/min

%< 15 L/min

Pt R L P

250°C

AR HIR E . 400°C

P 2 RBEN (MRM)

UEEAEE]: 50 ms
SEIR B [A] -
MRM Z&#:. W& 2

3 ms

% 2 MRM %
£ HXLAFR g% =4 Q1 Pre CE Q3 Pre
N & CAS No. ] ]
5 (&%) BT BT Bias(V) %) Bias(V)
kL #%Z  Fumonisin Bl 352.30° -26 -41 25
1 116355-83-0  722.40
Bl (FBD) 334.15 26 43 25
kL #%Z  Fumonisin B2 336.25" 26 -42 26
2 116355-84-1  706.40
B2 (FB2) 318.25 26 41 23
k% #HZE  Fumonisin B3 336.20" 26 -39 24
3 136379-59-4  706.40
B3 (FB3) 318.35 26 -39 25
Be-thg#E BC-FB1
4 B - 756.45 356.35 22 47 -26
% Bl QL)
*RREEE T
13 BRI
P AE VS L 1) <

BUE & BAMER I, FHZHE/K (50750, viv) BEHIDNTR G FREIR IR, SR 58 G B AR FE (R bR
HE TAET . FB1 KR JEZ AN 100+ 50, 20+ 10 5 ng/mL; FB2 1 FB3 ¥4 50. 25 10. 5. 2.5 ng/mL.
WARY) PC-FAL 9K %4 10 ng/mL.

B S HT AL PETT

PR ERAFREL 2 g FEST 50 mL B0 H, MAFEALZE NAR 10 ng (100 ng/mL, 100 #7H),

N 10 mL Zf5/7K (50/50, v/v), ¥EHEEL 3 min, LA 10000 r/min T 4°C R 50> 10 min, ¥ F

B E S B0 Y, H NaOH (0.1 mol/L) & pH (] 6 ~ 9.
4k B 1S mL $2BGH, I 35 mL 0.1%035-20/PBS & AT, TRE 5 Ja il fu e s A,
U FEHILE 1 ~3 mL/min, ] 10 mL PBS bkt e Be R A, I 3x1 mL FEE/ 218 (98/2,

VIV) Vel SR SEAIEE , WCERBE I, 55°C FRMET, LHE//KEI (20/80, v/v) EAZE 1 mL.

WHE 30s, I 0.22 um RAFLIEAE G (LR
2. ZRHE
2.1 FRUERE S MRM % E

10 ng/mL ] FB1.5 ng/mL 1] FB2 1 5 ng/mL ] FB3 ]2

10

A ARAERE ) MRM B G 1 R



(x1,000)
1:722.405352.30(%)
2:706.40>336.25(+)
13:706.40>336.20(+)

FB2|

FB3

5.0

4.0

3.0

2.0

0.0

L e e L e e B B e e e B B ey B B
0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 min

1 IR EFRAERE S ) MRM (i
2.2 kR A
¥ 1.3 FrosR G bR TAEMEZ 1.2 Wi o AT 0058, DA EE B R AR KR, I AR L A2
AR, WAMERITERAEMZE, WK 2 ~5 Frm. 3 PR D55 2 fE R A BEVa I 9 2tk R 0 4tk
TitE MR R AT AR PR A E B R LR 3.

, 5¢rea Ratio Area Ratio(x10) Area Ratio(x10)
50_ 10- 10_

. or

0‘0-0 " 50 Conc. Ralio O'C(;.o " 250 Conc.Ralio 0'Oc-).o " 250 Conc.Ralio
Kl 2 FBI1 (AR T AR i 25 Kl 3 FB2 (AR T A i 25 Kl 4 FB3 [KIFRME TAE 2L

2 3 3 AR B R IR Hh 2 24

No. B R 2% HHRBH r WHB@0gmL) EER (ng/mL)
1 FB1 Y=0.074X -0.0173 0.9998 0.14 0.48
2 FB2 Y=0.270X+0.0297 0.9999 0.09 0.28
3 FB3 Y=0.279X+0.0388 0.9996 0.09 0.28

2.3 REEELR

X}'5 ng/mL. 20 ng/mL 1 100 ng/mL VB -G RAEERIES: 3 R, 3 /NI EEFRAE Sh R 7EEfff B AU
AR (R AE XS A v i 22 43 I 7E 87.6 ~ 104.8%F1 0.97 ~ 10.30%2.[H]

R 43 PR 3 R A S S A A = (RSD%)

5 ng/ml (n=6) 20 ng/ml (n=6) 100 ng/ml (n=6)
Compound
Accuracy (%) RSD (%) Accuracy (%) RSD (%) Accuracy (%) RSD (%)
Fumonisin FB1 104.8 10.30 101.4 1.88 100.0 1.47
Fumonisin FB2 87.6 1.78 101.6 1.96 100.3 2.35
Fumonisin FB3 98.5 4.90 104.6 2.36 101.3 0.97
2.4 EIRELR

DL [ EKRERLHIIOARIE T, FB1. FB2 F1 FB3 [INFRKEE >4 20 10 A1 10 ng/mL, 7554
e 5 B .3 Fi Rk 8 & FB1.FB2 Al FB3 JiAs IR AE 751 :99.01.104.17 A1 97.23%.

11



(x20,000) (x10,000)

11722.405352.30(+) 2.25-1:722.405352.30(+
25-2'706.40>336.25(+) 12:706.40>336.25(+)
3:706.40>336.20(+) 200-J3706.40>336.20(+)
204 1.75—?
150 <
4 | L
15 @ 1257
- R rLL ]
] m (L 1.004
w ]
10 1
] ” 0.75
]
H— =
00 2 000
00 10 200 T30 T min 00 10 20 7 a0 min
R T g 4 .
B 5 5 IAREE & i g B 6 PR T AR o 1 o e
2.5 FRPE AT

BT AR IOKREEM, AWM AR IR 1 3 AhEER, W s, ik
Kl 6.

RS BHMERE S R 5

R P A FB1 FB2 FB3
W (ng/mL) 42.76 6.30 4.89

3. &8

ASCHESL T — PP P AR I 5 oK 3 FR DB R AT vE, 127 VR R s RO AR gAY
LC-30A F1 =5 PUARAT 5 154 LCMS-8040 BXHHEATINR . 1% 77 1A 814 6 min; K. .
151 3 AN P b v ol P YR ife 2 R T A 1) A 6T o Y Al 22 43 T TE 87.6 ~ 104.8% K11 0.97 ~ 10.30%. [ 5
3FREEEZ FB1 « FB2 Al FB3 AR FIUCERAE ST 54 99.01. 104.17 F1 97.23%, J5 LR

iy

o

12



LC-MS/MS M 5e/NE K E BRI EHE & HATEY

THEE: ASCHESL T — Ml R e OB (354 LC-30A =58 PUARAT BT 31 LCMS-8040 1k
JEIIN 58 7N 22 v 1 25 65 ) T 0 B S AT AR IR T o BE A2 /KRB, SPE LS, WAH 7
B = PUARRF RS A BRI AT e BT . 3 RIS I AR S AT A AE 2 ~ 100 ng/mL
WREETEE WAt RIF; X 10 ng/mL. 50 ng/mL F1 100 ng/mL B & bR BOESE 6 EFE, 31>
AR FEE Ao VR o 4D R B R ) R0 TR R (0 AR XS A A 22 49 TITE 0.90 ~ 1.97% 1 1.42 ~ 4.16% 2 [A], X #%
RGP RAF: [N B8R T2 (/N EE ARG A, A R BoR 3 PSS ik 0 B 0 B S AT A
TR SR TE 74.35 ~ 93.11% 2 (8], J7 1A AT 58 7R 1B /N2 AL S HE NIV, W 15.56 pg/kg o

RegE: TRURJEGE AT N SRR I = S PO B X

PV BYPRCE WES Gt B, B &R B A KRR R AR I A R B AR
Y, wIHERLEZR (Fumonisin). T-2 % . Pk JJH Mili-X (Fusarenon-X, FX) FIiA S
JE R JIHE Mz (Deoxynivalenol, DON) &5 R {5 B i) 8k /] TR 2= v] LR 75 5 40 M 0 T XL
PR3 AR 2 P B - R E IR B 8 LC-MS/M'S Kl 25 T8 Sk ) T I T2 S L A7 26 0 140 [ S A v
IR A SV ORORE B A LC-30A A= E PUARAT i i 1% LCMS-8040 BEFH , & 57 1 HLid i
BN w2 /N2 v B S ) B s I S AT AR R T v, VSRS S
1. S35
1.1 X283
A SIS FH 5 R = OB (R LC-30A 5 = 5 PUMLAT it A LCMS-8040 B¢ FH &4t . AL AT

BN LC-30ADX2 i 7=, DGU-20As 7EZ i <ML, SIL-30AC HZhEFESS, CTO-30A FEiEAH,
CBM-20A #4u#% 748, LCMS-8040 — 5 UM AT i {X, LabSolutions Ver. 5.50 il T{Euk .,

1.2 53 Hr A

WBAH T %A

AT ES:  LC-30A R4; 1BV 1 A2 T

ik  UHPLC C18 2.0 mmI.D.x100 mmL. Time(min)  B.Conc.

WA A—0.01%% K 0.50 4
B—7,J% 1.20 16

4.00 16

WMiE: 0.4 mL/min 450 00

AT 10 pL 550 100

FEIE: 40°C 5.70 4

Vel BEEEVEL, B AWILRIRE N 4%, 7,00 Stop

IR FE 77 WL 1

JBR i 2 A

M EE: LCMS-8040 EFYR: ESI, T

13



EFREOEE: -3.5kV InAAEHGR E . 400°C

ZAHR: &K 3.0 L/min P 2R BEN (MRM)
FIS: %K 15 L/min IR E]: 30 ms
RS @S ZFEIRESE]: 3 ms
WA EIRE: 250°C MRM S:%. 0.3 2
% 2 MRM &%
] LR GIRLS =) 1P CE 3P
thSr TR CAS No. Ql pre Q3 Pre
5 ((ag9) - R BT Bias(V) %) Bias(V)
Nivalenol 281.15" 21 9 30
1 T 23282-20-4 311
(NIV) 191.1 21 18 18
Fusarenon-X 263.05" 12 12 27
2 HRJIEME X 23255-69-8 353
(Fus X) 187.1 12 25 17
3 Ra i 1 4R 5 249.15" 19 9 24
. Deep-DON - 279
i AN 231.1 19 15 22
4 BNV BeNrv - 326 295.25 11 11 30
*RONERE T
1.3 FEfH &
P AEVS L 1) <

HOE B bR %7, H ZEECHIER 10 mg/L BFIVR A ARETE T, FAGR PRI E N 2. 5. 10,
20, 50+ 75. 100 ng/mL [RIARETAER. PARY) PC-NIV (3K N 50 ng/mL.

NI Lo

AEWIRRIN 5.0 g SR EI SRR 2 50 mL (B0, A CHE/K (84/16, v/v) 40 mL, ¥
Ji€ 1 min, ¥ 60 min, 2.0 5min (10000 rpm). ZH 5 mL _EiEHE MycosepTM226 £ Ifjfig
LRI Y, AN 100 pL R M2 5 mL ZRSVEIRS), K 2 ThRS AL R: I OB 1 A 3%
WE IS HESI RV, #2552 mL VB, ENEEIEV 4 mL AWM. 1E 40 ~ 50C R
ST, HZHEEIK (1090, viv) HEERZE 1 mL, #BHEREE 30s, Al 0.22 um T 38 2 3t
FEI 4 FH

2. RW®

2.1 FRUERE S MRM % ]

10 ng/mL VEAFRHERE 50 1 MRM S0 1 Fos.

(x10,000)
2.25]1:311.00>281.15(-)

14:279.00>249.15(-)
3:353.00>263.05(-)

2.00

1.759

1.509

NIV
Deep-DON

1.25

1.00

0.75 [l

0.504 il

0%} -

0.00-

="
\[
\
[
|
l
l
|

L B B . B B B B By B
0.0 1.0 2.0 3.0 4.0 5.0 6.0 min

Kl 110 ng/mL IR AARAERE 0 I MRM 3% [

14



2.2 &R AR

A 20 5. 104 20+ 50, 75, 100 ng/mL IR GHARE TAEW, A A& pAR PC-NIV i ¥
950 ng/mL, ¥ 1.2 ST AFEATINE, DAIKRFE AR, WIS L AR, bR
HIVEREN 2R, Wl 2 ~ 4 Fos. T ) B I S AT AR DR IR FE VGl N e PE R4 . 4%
PEJTRE MG R B AT v AT PR E JERR L3R 3.

Area Ratio Area Ratio Area Ratio
| 1.00+ ]
I ] 4.0
2.0 ] h
E 0.754 ]
] 3.04
. 0.50 E
1.04 ] 20
0.257 1.0

0. 0.0 — 0.

' 5'0 ' Conc 'Ra{io ' 5'0 ' ('Zon'c.'Ratlio

Kl 2 NIV HbRiE TAE 2 Kl 3 FUS X HArE TAEHZE K| 4 Deep-DON [HidnifE TAE ih 4k

' 5‘0 ' 'Conlc 'Ratlio

3 E R BRI I S AT A M B H e 2 4

No. e Rt 2% MXARHr EERmgmL)  HiHR@gmL)
1 NIV Y =0.0239X -0.0276 0.9987 0.10 0.03
2 FUS X Y = 803.240X -55.1315 0.9984 0.09 0.03
3 Deep-DON Y =3518.34X -221.455 0.9997 0.22 0.07
23 MEH LR

X 10 ng/mL. 50 ng/mL A1 100 ng/mL JR-GARHERBIESE 6 HERE, 3 ANUREEbr v &t 1) Or B B[]
R TH] AR RO AH X B 7 O 22 23 AITE 0.90 ~ 1.97%H11 1.42 ~ 4.16% 2 [7], AN Z$FE % R AT .

K 4 RE I ST EE LR (n=6)

RSD% (10 ng/mL) RSD% (50 ng/mL) RSD% (100 ng/mL)

i R.T Area R.T Area R.T Area

NIV 1.77 2.61 1.97 2.51 1.76 2.02

FUS X 1.02 4.16 1.53 1.50 1.47 2.99

Deep-DON 0.90 2.08 0.96 1.61 1.55 1.42
2.4 [l RE LR

PLZS /N ZERERL I INARIE TR, IIFRIKEE 5 ng/mL, B33 EWE 5 fin. 2R T HE G
HATAEYIAR BISCRLE 74.35 ~ 93.11%2 7] (K 5).

2.5 NEFERHT
TETTE/NERE PR NIV, R D518 15.56 ngkg, EiEEIILE 6.

15



(x1,000) (x10,000)

1031100528 T.15() 11:311.005281.15()
8.014'279.00>249.15() 14:279100>249.15()
13:353.00>263.05(-) 13:353.00>263.05(-)
1 2.5
7.0 ]
] z ] >
6.0q o =
1 Q 29 =
] [=%
5.0 2 @
] z © ]
] e 1.5
4.0] ]
3.0 1.0
2.0 1
1 0.5] \
1.0 - N
0.0 0.07
— ——
0.0 1.0 2.0 3.0 4.0 50  min 00 10 20 30 40 50  min
== — L 35tz
Bl 5 EFUmARAES (5 ng/mL) B EIEE B 6 /NS R o i 2]

%5 EERIARRES (5 ngmL) Bl

2 1 2 3 15 B (%)
NIV 3.94 3.65 3.56 372 7435
FUS X 4.59 413 4.49 4.40 88.08
Deep-DON 479 4.71 447 4.66 93.11

3. &

BN T — R S RO Y LC-30A A = 2 PU MR AT 5 1% X LCMS-8040 Bk F Il & /N
R S5 S i ) R I S AT AR T . BT 43 ITITE 2 ~ 100 ng/mL ¥ B3G9 2tk R 4T
FHOR R AR T 0.998; A% HH iy 3 YA 8E (1 £ B BsF [va) DA TR ARUAH XA AR 22 43 JIHE 0.90 ~ 1.97%
FI1.42 ~4.16%2 18], (UAAGEBERAF; S ng/mL 25 /N INbR BISCRTE 74.35 ~93.11 2 [0], J7
VEATRE s TETTE/NERES AT NIV, WRE 35108 15.56 ng/kg.
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LC-MS/MS [F]B i 5 2+ 90 i) X ik 3 28 R0 R oK 78 22 I Bl

PEE: AROCERNL T — PP d s = SO A LC-30A A= PURRAT 5T 4 LCMS-8040 B
58 /N2 v 3 Fe ik ik 5 32 0 FOK AR BRI (10 7705 o B S 22 8 PSR E. SPE L), TR 432
= UM RE A N ARIE AT 2 BT 4 FREEERTE 5 ~ 150 ng/mL IREEVEIH N E R iFs *F 5
ng/mL. 10 ng/mL F1 100 ng/mL JRAFRAEEIRIELE 3 UGHFE, 3 ANUREEFRE & 1 AERfH B2 FIVR FE Y
A AR 22 53 AIFE 95.8 ~ 112.4%F1 0.93 ~ 4.90% 2 7], {XAAEHE RIT; [FIR58 7251/
FIRFINbRAE R, 45 R 8R 4 FEE R 10 ng/mL IIFR EIBCRTE 98.9 ~ 112.0%2 [8]; TERE/NFEFE

di H R HE X I #5235 DONL ZON il 3-ADON, ¥ % 43524 130.85. 198.04 Fl1 6.40 ng/mL.

REEE: XMt R IORREME N e RGBS = HPURRAT B X

MXm 2 25 (Vomitoxin), XK 48 55 & ik )
EEE (DON), J&Him i v oy, T
SLEREMR:, M4 . AN T # DON
BRNEME, 2FHRE, Wik, 775,
Kpe whisr AR R IR EESE SPE R ERRE IR,
7% A T O L R G RSB T [ B i
TP IR it B 2 51 3 KRB Y. BRH
i PR ORI # R 2T 1.0 mg/kg: 3
E & Bl b (GB 2761-2011 & &
HEBERIRE) TolE FOKREED W) S
PR R PR EN 1.0 mg/kge FoK R8N

1. LRy
1.1 158

(Zearalenone, ZON) X ¥R F-2 &, HAHE

WEFEN, Emsisgrtthe, gk
EENLRE ST LT RE (&fF
HFFRRE) B SRR e 5P B
BRETEIR N 60 mg/kg. HRI AL, BEEHE
AAEH] LC-MS/MS A&l L i 75 25 1 [ S br o
ARSCAE F S e RO (35 LC-30A F
= R AT RE (A LCMS-8040 BXHI, &3 T
POE ARG 2 N 3 FhAx ik 2 2 A KR
FIGERR T, BRI RS % .

A S8 ik FH 5 VR e R A LC-30A 5 = H PURRAT %1 LCMS-8040 BEFH %4t . ELARC
BN LC-30AD*2 #iii%e, DGU-20As fEZEMi AL, SIL-30AC Ha#tFERS, CTO-30A F:IEFH,
CBM-20A #4414, LCMS-8040 — H PUHAT i 14, LabSolutions Ver. 5.50 i T{Euf .

1.2 5k
VBAH 3 A
AT ES:  LC-30A R4
i  UHPLC C18 2.0 mml.D.x75 mmL
MEH: A—0.01%ZK;
B— 2

WiE: 0.3 mL/min

eI ELEN A
FEif: 40°C
Vel BREEVEML, B MBI ER 10%,
I AR 7 L 1.

10 uL



i %A

SIHTAX AR LCMS-8040 R 3 ms
B TUE: ESI, ST MRM Z4: W3 2
BRI, -3.5kV 21 BE SR  [A)FR T
Z A/ %S 3.0 L/min Time(min) B.Con.
o _ . 2.00 60
FHES: B 15 L/min
R 4.00 95
‘ E\m‘ L 450 100
B 250°C 550 100
IR E: 400°C 570 10
i 2NN (MRMD 8.00 Stop
SERERSE]: 20 ms
% 2 MRM &%
P BB 1P CE 3P
WY& CASNo.  WHET PMETE O Q3 Pre
5 (RO Bias(V) (V)  Bias(V)
Zearalmone 131.20" 15 30 22
1 FAAEE 17924924 317.05
(ZON) 175.25 15 24 17
,  Deoxynivalenol BT ] 265.05 20 12 26
51481-10-8  295.05
(DON) apglic 138.00 20 17 23
3-Acetyldeoxyni  3- R4 307.20° 23 11 30
3 valenol EIEIIE G 50722-38-8  337.05
5 173.20 23 11 16
(3-ADON) i
15-Acetyldeoxyn  15-Z. 19t 150.15" 24 18 26
4 ivalenol HERFHIIE  88337-96-6 337.05
N 219.15 24 11 22
(15-ADON) ST
5 C-DON PC- AT I
- R . 310.10 279.15 14 11 29
(¥R i T T s
p 3C-ZON Be-F£ Kk
- s 335.10 140.15 23 31 24
CAFR) oI5
. PC3-2im At
C-3-ADON
7 B oA 25 T R T - 354.10 323.10 17 11 20
(AHR) .
P I e
*RNEE ST
1.3 FEAHI%&
PR vHE Vs R C 1 «

B 5 B bR % 450, F Z RS TE AR 1000 ng/mL HITR AR AET TR FH KR 00 B IR FE R 150,
100+ 75, 50+ 25. 10. 5 ng/mL ks TAER. M=% "C-DON. C-ZON Al ’C-3-ADON

I EYIA 50 ng/mL.
FE AT A2 T v

HERIFREL 5.0 g R RES 2 HOAE S 2 50 mL 190, NN ZBE//K (84/16, v/iv) 40 mL,
JRHE 1 min, & 60 min , £ 5 min (10000 #/min). FH 5 mL 5% MycosepTM226
Z IR BRI N, N 100 uL AR K 5 mL 2B TRIR AT, K 2 DhRE 1AL FE 320}
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T N IR A T IS S RS, #2252 mL WIUER, EXZRUEVR 4 mL ZEEWOR T . 7E 40 ~
S50C NAEAKT, HOMEIK (1090, viv) EHERZ | mL, HFEREE30s, H 022 um jE
JE I e R A A

2. R R

2.1 pRUERESL I MRM % &

10 ng/mL VR A FRERE S ] MRM ik an &l 1 fios.

(x1,000)

(6:295.05>265.05()

]
3.02:337. 20(-

17:317.05>131.20() ZON
2.5]
2.04 DON 3-ADON
15

15-ADON |
1.0 i !
N il
0.5] L ‘\ \‘
i
o J L
0s 1o i's 20 25 30 35 4o 45 min

B 1 10 ng/mL B A FR#ERE I MRM 3 5]
2.2 MERR
BREER 5. 104 25, 504 75, 100+ 150 ng/mL HIVRSFRAE TAEWIE 1.2 F oM S E 34T
WrE, CLREELCONBEARAR, WERAR L RS, WFRERIERMERZ, WK 2 ~ 5 FiR. 4
PhEERIMZNETTRE . AH G R E S i B SRS PR e PR LR 3
X34 PRI LS

No. 2R BIHE 2R MHEREHEr KBHE mgmL) EER (ng/mL)
1 DON Y =(0.0202)X + (-0.0208) 0.9994 0.31 0.94
2 15-ADON Y = (0.0071)X + (0.0003) 0.9999 0.51 1.53
3 3-ADON Y = (0.0229)X + (-0.0086) 0.9992 0.02 0.06
4 ZON Y =(0.0143)X + (-0.0191) 0.9995 0.29 0.88

Area Ratio Area Ratio
3.0
. 1.0
2.0 07
0.5
1.0
] 0.2
0. L S L A B LI 0.0
50 Conc. Ratio 50 Conc. Ratio
2 DON HbrHETAf: 25 I 3 15-ADON [¥yhsifk LA i £k
Area Ratio Area Ratio
3.0 2,
1 1.
2.04
] 1.
1.04
i 0.
0. LA L R B AL 0. LN B SO B B B AL
50 Conc. Ratio 50 Conc. Ratio

4 3-ADON F¥riE TAF dh 2k El'5 ZON FIbritk T1E #h 2k
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23 RBEELR
X} 5 ng/mL. 10 ng/mL F1 100 ng/mL JRA FRAEEBOESE 3 EERE, 3 AMNUREEARIE o 1) HER FE
A FEE PRI AR X b v O 22 40 B AE 95.8 ~ 112.4%F1 0.93 ~ 4.90% 2 1], {2855 % & [ i

43 AU PE bR AE i A HED BE R BE AR X R R 22 (n=3)

5 ng/mL 10 ng/mL 100 ng/mL
B
Accuracy%  Conc. RSD%  Accuracy%  Conc. RSD%  Accuracy%  Conc. RSD%
DON 112.4 1.97 98.0 3.35 99.9 4.90
15-ADON 101.3 4.74 101.1 2.65 98.1 2.94
3-ADON 99.3 1.83 104.2 1.27 95.8 2.71
ZON 101.6 1.19 102.0 3.84 96.3 0.93
2.4 [ EER

DA (/N ZERERC IR VAW, INFRIE 4 10 ng/mL, 133 4 3% B0 & 6 w4 #1752 DON .
15-ADON . 3-ADON I ZON it EISCRLE A N: 98.9. 105.9. 104.7 F1 112.0%.

(x1,000) (x10,000)
freEe 20N wfCEE
1o 05> .. - gl % 05> .. -
50 12:337.05>307.20(-) 12:337.05>307.20(-) ZON
47:317.05>131.20(-) 17:317.05>131.20(-)
] 254
4.0 ]
1 3-ADON 1 DON

DON

1 2.0
304 ]
] \ 154
201 15-ADON ‘ \ ] \

1.0—? J )\ J ‘\ 052 3-ADON

0.0: J L 0.0: \
1.5‘ o ‘2,‘0‘ o ‘2.‘5‘ o ‘3.‘0‘ o ‘3.‘5‘ P ‘4.‘0‘ ‘ ‘nllin 1.5‘ b ‘2.‘0‘ o ‘2.‘5‘ o ‘3.‘0‘ o ‘3.‘5‘ o ‘4.‘0‘ ‘ ‘rr‘in
6 HEFIIER 10 ng/mL B 1 €18 P 7 AR 0 €
2.5 NEFRER T

TEF/NZERE SRS DONL ZON Al 3-ADON, ¥R %4514 130.85. 198.04 F1 6.40 ng/mL,
Rk L 7.

3. &k

BN T — R S RO A LC-30A A= PURRAT 1% A LCMS-8040 B &
INFE R 3 ORI I B AN TR AR BRI 1. 4 FhEERAE 5 ~ 150 ng/mL ¥R EESE H Y i R
I, 10 ng/mL FEFUIARFE MBS R A I8, 0w 3 AR EE AR il AR B2 AR B2 (1)
FHSHARHE (R 22 7 BITE 95.8 ~ 112.4%F11 0.93 ~ 4.90%2 8], X #HKE% R if; TER/NFFES
Kt AX ik #5 25 DONL ZON Hll 3-ADON, K& 7357124 130.85. 198.04 A1 6.40 ng/mL.

20



LC-30A EALETAEZEE RBERERNEMEFTER

FHE: #7 7 RSO G R e AL A IR AT AR A B I R R N R . SRR
B, mHEEER B Boy Gy Go bt TAEMZETEHZ 0.104 ~ 2.08 ng/mL, AHXREL R 13
KT 0.999 0 XK FE b it S %42 22 UCGHERE, R B T I ARV AR (13 AR s 22 23 SUFE. 0.330%
N 3.288%LAF, IXBRASHE RAT. Z ARG REYSE, SEIEREE .

RERIE: BB OB ETA Il ERR

WM& R (Aflatoxin, AFT) J&—HBA RMEFIEMBURME N IR EARU 1), T2
A Biv Bov G F Gy, Mot By #1ERCR, WREBEMUE T AR B H A8 A 55 i v o ot 22
HFERMREARERNET 4 ng/ke, B AT 2 ugkg. HAT, SR %3 24 #
JE R L IR R RN €8 R R G 2 S RV -2 o 3 ol 6 JEE VR B . GBS A R S
(R il 2 25 R R e PR UA S EUA S BB T, BRAR RO L it 1 R B B
BRI L A TR AR T, (AR S LAY, T A R SR T AR A LA I
e SRR DG BEVE R A T B3 PR S BOR , e RURR S PR o 1) B i B2 9 R 40
B, ARG ARG AT E BRI R . H TR i R R AR KV S ARG K, IRAH
W R Bt R R By Gy PR R AR TOGIREEIR S, 7R IATATAAL . ATAAI T R — K
ARERTRIFE GRS, HERTATA — M =M AR, A EATAE AR s bnttng iR LK Bfk
SR AT ST

ARSCR MG AL AT AR, DAEZR R AR IO AT A, Gl F b A AT AR e R T 6
ARSI 2% 2 18], s S S PR A S A ¥ KBre 78 H A A R 408 SR 7= 42 Bry, Bro 1T 5
By J Gy L A H A AR 5 i
1. SEKHER ST
1.1 {%38
ASZIGAE 557 Nexera LC-30A B S RGHAH IS RS, BB E N LC-30AD*2 #iik iR
DGU-20As FEZ I AL, SIL-30AC HBhHEFE#S, CTO-20AC 4, RF-20Axs 7625,
CBM-20A 41| %% fl LabSolutions Ver. 5.41 il T.{Euk .
1.2 sk
FERI: BORIK: 365 nm; K HT K 435 nm
HJEHTAE A% : KOBRA CELL® (HAL2ARTA IRMI2S)
fTAEHA: 100 pA
o 3% F£: Shimadzu Shim-pack XR-ODS II1 2.0 mm [.D.x150 mm L., 2.2 um
Wi M A—HE/CIREIER (31, vv)

B—250 mL 7KH MATEER 100 pL FI{RIEH 50 mg

W #: 0.40 mL/min
HEFERRL: Sl
MOR: 40C
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Veltor=: SFEEWEL: A/B=63/37 (v/iv)
1.3 B i VR I

HY 104 ng/mL {5 M 2 IRAR I, IR BhARZ UM BE R 0.104. 0.208. 0.624. 1.04 Al
2.08 ng/mL FIAFREEIRAR, 7304 0.22 pm JEE IS JE 5 20 o
2. SRR
2.1 PRiERE S A

W &R R Bl B2, Gl. G2 fpifEREM g R 1 pros. Hdr, &SR B,
B2. Gl. G2 ¥KFE/354 0.08. 0.024. 0.08. 0.024 ng/mL, M & 0.208 ng/mL.

mvV
0.20

- 7 7
0.0 2.5 5.0 7.5 10.0 min

Bl #HiEHEB,. By G GoirHEFER %R (R F0.208 ng/mL)
2.2 MR
PL0.104. 0.208. 0.624. 1.04. 2.08 ng/mL AN [EIIR FE VR A b vE TAE SRl 28, BT
ShrdEdh e 2. B 3. K4 5 Bre

Area(x10,000) @rea(xl0,000)
] 2.0
1.00 ]
o753 5]
0.50-3 107
0.25] 0.5
o.oo:,,,,,,,,,I o.o:,,,,,,,,,I
0.0 1.0 Conc. 0.0 1.0 Conc.
LAEHTE Y = (5516.65)X + (-189.304) ZPETTRE Y = (10161.0)X + (-342.329)
R =10.9999 R =0.9992
Bl 2 B &R Gy bRt 2 Kl 3 will&mER G WhrEihZ
Area(x10,000) Area(x10,000)
25 3.0
2.03
] 2.04
1.59 ]
10 ]
3 1.04
0.5 ]
(1Y ) 0.E—————————
0.0 1.0 Conc. 0.0 1.0 Conc.
LRV Y = (12769.4)X + (-229.674) RMETTFE Y = (15336.9)X + (-349.647)
R =0.9998 R =0.9997
4 WhEHR B, MiriEih 4 K5 sl &R By KAriEih 2k
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2.3 WERELR
Xt 1.04 ng/mL WK SRR S ARAE TARBGESLINE 5 K, FHHEITENERE, REE A
AR AR ML R AR 1 P, EEVERLT .

2 1R B IR T e 1 AR A2 2 2R (n=5)

B2 R.T. (RSD%) Area (RSD%)
WHER G, 0.330 2338
W ERFR G 0.313 0.989
i #HEE B, 0.318 2.234
#h&HHER B, 0.319 3.288

2.4 REBEEER
PE 0.104 ng/mL ¥ FEE (1) 8% #h 55 5 IR A bnrE TAEW, S5 R wE 6 fias. H, #HihE
R Bl ERELLN 11.2, TH51S 21 e & FRA PR 4519 0.04 ng/mL #10.013 ng/mL.

mV
0.100 =

0.0751
0.050

0.025]

B B e B B e e A e e A B By
0.0 2.5 5.0 7.5 10.0 min

K6 #EMFEHHRBv By G GobriEFEM I EREE (RIKE0.104 ng/mL)
3. ik

ATCHESE T — i 5 Nexera LC-30A #8 o RCBUMH €385 O FLAL S5 S5 A1 AR 126 U
HWIMES RN ITE. 4EREY, HESEK BL. B2, Gl. G2 hnfE TIEMLMEVEELZ 0.104
~2.08 ng/mL, FHKZRE R BIKT 0.999. iR Bl & & RAI R 5504 0.04 ng/mL
F10.013 ng/mLo SR FEARHE S 2L 22 UGHERE, (R B3 T ) R0 TR (R A Ko v AR 22 43 T AE
0.313%71 3.288% LA T, ACEAHE B R 4T
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LC-30A HAEIATAEZNER BT RIIESRN S E

W AL TRl A S S o B LC-30A e R & I BB R Tk
SLIGEE R Gl. Bl &MENERE 0.5 ng/L~ 10 ug/L, G2. B2 Z&ETEH 0.15 ug/L ~ 3 pg/L,
AR REE KT 0.999; #FEE 2 uL, {XEATH R 0.002 ~ 0.011 pg/L, (X3 E &R 0.007
~0.038 ug/L; = AMMKE (G1. B1 4 0.5, 2. 10 ug/L, G2. B2 40.15. 0.6, 3 pg/L) krff
6 VI SEERF ¥ DR B2 s [ A0 e T AR R B v AR 22 23 AIAE 0.04 ~ 0.20% 1 0.15 ~ 0.80% [H]; K
KBE R PRI IFR B A 89.4% ~ 103.0%. %7 fRifE bk, H 5 E1E.

Regw: AMESRR N BRI e

WhERR (AFT) i MmN a4 th & ARy, RARRKEEER S0t L
ZARE TR & dh, ok DU AR oK e d ™ . 30 &6 2 4 B X b e (GB
2761-2011 £t P TERIRE) TPRUE FOK L H G S B S # R Bl R 20 pg/ke.

T3 i R R AR AR T R AE R IGVEK, SO TE R B A G b ) R 78 D o
FEIRSS, F5 AT AT A AT AR AL I 7 v — A R T AR G RIS, RERTAT A — A =T 1R,
FEGHTAEA MR I IR IEE I DL R B Ak S A A B AT AR 55 i

ZIREIFAAE (MFC) & —MRp R I BAHZE IO, G EEVEM AR R I i3,
AT, AFT AN B8t . MPC B8 ERE, 10 B sE gl R fE ffE bk,
RO B A

ALZHEGB/T 5009.23-2006H (I E R, K H] 5L = S0BAH (35X LC-30A, £ DIRE:
b, FERTHTAEVZ T T KR s B R GL. Bl. G2, B2, #HHIKIARS%,

1. &M
IREIE

AN S i Y 0 v e v A L A LC-30A —ICTR IERRE R GE. BARRLE N: LC-30AD
Bii%E, DGU-20ASR fEZEESHL, SIL-30AC HBhiltFEes, CTO-30A H:HFH, RF-20AXS %
eI EE, CBM-20Alite RGi451i 4%, LabSolutions Ver. 5.42 SP3 il Tff .

1.2 537 5
TR i 2% A
i AE: Shim-pack XR-ODS 111 2.0 mmlI.D.x50 mmL., 1.6 um 1 BREEGR LA 172 7
Want: A=K B—HE/ZHE (31, viv) Time (min) B.Conc
2.00 45
Ji#: 0.6 mL/min
3.00 60
BEFEARAR: 2 uL FEiR: 40°C 5.00 60
Rl K Ex =360 nm, Em =440 nm 5.10 22
Vel s BREEVEM, B MIATAGIREZ N 22%, WHRFESF IR 1. 8.00 Stop
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1.3 FER &

OFRAEFRBECH] . B E R RIEFRE®R (B1, Gl: 1.0 mg/L; B2, G2: 0.30 mg/L), &4
ERRBEE B1. Gl: 0.50. 1.0~ 2.05 5.0, 10 pg/L; B2, G2: 0.15. 0.30. 0.60. 1.5, 3.0 pg/L
PRAEE IR BE R 51 S HL 200 uL, Z I FAART, $BREE AT AT A, BARRT
L 200 puL K/ (85/15, viv) ¥f#, 0.22 pum S8R 38 f5 (L0 52 o

QFE AT AP T7 75 4218 GB/T 5009.23-2006 H 14.1 ~ 14.3 BT ATALEE, FEMERE 0.22 pm
PRSI IR S SR E -

2. KEER

2.1 AR UERE S I (3 1
FRvEAE S B BB 1 T~ . HeiR, Gy BUKE N2 pg/L,  Goy B N0.6 pg/L. f#
BAINFTE] 23 51 591.689. 2.102. 2.363. 2.762 min.

EishnBaBbREY

1 &R Gv Bl Gy By bndEfE i (il &

2.2 &R R

¥ 5 AR (5% Hh B At TRV, 1% 1.2 i b AT ilae . LAREE A
BEAAAR, WETAUNM AR, AMRETIERAE 2R, SR WE 2 ~5 s, ik dh & 7 FEATAH
KAMAERNE 2,

Area Area
200003 50000%
1 40000
15000 ]
] 300004
100004 ]
] 20000
g 10000
0: L L P L L . | 0: LN L L L e
0.0 25 5.0 75 Conc. 0.0 25 5.0 75 Conc.
EEE AR Z - N
P2 AMBER G1 MR LW 3 SO 4 BI bR T A
Area Area
1 15000
7500 E
] 10000
50004 ]
2500% 5000;
0 T T T T T T o y ! ! ! y " Conc
o0 s 0 s 70 o oot 0.0 05 1.0 15 2.0 25  Conc
4 BT E G2 (MIFRAET(F 2k Pl 5 S 4 2 B2 MO LAF 2%
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2 brAERhZ TR R R A E R R

Aoy Y=aX+b R BHER (ngl)  EER (pg/L)

Gl Y=2164.99X-352.090 0.9996 0.011 0.038

B1 Y=5352.15X-439.673 0.9994 0.003 0.011

G2 Y=3159.62X-142.456 0.9997 0.005 0.016

B2 Y=5733.56X-94.928 0.9992 0.002 0.007
2.3 K Hi PR A E & R

MR PE AR 28 1 B AR A AR B R U (G B1: 0.5 pg/L; G2, B2: 0.15 pg/L),
ifid LabSolutions F A THAAERELL, (MR (3 RS THED . BRI (10 54 H 1),
GERLER 2. SRR 6 FR.

R 3 RE S R AN E B PESR (n=6)

WE (ug/L) 4% RT.(RSD%) Area (RSD%)
Gl 0.20 0.67
0.5
Bl 0.09 0.37
G2 0.05 0.80
0.15
B2 0.04 0.49
5 Gl 0.20 0.16
Bl 0.19 0.15
B 6 A HEVE TR G (it 1 » G2 0.20 0.22
' B2 0.18 0.19
Gl 0.18 0.22
10
Bl 0.18 0.21
. G2 0.17 0.23
B2 0.16 0.18

2.4 K55 FE SR

U H . B A R FE RIS, 0 AT ERE 6 IR, HARL S0 I L7 B B [E] Al ig
T AR PR AR AR HE D 22 20 TIZE 0.04 ~ 0.20%A11 0.15 ~ 0.80% 2 [0], X 384525 R Uif.
2.5 E R ANARsLLe

P2 1.3 ik U5 A B KRR, LI, A H SR B 75 3R o AR KA S TR A I bR A
AT 2 Ko TORFEI TR EILIE 7, InbsRE A e LA 8, BEBUIRR RIS R LK 4.

:J 398 o
7 BKZE AR A B 8 TR INFRAE & ) o
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R 4 B FUMbR I g R

oy FEARE R (ug/ke) ke (ug/kg) SEREIILE (%)

Gl 0.153 1.0 89.4

Bl 0.088 1.0 99.3

G2 0.082 0.3 103

B2 0.013 0.3 99.1
R0

ARSCHESE T — P FH B i s RGBT B LC-30A ME R B s i H B R M ik, 5K
KL R G1. Bl kM6 0.5 ug/L ~ 10 pg/L, G2. B2 £EPEVEH 0.15 ug/L ~ 3 ug/L, #H
KABIIRT 0.999; HEFER 2 ul, X HFR Y 0.002 ~0.011 pg/L, 1#8E &R 0.007 ~
0.038 pg/Ls ik 1y & = NKRIEFRFE 6 U SRIERE I LR B s R) R 06 THT SR X Ao v O 22 23 )
£ 0.04 ~ 0.20%H1 0.15 ~ 0.80%Z [f]; T KA it FH5 Iibrs H W2 89.4% ~ 103.0%.
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LC-30A ERATERENERTHIHHESRNTE

FEE . AU Tl 2 v 8 e OB A LC-30A JC 75 AT A Bt Ul s b A v 2 i
BRI LI LR T G1. Bl M55 0.2 pg/L ~ 50 pg/L, G2. B2 M5 0.06 ng/L
~ 15 pg/L, MRRBIIKT 0.9999; #EkEE 2 uL, (X244 HFRA 0.002 ~ 0.019 pug/L, {X#%
SEEFRN 0.007 ~0.065 pg/L; =ANKE (G1. B1 A 0.5, 2. 10 pg/L, G2, B2 5 0.15. 0.6.
3 ug/L) ARAE 6 YCHELEIERE IR OR B BN (8] R0 R0 AR DO AR AE O 22 23 5 7E 0.111 ~ 0.390%7F1 0.116
~ 1.344% 2 [8];  FARBES AR INFR Ry 88.8% ~ 108.0%

REEW: M HMESR THATE EeRoom il Eer

W EHRR (AFT) £ hEM a4 & rARu Y, RIS EMSoEE. w5l
HRR) ZAE TR A S, R DARA R KI5 Yl o e i . B 0 e 4 B bRl
(GB2761-2011 £ it o FL TR 55 2% PR ) R e oK 2 o) ot A 2 it 45 25 3% B1 PR &M 20 pg/kg.

T RAHGEI 3t E T R B1 M Gl BRI R AR K, 85 75 ATAT
A LIS G LR G RR L o AT AR DV A AR BRI S P2, AERTAT A R = 2
T, KA AR TR S IRAR I e R DL B F A 2 R A S T A 5 0 1 o IR B VR FE I G
HRERTAT A VR AT A B AR A SR 2%, A S AT ARV T 7 AT 5 S b, 2 B FRAL 2 B T A A B B
G BE SR AT RERR ROV L Bk PR IR B B I R 3K, L S A BUE I AT, A A 5 A
2k o RPN (R B R R AR WA G o S SRR SR L 1Ak WREE— IR 5E
%, PRAETIE, WORURLF, & T INEMHERRE . k% BER R

ARILS % CRUIMAT SRR £ b 2 il 22 75 22 (V000 5 18 e OB 382 ) AR HEAT SR 3 I A v 1
TR, SR R S BB U LC-30A, FEESE AR, TORRATAE DU E T R K
fIF IR RGL. Bl. G2. B2, fAHSHGIA RS,
1. SERA
1.1 f BRI R

ARSI A FH % VA v AR A LC-30A oG R RSt BAARLEN: LC-30AD
HBZE, DGU-20A5R TEZEJIL ML, SIL-30AC HEN#EFERE, CTO-30A HGEAH, RF-20AXS %
R AR, CBM-20Alite R 41545, LabSolutions Ver. 5.42 SP3 A3 T{E3uf;,
Romer AflaStar R #& 85 85 25 S 2 Al

1.2 53 Hr ok A

VR B 2R A

4 % A% :  Shim-pack XR-ODS III 2.0 BEFEMAAR: 2 uL

mml.D.x50 mmL., 1.6 um FEiE . 30°C

TEhi: HEEIK (45/55,v/v) KUK Ex =360 nm, Em =440 nm

WiiE: 0.2 mL/min
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1.3 FEMmH&

OFFHEETRECH]: 5 5 2R (B1, G1: 1.0 mg/L; B2, G2: 0.30 mg/L), &
HIAHIBEHRFREN Bl G1: 02, 0.5, 1.0, 2.0, 5.0, 10, 20. 50 pg/L; B2. G2:0.06. 0.15.
0.30. 0.60. 1.5, 3.0, 6.0, 15 pg/L %5 8 MRUEIE K E R 51,

@FE AT AL TTi5: ML 25 g+ 0.1 g 22 20 H #7301 KR LT 250 mL HETEHE T, A 100
mL FEE/ZK (80/20, vAv), TEREIINR 2 min, FHBEISLF4EIEARITIE B8BTS . B 2 mL 3§
W5 12 mL BATKIEAI, DL 1~2 /s BB A d i S s M . LA 2x5 mL KA 1 ~
2 Ji/s WIREEPERE, /M. F 2x0.5 mL FEE, 2x0.5 mL AKMRIRBERE, ISRV, &
RE2mL, % 0.22 um JER 3E S AL 2 .

2. SEIOZER
2.1 FRERE S I IS

v
0.67 lector

0.57

PRAERE B a1 s . 2, GI.
B1UKE H0.5 pg/L, G2 B2k 015 pg/L.
R B F ] 23 59 592,110, 2.584. 3.288. 4.105

0.24

0.1

mine. 0.0]
. . . . T
0.0 1.0 2.0 3.0 4.0 5.0 min

1 & TR G2, Gl B2, B ApdfEff il ik &

2.2 MERR

¥ 8 ANAN[FIVR P (V038 o B 2 oA ARV, % 1.2 I iT 2R AT Il « LAIRFE N
BEALRR, VETHAUNIALRS, AMRiEGIERIEMZE, SRE 2. B3, B4, B S Fir. s
HE B 28 T FRRIA 2 R AL A R IR 1,

Area Area
1750004 1000004
1500004
1250009 75000
1000009
500004
750004
500004 25000-]
250004
%0 25 50 75 180 125 Conc. L A R T "I AL g
K2 KB R G2 s T/E ik B3 #iESR Gl b T/EMZ
Are: Area
3500004
3000004 2500004
2500009 200000
200000
1500004
1500004
100000
100000
500004 500004
o o
00 25 50 75 180 125 Conc. ) 2 EY 4o Conc.
K4 SEERT R B2 MIbrdE T/Eh 2k B 5 &R Bl bsiE TI/EMZE
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1 bR ST R R A E R R

Hor Y=aX+b R RHBR (ng/L) ERR (npg/L)
G2 Y=11213.00X 0.9999 0.003 0.011
Gl Y=1958.68X 0.9999 0.019 0.065
B2 Y=22545.30X 0.9999 0.002 0.007
Bl Y=5506.77X 0.9999 0.009 0.030
2.3 K i PR A0 e &R
MR A 1fE 1 2 P ) e (R ST SN ER 1 22 (B A A E AR (n=6)
REE (G1. Bl: 02 pg/L; G2. B2: 0.06 4% WE  RT.(RSD%)  Area (RSD%)
ug/L), i@ 1d LabSolutions £ fF, # i ASTM 0.5 0.128 =
, . e Gl 2.0 0.390 0.687
U, WEHUHREZE N 4.75 ~ 5.75 min 11 EAE
B 10 0.122 0.219
BREL, SRRMA L, CRbELE 6 P 05 0.140 1333
N Bl 2.0 0.374 0.274
O_Z&DEKECKDIA Ex:360nm.Em440nm 10 0. 1 1 l 0.472
0.15 0.126 1.034
G2 0.60 0.379 0.147
3.0 0.116 0.116
0.15 0.140 0.562
00 10 20 30 40 50 min B2 0.60 0.370 0.296
3.0 0.116 0.130
B 6 A VA TR i 1
2.4 K55 FE SR

BUE B B = NASEIREFRAEA R, 20 AEBERE 6 U, B AR AP £r B I 1) 0 i AR
TR ST ARV 22 20 BUAE 0.111 ~ 0.390% 11 0.116 ~ 1.344% 2 8], (X 28 K& 25 B B IF, 45 R 3K 2.

2.5 E bR SELS

IR 1.3 FriR iR A FR AR R 2 AR (BRASIN R K Ah, oAt 2D IR A S BRAE i i AL EEAR
) AEKEES, EHINS, WREHEMESRSR. SEFTSAENEIEERNE 7 iR, &
KFE i i a8 Fram. FOKFES AR i oo B 104 B 11 fome SEF s m gt 51
W 3 Fim.

v
D:.‘llectur A Ex:360nm.Em:440nm [Detector A Ex:360nm,Em:440nm
1.00q 1.00q
0.75 0.75
0.50] 0.50]
0.25 0.251
\ o~
0.00 0.00]
. . ) in

K7 SR A i Bl 8 FOKHE A i (il 1A
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v v
[Detector A Ex:360nm,Em:440nm [Detector A Ex:360nm,Em440nm
1.00 1.00]
0.75] 0.75]
0.504 0.507 S
o
o 3 3
0.25 ~ & - 025 o
(LR o o
o
0.00 0.00
0.0 10 2.0 30 4.0 5.0 min 0.0 10 20 30 40 50 min

9 F KA i (1) i 1]
(Gl. Bl: 1pgkg: G2. B2: 0.3 pg/kg)

B 10 FRMAREE i ) € 1]
(Gl. Bl: 2pgkg: G2. B2: 0.6 pg/kg)

xR 3 EFINbrE s 5

s PIILS s SME L&

(ng/kg) (ng/kg) (%)

1.0 0.948 94.8

Gl 2.0 1.820 91.0

4.0 4.132 103.0

i m s 1.0 0.896 89.6
BT 11 oK ImAR A ah i) € 3 14 Bl 2.0 1.776 88.8
(Gl. Bl: 4pg/kg; G2. B2: 1.2 pg/kg) 4.0 4.300 108.0
0.3 0.296 98.7

G2 0.6 0.572 95.3

12 1212 101.0

0.3 0.292 94.3

B2 0.6 0.568 94.7

12 1.248 104.0

A SCIESE T AP SR e OB i LC-30A M E R R E i E R R M k. 2
I REN]: Gl Bl &REVEHE 0.2 pg/L ~ 50 pg/L, G2. B2 Z:VEH 0.06 pg/L ~ 15 pg/L,
FHRRBEI KT 0.9999; A& 2 uL, (AR H R4 0.002 ~ 0.019 pg/L, (X4 E &R A 0.007
~ 0.065 pg/L; K . B = ANRBEAREE 6 VO SLIERFE (1) £k B I 1R A T R G AR v i 22 2
JAE 0.111 ~ 0.390%F1 0.116 ~ 1.344% 2 [A] ;s T KAFF i = ANUEE FIINFR [ 27 88.8% ~ 108.0%
2o RETHTATAE, HAER, GRCR MBI R, MR ST, &/ T
e thEE R PR, AR .
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LC-30A JUE F B )Lk ERR M1 ISR

WEE . AU Tl 2 v 8 e OB A LC-30A I 2R W A0 22 4y ) Lok Hh 5 1
T M1 J7E . IR SE AR IRV BE, 1E 0.05 ~ 50 pg/L W26 1H 4 4 v R 4T,

PR RBORT 0.9999; #EFE 3 uL, (UERREHFRA 0.01 pg/L, &R 0.03 ug/L. 0.2 pg/L.
1 pg/LFNS pg/L = ANRBEFRFE 6 Y% SR (1 { B I [ 10 THTARUAF X A 4 AR 22 43 79U £E 0.03 ~
0.12%7H1 0.18 ~ 1.14%Z[[]; A= @ikt i AT 41 ) LGB A b AR R 22 73930 9 83.8% 4 84.6%

S Y BYLI IR M RE ARG R

HERR M1 (AFMID) J2& H i LI s th 25 0 23 28 ith 25 7 R AR 4. WAL 3h
BB IR Bl (AFBD) SRMERMEYE, 7> AFB1 fERNFELE AFMI, 17
FET- B0 3 WA ALV R AR R PR R, RSO 7. SRR AN H A RE 2L R AL f . AFMI
S RAEET 0.5 ng/kg; B MEEEILF AFMI & B RBEEE 0.05 ng/ke; FREHLE 2 LI
i AFML AR, BT E BRI 0.5 ngkg.

G SR AL BERF RV L e BV P S i R 2, Mk e R pUE I M, R
FFLAGEAL o WP P i R A T R AR M A RIS R . S SR AR R 1l IR —
B HRAERIE, (RO, $a 7T RRHERRZ . A3 AR BUE .

K% (GB 5413.37-2010 & ih 224 E 5 britt FURZLE] S s th B mMURIE) b5
AEMVESK, SR S s R (A LC-30A, e SBAIER AL, IsE T 2R 0324l ) Lk b
i3V (Y SR el PNAE =2

1. S
1.1 {X A0 K

ARSI A5 P % A R v R €S A LC-30A oG RS E R 48 . BRI E N: LC-30AD
BiAE, DGU-20ASR LR AL, SIL-30AC HBhiltFEeS, CTO-30A FH:HFH, RF-20AXS %
R %, CBM-20Alite 2415 # %%, LabSolutions Ver. 5.42 SP3 i T {f ¥}, Romer AflaStar
M1 R B EFE 2 M1 R sw .

1.2 b a4

VA B3l 2% 1

%4 :  Shim-pack XR-ODS 11 2.0 mm [.D.x75 mm L., 1.6 um

s ZHEK (25175, viv) FER: 40°C

WE: 0.5 mL/min Kl K. Ex =365 nm, Em=435nm

BEREARR: 3 ul
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1.3 B &
1.3.1 ARAEVE R

F R BhAH K b v it 3 (10 mg/L) IR ZRARERR 0.05+ 0.24 0.5+ 1. 2. 5. 10+ 20+ 50 pg/L
%5 9 MRV IR FE R 1
1.3.2 et AT AL BT V2
© AR %

Z 8 (GB 5413.37-2010 & it 22 2 [ ZbrdE LA FLA o b o i B2 2E 3R M1 IOIIE ) itk
R % T VA AT
@ IRFERFRIURIEAL

AR TR %A B AL E /D> 50 mL, i ¥ M & FE 3 M1 SR A/ . A 10 mL 7K Bk
B, HEE R M. 0.5 mL HEREAE, JEEE—. R 0.5 mL Je i
0.5 mL FE&KE ST, 28 0.22 um P IE S HE 2 .

2. SRR

2.1 AR AERE S ) (T 1
FRAERE i A B R . AFMIR BE 5 ] 51,501 min.

Area(x10,000)

o8 365nm.Em:435mn g 70
0.4] < 6.04
5.0
0.3
4.0
0.2 20]
0.1 209
oo~V e~ 10
0.0 05 10 1’5 20 25 min oo
0 10 20 30 40 C
Bl i s S EM USRS g (1 pg/LD K2 EMEFER ML bRE T2
2.2 MR AR

V9 AASFIR B (1) 35 M 555 J AR AE AR, 1% 1.2 B AT E « DAKREE N
REAAATR , W AR AR KR , SR E RS HE 2, 25 R W] 2 P« et T 22 Y = (1403.47)X
+(10.066) Z&MEIEH 0.05 ~ 50 pg/mL, FHKRECKT 0.9999, Lk R 4f.

2.3 K PR A 2 B FR

AR BR v 2 R R AR A 0.05 pg/L vHSAX SR I R BUE, 38id LabSolutions #f, M
RMS 75 3, i U2 1.75 ~ 3.00 min tHEAZMELE, AR PR (3 A58 75 715525 0.01 pg/L.
EEMR (10 A TED 8 0.03 pg/L. 0.05 ug/L ARFEEIERIIA 3 fis.
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o 1 (RRI AT BRI S5 (nm)
o) WEGugL) {REFE RSD [ RSD
ot 0.2 0.12% 1.14%
| 0.03% 0.90%
o ) 5 0.06% 0.18%
e e T

K] 3 0.05 pg/L FRAER R G K

2.4 K55 FE SR
BUE. WP S AR EERRAETA T, 0 9 PATEERE 6 IR, B AR SRR B B[R] AT
THI AR PR AR ST AR HE I 22 23 BIZE 0.03 ~ 0.12%A1 0.18 ~ 1.14% 22 [0], X #SHE 25 R Uif.

2.5 intn B SR

I 1.3 Prif i B R PP A R (BRANIIRE Ak, oAt 22 BRANSIEBbs: it P b AT
D mr Al B2 gLyt ke s, EALIN. &R Bt O 4 fros. 40k
Yok i BB 5 P SEZR WORE IR (e IEIAnIE] 6 P B4l LA R S (r E an 1 7
B Bl LYy Ae dh Inbs ik Ak 8 Fros. Inbslely g R K 2.

100 B oA B
075 0.75
0.50 0.50
0.25 0.25 .
s
) N
0.00 0.00
o0 o5 1o a5 200 25 00 05 10 15 20 25 min
B 4 AR R B 1) P 5 22 YR i ) € P
100 m\e/mchr A Exem %] 1‘00
Z
075 < 075]
050 0501
025 0251
0.00 O'OO’M—A/‘LF“‘T—M%—‘—
00 05 10 15 20 25 min 0o 05 0 1 20 28 "
s , ~ m SARE L 4703
I 6 262 WS AR B 50 5 OB 0078 pg) 7RI R
1.00 Petector A Ex:365nm. Em: 435nm]
H
075 <
050
025
0.00
00 o5 T 1o T ik T 20 T 25 e

B 8 B4l ) LUk InArEE R Bt CinrE: 0.800 pg/kg)
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ENINEIEIEEE S

R B (ng/kg) TR (ng/kg) SEZHE (pg/kg) ERER (%)
Sk 0.006 0.078 0.071 83.3
Ba LYk N.D. 0.800 0.677 84.6
VE: N.D.ERAER N
3. &1

ASSCHEST T P P A v OB A LC-30A 52 AR AN SR L) ) LWk v o Hh R
MI [F1773% . SRBe 45 SRR IZIEEMEVEE 58, 7F 0.05 pg/L ~ 50 pg/L ¥ 70 Bl Py 2 Mk R4t
R RBORT 0.9999; (X a3 4 H FR M 0.01 pg/L, 2 & FRA 0.03 pg/L.0.2 ug/L.1 ug/L 1 5 ug/L
SANRPERRRE 6 UCZE SRR (¥ O R AT 50 R 06 T RRURE G A i 22 43 Il 7E 0.03 ~ 0.12%F1 0.18 ~
1.14%2 8], A AAE 25 5 RT3 25 WO it R 22 40 J LR A it IR [0 Se 3 23 1) 83.8% 11 84.6%
ART7BHE G AE AT R b o M B2 R ML IR b7 75
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LC-30A MERBHHMEFTR A NEE

FEEL: ARSCHEEST T — i R v OB R A LC-30A MIEMR T h it B33 A 17
o SLIGHERELH]. EWREVEE 0.5 ng/L ~ 50 pg/L I, KHERIZH < REOKT 0.9999;
FfR 2 uL, (A HHERM 0.15 pg/L, 2 EIRA 0.5 ng/Lo = ANHREE R ARAE Sh I AR B 1o 1] R0
TR RRURE X6 o VA 25 23 U 0.03 ~ 0.31%A11 0.41 ~ 1.91% 2 18] ; To KA F-F- 20 ks [ R A 88.3%
~96.7%. ZJ7ikEDE, HOHRAME.

ReEE: MHEER A NE B 0l

I #E R R (Ochratoxins) fe —HEMRLIMEFEH{ R, 7 A, B, C. D 4 L&,
FESE RN, Hhdrtio k. 5ARMERREE RS XRIEVT
TS E ., i) R TR A (Ochratoxin A , OTA, CAS No.303-47-9). it 5
TR A RWEMEET AT A IB KBS —MER TR, CResUE. B, B
W R, W BIERE, ErSEmMAah . MlETE A HRE KPR
PUG XA N IR R A . TRER 2 2 E K bniE (GB 2761-2011 B E B R 5
PR e ) & T S i A R R A BREOA 5 pg/kg.

H ATHoE A RN I EE R A WON R SRR, Siii ik, BE &
FEWR B AN S Ll 555

AL ZE GB/T 5009.96-2003, K By 0k e OB G AX LC-30A, 70t 1 B K g
HEHR A, B3 72 NHEERHTE

1. SRR %M

1.1 1% 8%

A SIZIG A F SR v R LA LC-30A ot BRI ARS8, BARRLE N: LC-30AD i
W%, DGU-20ASR TEZMEAAL, SIL-30AC HBIHEFESE, CTO-30A F:iEAE, RF-20AXS 7%
K%, CBM-20A Z%i##1il#%, LabSolutions Ver. 5.42 SP3 i T.{E¥f;.

1.2 R

1.22 BB L 22 Py (PBS): ¥ 8.0 g SALAN. 1.2 g MM — 4N, 0.2 g B &40, 02 ¢ &
WA AT 990 mL 7K+, F 2 mol/L #hRVAWR VA1 pH {9 7.0, BJEEZRN 1 L.
FFAEGOMY, SIREA T UG 1A .

1.3 S 54

3% # . Shim-pack XR-ODS II 3.0 Ji%E: 1.0 mL/min

mml.D.x75 mmL., 2.2 um BEREAR: 2 uL KR, 40°C

?lﬁijjjﬂ A_Z%ngﬁﬂ(?ﬁﬂﬁy B_ZJH:%: KTL\‘{N?&{/‘ Ex =333 nm, Em=460nm
(60:40, viv) Bel TR SREVELE
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1.4 1 W &

1.4.1 FRAEVERECH] - A FP e L it 55 5 38 A bR AR WRBEON 0.5 pg/La 1 pg/L\2 pg/L.
5ug/L. 20 ug/ L. 50 pg/ L.

1.4.2 FE S AT AR BT

OFEHL: #ERFREBGRFE 50.0 g THEHEAH, TN 5.0 g SALEN, 100 mL FHEE/ZK (80/20, v/v) .
KA E TR A E, T 22000 r/min = ACREEEL 2 min. $REGRZ BT S Pide kgt
T TE MM . HEFFEEL 10.0 mL JEWIFEIIN 40.0 mL PBS i ke, &S, &
PFS AT AR 2RI JEAT BIRE AR -

@i K TR AMERE T 10 mL BERVES 38 T o HEFIREEL 10.0 mL FE SR IUR T B i
SR, KRR R S PR AR ERE, TR AT LA 1 ~ 2 /DI N i
PPN, BHZE 2 mL ~3 mL 0l AR, DL 10 mL PBS 22K, 10 mL /K5 f5
RSP RIRE , 7 AT R, 8 2 mL ~ 3 mL 25 A0 5 G e B AR  HER I 1.0 mL
RS, JiE Y 1 mL/min ~ 2 mL/min. WCRATBEEBR T #EE b, i 0.22 um 85,
IR T 5

2. SLIGGER

2.1 ARdERE S ) TS
5 ug/LIIFRAERE S B 1 s . AR E I 8] 44,656 min.

mv

; THH
40—
] 75000
30~
20 50000
10*; 25000
0
T e e e 1020 30 4o KR
0.0 25 5.0 min
K1 A FRERE S (0 K K2 ##ih B R AR RAE TR M2k
22 BHEERAR

B 6 NAFIRE IR R R A AUE TAEEW, FEATIR T AT E «  DAIRFE
NEEAR bR, WETHIRUNMAL R, AMPRIEEBITERSHERNZE, BERYETFEN: Y=16794.1X+224.25,
AHIE R EATIE 0.9999.

2.3 f PR A e E R
AR AR 1 i 2% P (1 B K AR (0.5 ng/L) VAR I R, ACERAT I PR (3 A5 7S 1H 50D
EEMR (10 AR 225008 0.15 ug/L #1105 pg/L. (i 3 i,
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mw 1 ORE I R AN AR E SRR (n=6)

3 WEE (ug/l)  RT.(RSD%)  Area (RSD%)
*3 0.5 0.31 1.91
= 5 0.04 1.01
Y 20 0.03 0.41
o A
0.0 2l5 5.‘0 ‘m'n
3 hR VA TR (i
2.4 1% E S

BUE. B S IASFEIREERRAETA R, 20 9 PATEERE 6 YR, B FRAL SO B B[R] AT
TR (R A S A Al 22 43 B FE 0.03 ~ 0.31%F1 0.41 ~ 1.91%.2 [8], {3 28k 25 B B 47, Z5 5 L6 1.
2.5 B SR ANFRSCL

PR R VR AN EE KRR, EHLINR, A A B R A 7E KT TP IS InEREE,

AT 5 IR FORFESEIEEE 4 R, TORFER s g 5 Fr. FEFUmbREIS g,
W% 2 Fion.

m v
20—E 20%
15 15
10% 0]
5 Lg’“A 5
0 o]
0w % W % 25w m
K 4 Bk ARk K K 5 FRIbRAE S I B GRINIR N 5 ng/kg)

* 2 FEFINbr L 5

TN IR EREAEE S35 E R
&5 (ng/kg) (ng/kg) (%)
1 2 0.5 96.7
2 5 0.5 88.3
3 10 0.5 92.4
3. &k

ARSCRESL A v v OB (A LC-30A ME R B bl i B R A BT
KIS SRR THARN R BE . ERVELLMES RAF, AT DL X R 8 2 1 70 25K .

38



LC-30A HEIATAEZNER BT REFRNETE

W ASCHENL T P A S ) RO (354 LC-30A Ml e AR &R R D& R 171k, 5
B4 R B1 B2 7E IR B VG 0.125 pg/mL ~ 2.5 ug/mL 22 a) i, #hZ2 A0 5 2404 KT 0.999,
HERER 2 pl, A PR 20514 0.02 A1 0.01 pg/mL, 1X#%5E &N 0.06 F1 0.03 pg/mL; =
AR BERRAE 6 Y% SR BERE 1) £ B IR 1) 1108 TR AR XS A s 22 73 JU 7E 0.048 ~ 0.085%F11 1.332 ~
1.798%2 18); T KFERFIIAR B RN 78.4% ~ 87.5%. %7 ik fiEtE, H 5 #AE.

R RSHTER e e el it

REFE (Fumonisin, FB) & —FREHTEER, A2 HH BRI B E K AR =4, Xk
FaE, AOWAEBIR, E2E0R e T Rt RRa e . ARETEI L, A7, S
B G-l R . GikEfal, RGEEFET A EAMUE ALY, mHsea 2 —REvey.
SYRRIANRA TR A POR R, R BER EEBENTFIhRE, BET1E DM A RE At
I, IS IREFIR AR X m R ) S TEEA O, s FEER) iz, REa %
EFbRE (GB 2761-2011 B P EEFHRIRE) B A ER e RS ERIIRE. HEE
FDARLE M AN F AR R D 5 R s PR 2 me kg T LM AR T 2 BARE S5

RE BRI 52 G0k, SO, BERRek. Rt aisss, A
I ORI FE A5 5 22 (112 R FH G 2 FIRE A 5 07 A 9 F 5 SRS 23 G0 1 v ASCBAR B 1 v

AR By il S RO (i X LC-30A,  FERTATAZE T 7 TR R B #ERB1AIB2,
12T A NIHERI TR
1. SEERAHF
1.1 X8
ARSI B6 s P S5 A A PR SO A LC-30A G AR RS, BRI E A: LC-30AD %
WA, DGU-20A5R 7EZJIL AL, SIL-30AC HBHEFERS, CTO-30A HHiE4H, RF-20AXS %%
Kl %%, CBM-20A R %i5HI%%, LabSolutions Ver. 5.42 SP3 faif T {Euf;,

1.2 &5
1.2.1 $&BGH): B 25 mL BN 25 mL ZJEH1 50 mL 7K.
1.2.2 R SR 22 (PBS): #f 8.0 g SALAN. 1.2 g BEIRA —4H. 02 g AR A4, 02 g &
BT 990 mL 7K1, FH 2 mol/L #hRRVAW AT pH (N 7.0, HGEAN1L.
1.2.3 OPA fi7 A 7: 4 40 mg OPA V& f#(E 1 mL I, F 0.1 mol/L Na,B,O; AR 5 mL FikE
n2-#iEE 28E (MCE) 50 uL, JR5). 3T HIEGORY, SiRESGA AT LU 1 .
1.3 S & AE
%4 Shim-pack XR-ODS 11 3.0 mmI.D.x75 mmL., 2.2 pm
WENAH: A—0.1 mol/L Wl SN B—HEE; A/B=72/28 (v/iv) (pH=3.5)
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Jiti#: 1.0 mL/min

BEFEAARR: 2 uL FEiR: 40°C

KK : Ex =335nm, Em=440 nm

Va7 = SRS

1.4 1 M &

1.4.1 bRUEISRECH]: Bl B2 £ E//K (1/1, viv) Rk 0.125. 0.25. 0.5, 1.0 2.5 pg/mL
PR FE R 51

1.4.2 BE AT AL B 7

OFEH: PRI 20 g Wi ilRE, BT 250 mL B0, 050 mL $2HOR, iRV 4% LK1
P& 20 min. 1EE0 S8 2500 g 54 R B0 10 min, FELRTSE BIEW, 16804 (kA
N 50 mL BREGE, UL R SERECGES O, 0 B IRAIDEARILE, A IR IETR. R
G855, B 10 mL JERE T 100 mL FREMAH, 1 40 mL PBS 220, WRA5T. HIEETL
CRYEPEACILYE, HY 10 mL SR TS s AL ik .

@il B R BEEARE S 10 mL PR GF& NumidsE . dEFFEI 10 mL iR B T BIE
Sageh, KRR R S PR A s, PN E M E IR AL 1 ~ 2 W/ iR E
SEREE, FME. M R, B 10 mL PBS S iiEver ks, HERRE AR
H, 2B, FREAHRET. REMA 1.5 mL FERE SRR D F RV, 26
Ji#EY 1 mL/min ~ 2 mL/min, Y& #BEENR T B alE ., £ 60°CF HEMAX EAER
T, BREYVET 4C TR, &MH. MEHH 400 pL L85k (U1, v BREREY, o
0.22 pm JEMEE, A A i RO R I i B AR

T 43I IR A AR HE CAEFE % 50 uL, 35 E T 1 mL &AM E T, &
A 50 pL OPA fT2EM, MBS % LIRS 30s, 8 3 min 5, SZEIEL 2 pL R modt
ROBAR VS AL HT o

2. K/ER

2.1 FRAERE S O 3
W 2.5 png/mLARAERE &b it B LT~ . BURIB2 1 £/ B8 B 18] 43531 292,456 min Al
6.927 min.

mv
1500
1000
T —
b o
500 o
0; -
—_—
00 25 50 75 min

K1 RS ER By By AniEAE an (i &
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22 MR R

W S AR FAR S 55 AR e ARG T2 ATIR A B 2 AT I 58 o« DAVR E i Al
B, WETRUNARKE, AMRERITEREM LR, S5 BuE 2. & 3 Fias. bRkl 277 A 56
ABAERNE 1,

Bl B! ol

4oooooo—f 5000000

3000000—% 1

2000000—% 25000001

1oooooo—f |
c(;.o‘ "Tos 10 15 20 K s To 15 2o W
2 RE TR BI Ak TAE 2R K 3 R B2 MAsiE TAR LR

1 bR TR A BR A IR

Ha Y= aX+b R KWHE gmL) TER (ng/mL)
Bl Y=182437X-3393 0.9995 0.02 0.06
B2 Y=232351X-2991 0.9999 0.01 0.03

2.3 K i PR A0 e &R

FRA A b T 0 0,125 p/mL) $HEACER I 7 ARFE, (CRRIIR (3 0t i
WL IR (10 AR, SR L. G 4 R,

75mV | 2 {RENT AR E R LR (n=6)
5] WHE (ug/mL) #4453 R.T (RSD%) Area (RSD%)
= Bl 0.079 1.765
25 A 0.2
J B2 0.064 1.337
0] o Bl 0.085 1.558
O‘.O T 2‘,5 N 4 5‘,0 y° A 7‘.5 o mln‘ ' B2 0.072 1.332
1 4 R e - B1 0.048 1.652
4 BRI v .
- p B2 0.064 1.798
24 RRHESLL

UK . B =S R FE RIS, 0 0 AT ERE 6 IR, H ARL &9 1 7 B B 8] Ao
TR BRI A ST AR T i 22 43 TIAE 0.048 ~ 0.085%F1 1.332 ~ 1.798% 2 [, A 28 k5 25 BF B IT, W36 2.
2.5 B NARsLLS

Pl EIR TR B FOREE A, EALI, R TR S EEE B, WRAEN 0.04 mg/kg. 1E
TOKRBES IR IObREE, AT 5 e BRFEREREEWE 5 fiR. TR IbR i g 6
JI7so FEBUIMBREMSEE R WS 3 Fis.
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75 U ]
b 500*7 2
50 ]

] 250; o
25i 1
o—f ol
0.0 T 215 T 510 T 715 o ‘m'n 0.0 o 2[5 o 5.‘0 o 7[5 o ‘m'n
Bl 5 FKas ARG AR Bl 6 TR InbRAE SR B RN N 2.0 mg/kg)
3 T kR ELE R
IR E R A Hay iFrE (mg/ke) P EWE (%)
X Bl 0.2 87.0
B2 0.2 82.7
) Bl 1.0 84.6
B2 1.0 78.4
5 Bl 2.0 87.5
B2 2.0 81.7
3. &8

ASSCIENT T — s 5 8 e RO B A LC-30A I AR fr PR S /R A7 Sk
SEREW]: TR R EENE RN R, W] DL X AT RE ER B T K
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LC-30A tRENER R HREAS Rk HFEEN S E

B A SCHRENT T — i P S e A R ST 0 A LC-30A R 0 5 A i i A 5 S e ) v
WL 770 EORRE S . 0% 5 /K STRAR A, $REGRZ I e se ik, s i
FHE S LC-30A MG S A I . S2i6 45 R W] Vi 0.05 pg/mL ~ 10 pg/mL, AHK R
M 0.9999; FrUERE S A 24K HUFR 4 0.016 pg/mL, 1328 5 B RN 0.05 pg/mL; 0.2 pg/mL.
1.0 pg/mL 1 5.0 pg/mL =ANREEARFE 6 YOZESEIERE 1) R B I 5] R4 TR AR X b 4 A 22 43 31
£ 0.041 ~ 0.043%F1 0.11 ~ 1.57%2 [8];  FARFE G =ANIRFEEINAREERLE 81.2 ~ 90.0%Z [A] .
R, H A RAE.

REEE: BUAS R RGN RE RSOGO RECRAE i e

i EE R R R Y (R R R mg/kg.
DON, CAS 5 51481-10-8), #J5#254H) G 28 S FRE RERE R b e 6 P b R Bt
WX, A4 . MK EE B A R LI kg, Wik e ruE A, A
HWHR, FEASRIESE, EARR e LAY . TR PR FS R e B 2 T R AR
AR, FEEYRTR, NEERK AL o S BE SR AR AG AR 134K
e, NN T # DON 54L&, WA —IRGER, KKFEL T AT b3 2,
SSHURE. Wik, 5. R, WA P T TR . RSB AR U
Fa. OGREISE 2 rh AR IR, ™ B A S% ORI E P IA S
EE IR G RICT . W bR N = 0T T 0 2 v OB ) AR
FEEY . BRI Z R R A 8NN T AEAESR B AR P 2Rk, SR R
1.0 mgkg. HWERMZ2EFIRME (GB WA S ACLC-30A, Fufes A0 5
2761-2011 £ fh A B # 3 IR D UE & B 7 ERF IR I B R, BEAH SRS R
KEEL Y S Foil ikt B K IREA 1.0 5%,
1. W%
1.1 X3

A SIS FH I AR v RO (1A LC-30A G BRI R 4. BAARCE N: LC-30AD
HiiZE, DGU-20A5 fELZES ML, SIL-30AC HBhiEFERE, CTO-30A FEiEAH, SPD-20A 4k
K Zs, CBM-20Alite 24445, LabSolutions Ver. 5.42 SP3 a3 T {Euk .

1.2 i A

WA (T A

o 3% F= : Shim-pack XR-ODS III 2.0 HERERRL: 2 uL
mml.D.x50 mmL., 1.6 um FEiE . 40°C
TEh: ZHEK (10/90, viv) Wl 218 nm

MIiE: 0.2 mL/min
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1.3 FEdhfl &

OFRAEFRECH] . FH FEEACH] 100 pg/mL BIX I B AR AERE & LA BN AERE AR 1 i 2% VR
B 0.05 ug/mL. 0.1 pg/mL+ 0.2 pg/mL+ 0.5 pg/mL. 1 ug/mL. 2 pg/mL. 5 pg/mL. 10 ug/mL
& 8 MANFHR L bR E AR VAR

O SATAEE 775 B KRB EE HF 0 (1 mm FLA2) , FREC 25 ¢ THER M+, A S
g RO, MO 100 mL 24K, S5 2 mine BEESLF4EJEA0 8 2 I8 s . 1 i
AR TSRS T, MBI 2mL JER EFE AT, DL LRSS, 28R
BEAFES . 5 mL /KB 1 R BV MG S S AL, 14 2 ~ 3mL Ak AFEH .
BN 1 mL ) F R, DA 1 SRR IR IRt e it , e i B R 21, H 0.5 mL S shAH i e v i
2 0.22 pm £ 208 3 1 U8 JE 2R

2. ERAER

2.1 FRAERE SR ) B
PRAERE S G ] 1 PR

125 50000

250004

0.004 o T T T T
- 0.0 25 5.0 75 Conc.

0.0 10 20 30 40 min

B 1 1.0 pg/mL ARyEvA w0 i P 2 R 25 2 (0 b e A 26

2.2 &R R

K 8 AR B RO MK ik B ZARAE ARV 4% 1.2 P HI M 2RI 5E o DAV BE N AR AT
WETHI R AR, S bREEdIER M 2, 455 W 20 ZPET7FE 8 Y = (7120.0)X + (-11.402).
AMEVEH 0.05 ~ 10 pg/mL, MK RECKT 0.9999, ZPEK R RIT.

2.3 KR A E B R

FRPE bR 28 T T B I A 0.05 ng/mL TH AR 1 R R, it LabSolutions # {4 1%11&
ASTM FUI, JEEUEEZE R 1.45 ~ 1.95 min tFEAEMELL, AR (3 WA HED, &
PR C10 505 7 D) o 2S5 Lo 10,87 A& HHBR M 0.016 pg/mL, & & FR A 0.050 ug/mL.
0.05 pg/mL FIFRFEEIEEILT .

os] R 1R FIE R EZ LR (n=6)
02] WE £ B B 1) TS
(mgL)  RSD (%) RSD (%)
" 0.2 0.043 1.57
1.0 0.042 0.50

' ' ' ' ' 5.0 0.041 0.11

€1 3 0.05 pg/mL Ak (it
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2.4 fEEE L

BUbRAE TAE T 02 mg/L. 1 mg/L A1 5 mg/L =/MKEE, TATHERE 6 Ik, HAML &I
A5 B I ) AR 08 T AR PR RE R B v I 22 43 BIEE. 0.041 ~ 0.043%F1 0.11 ~ 1.57%22 18], X 2eks %5
R,

2.5 fntw BB

I 1.3 Pk 7 iR B A AR (BRANINE R AN, FAt b BRAT S Bt it R A PEAH ) ) AN
TR, EALING, FORRE R Xt 2R 3R S R i BN 4 P FOREE A (il
Kl 5 fros. FARMbskean g EamE 6. B 7. Kl 8 fivm. IAREMSIREE R 2 B,

\%
IDetector A 218nm

0.5
0.01
T T T

1.0 2.0 l“&.O 4‘,0 min 0.0
B4 SRR I

3.0 4.0 min

1.0 2.0
K 5 FOKHE i il

\%
Detector A21Bnm |

il

1.04

DON

0.59

oo

0o 10 20 3o " 40 mn

B 7 B nbreE i E (0.5 mgkg)

e NEL e
HREE e SEMAE &S
(mg/kg) (mg/kg)  (mg/kg) (%)
0.1 0.165 90.0
0.075 0.5 0.499 84.8
1.0 0.887 81.2

B 8 K IARRE B (1 mg/kg)
3. &t

AN — R R i ROROE (T LC-30A PRI AR A HR X i B 2 5
SEIG LR R R PEVE T, 7 0.05 pg/mL ~ 10 pg/mL WREVEE N LME R LF, MR
BN 0.9999; FRUERE S B Z4A PR 0.016 pg/mL, 1% & &R 4 0.05 pg/mL. 0.2 pg/mL.
1.0 pg/mL A1 5.0 pg/mL =ANKREFRFE 6 YGESEHERE {5 57 B 5] A0 048 T FR A X s v A 25 40 )
7E 0.041 ~ 0.043%A01 0.11 ~ 1.57% 2 [0], XAFEHE L RUF; FRFE S = NIR IR BIUCRAE
81.2 ~90.0% 8] s ARITVEIE G VR AR SRR & ] i ok ik 5 25 (R B o i v
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RO B A R AT AR RCREAT R R &S
EY

FE: RABH OIS BT EATA R NER R M SRR, A G m
R, HEREOE (3 o0 AT, SRR JE AT AR JE 2 A DU B8 A o J7 vA Rk, 5 #4F
N ERH R Bl Gl ZETER 0.01 ~0.05 pg/mL, B2, G2 £kM:7EH 0.003 ~0.015 pg/mL, £
PEAHOC R E R 31E 0.999 LA _F, LOD A1 LOQ Y& 73 7l 7E 0.060 ~ 0.159 ng/mL #10.200 ~ 0.530
ng/mL, [FICRTE 89.5% ~ 101.6% 2 [A].

R BRI HEESER R

M FEERR (AP REiFHENEFA ST rRARu Y, RANERNFEEUETE, "T5lK
SPINIE. B, BiES, Hd Bl MEtEaas. REMEE LK. 4, fedm. BE
TSR Ar B B s RS BN 20 pg/kg. 1995 48, AR PAHAH ENE S EHEEER
IR UV EE N 15 pg/ke.

G 5 S5 AR A2 K S M 11 3t 75 75 R B v P AR 5 R B R IO R I TR, Re R A
M, EE R N R R R, T E R PUEN A T, iR AR DAL, R R
B JE P REAR A WLV B . SR AR R I b iR —IRGER, RORTRIE T R AL 2
R, $Em T RN RS A R U

FH T35 i 35 5 R ALKV TR T 2 R AE DR, O B e Il 2 #5235 2 B1 A1 G P Fl
SRR NCREIRTS, TiATHTAEAN . TR Tk — A FE R R 5 S, FERTRTAE—
=R, HEATAEABR . R TE IR DL K AL =R A T AR S T

ARSCR HBAT AR R AR i P s i & & & Bl B2, Gl G2 & &

1. LIRS
1.1 428 5157
111 A S R

LC-20AD CHirifide, BUfRIEMFEVEMRIT), DGU-20As (FELLSAML), SIL-20A (H
AERERS ), CTO-20A (AERAH D, RF-20A (OGHTHINES ), CBM-20A (R 4% %% ), LCsolution
(Bt T AR,

L12 HETTA RS

MUREJEAT2E R 4E: LC-20AD (AT4E%E), CRB-6A (fb2: s Mife), MUTAR: G M EE
fF, 4% =@k, #1E% (PTFE 0.5mm 1.D.x1000 cm L.)

1.1.3 HE w4 At 7

Alfa test ISR A, VICAM A#]; BEBLF4EELL, VICAM 2w #iiE# R Bl.
B2. Gl. G2 IBAn¥EM, Supeclo AF]; HEE, HPLC 2%, Merck 2~ n); 4Ji§, HPLC 4,

Merck A Fl; 4li7K, Millipore 27K HLHI1F
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1.2 F o o PR PO B ) R e T AL 2

PRAEA TR 3 M R AR A T(BL, Gl 1.0mg/L; B2, G2: 0.30 mg/L), &ii
SARFRRE,  FCHI AR VROR R 5

HIACFID IR i M (RE 20 5 g CRERAEN 0.01 @), B THE R+, K% A 60%
HIREVA R S0 mL, fEE4RY 60 min. K2 #H LIS S mL, BT 50 mL &)t , KRR
ZHIEE, B, wEAUTIE. BEUE 25 mL, E GeReRARE, UEAEHIZ) 1~ 2 WA, A
K 10 mL BEfl, BEORFFIG, A EAAE T, ROKSFHAET . ) 1 mL R, s
1A, WO, BT 2 mL Bt MKRBEREZIE, 85, 045 pm ERGENE, ¥
I

1.3 43 A

1.3.1 fATA= o i 2% A

ARG B 2% AT KK : Ex =360 nm, Em =440 nm

TEIA: 2/ HEE/7K =20/25/55(v/Iv) FE S5 T A 2k A

JiE: 0.8 mL/min AT 0.05 % My (HL 0.5 g B, Jn

i FE . Intersil ODS-SP, 4.6 mmlI.D.x250 A FEE 100 mL, AH/K#RE4 1000 mL)
mmL., 5 pm Ji#: 0.3 mL/min

FER: 40°C fiTtEIRSE: 70°C

BEFERRL: 20 uL
2. R 508

2.1 SV R h R
o R T FRAR PR G R, TS S R 1R

3‘3/\4{151E- AEx:360nm Em:450nm

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 100 11.0 120 min

B 1L IR (G2: 0.006 pg/mL; Gl: 0.020 pg/mL; B2: 0.006 ug/mL; Bl: 0.020 ug/mL)

PLB1. G124 0.010. 0.020. 0.030. 0.040. 0.050 ug/mL; B2. G2 WJE4 1A
0.003+ 0.006. 0.009. 0.012. 0.015 pg/mL IRFRIEIR, 43 AHIE TAEMZE, Frdk 28 & an e
2~5, PRAEMZE TR W 1,
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S

d

an ohy e Kk

P = A5
55 EE R G R 26

CEUET ST T .
BR G2 MR Hh £

l.u
2.
b =2 T T T T = =

& 4. EHP‘ = B2 HIRcHE £k

(I TR “YAT U "
5. B &R Bl AR HE Hh 2%

N l!mi-llllllll
W

R 1. brAEfhZ TR

Hay Y=AX+B R
G2 Y=3127978 X-1147.2 0.999
Gl Y=1402621X+920.5 0.999
B2 Y=4512250 X-1413.7 0.999
B1 Y=1998433 X+1581.4 0.999

POk AF fif PR A E R, W3R 2.

# 2. DUFH AF [ffS L PRANE BFR (ng/mL)

ik A H R 5 B R
G2 0.074 0.247
Gl 0.159 0.530
B2 0.060 0.200
Bl 0.136 0.454
2.2 E’E‘fiﬁﬁ%‘

RbRE GRAFREE, G2: 0.006 pg/mL;  Gl: 0.020 pg/mL; B2: 0.006 pg/mL; Bl:
0.020 Hg/mL) %%%Mﬂ/\ﬁﬁ% RAI R A AR S, e R ™R 3, WA R
] RSD% = 0.5%, WA RSDY% = 1.25%.
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% 3. PUFh AF fOR B I TR AT AR O B E (n=6)

Hay LR B (8] RSD% IETH R RSD%
G2 0.04 0.40
Gl 0.05 0.78
B2 0.04 1.25
Bl 0.05 0.83
2.3 FEam AT
FESETT R RSB B2, B, REA GIEILIE 6, RITUZEH LT 4.
/|
| s |
h | |':-: ..
| el .
| il
1 || | H |l| . : |
I A - 2 - &7 |
Kl 6. T AR b 1 i ] 7. TAT AR A A £
K4 TR S e g5 R
Hor WHE (ng/mL) HE(ug/kg)
G2
Gl
B2 0.53 4.30
Bl 10.07 81.76
2.4 FEICR RS

P8 R IR BATRE S, BURERRD 50%, 2925 g, IRINFREEEEEATRI . BES N
FrsE UL 7. BRSNS FICRALE 89.5% ~ 101.6%2 8], [l 45 H W% 5.
5. MATA R R g R

Hoy I#RE (pg/mL) 1 2 %
G2 3 101.6
Gl 10 100.8
B2 3 93.7
Bl 10 89.5
3. 4R

ASCENL T O E AT AT AR A R St it b 3 Bl B T K 0 U5V 12T VR
FRAZHR 79 0.999 LLLE, CREFIS RN A E RS RAF, [ACRAE 89.5% ~ 101.6% 2
6], AT SRAT SRt b 3 i B 2 AR A
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OB AE R A BT AN B P A MR R E N E
#F2% G2,G1,B2.B1 KI5 &

FEE : RSO i LC-20A WA G 3 OUHE J5 AT A2 R G 2 57 T TR J5 AT A S A2 . v
MR ERER G2, G1, B2, Bl W75k, ATERM C18 (uilkkt:, /K/HEE=47/53
(VIV) RIRENAH, 0.05% AN f5 f7 A7), DA I 28 ARG I8 KA ORI K 360
nm, KK 450 nm. G2. B2 7F 0.006 ~ 1.50 pg/mL FI9 i 1 P b v i 28 f0 28 A 52
Z281=0.9999, LMK AR, Gl. Bl 1E 0.20 ~ 5.00 pg/L I B T8 [ A kv b 28 i 2 A
KEHr=0.9999, LMRRRIF. X} G2, B2IKEN0.3 ug/L, GBI #KE N 1.0 ug/L 7S
ASPATHRE AT 0T, RS R (RSD%RN): G2 KR KA RSD 4 0.02%, UETHIFA
RSD 4 0.60%; G1 [FfE A RSD 24 0.02%, U&MHIF RSD 24 0.60%; B2 [fI{# I [H] RSD
4 0.04%, VETHIA RSD 24 0.60; B1 KI{REAIS[A] RSD 4 0.03%, UE[HIA RSD 4 0.60%, 45
FBRELN R (AR A G2: 0.002 pg/kg: Gl: 0.001 pg/kg; B2: 0.002 pg/kg; Bl:
0.001 pug/kg, & &R N G2: 0.008 pg/kg; G1: 0.004 pg/kg; B2: 0.006 ug/kg; Bl: 0.003 pg/kg,
FLUA 5 A I R U

R M EIhE#H R G2, Gl, B2, Bl MiHEATA

I E TR AL (WHO) [ RERE VLRI E N 1 KB0EY, &tk
BRI BT o B B 2 S A T A S Sh A A SV WA, 7™ B AT S 3
IR BAOT . FERING B AR 2p DLt & R K Bl o2 W, Hag A o ok
MR, Bl RRERNIEBUEY . TIERIMERE TR A7, RIEVOLEIEARR,
Hor N B IGAN G IR RIS KX HATAY), BthERRm ) E 20+ X& G2, G, B2, Bl %.
B1 gt B B0 1 S R R P o

£ [EA1E FDA “i~FE %157 (Compliance Policy Guide)” Z 145 2007/563/EC 5%
I EEREE M. Y. E KIS B CERETERE, B AEFR PHRE
PEHBE : AN o & i A A pakl b ) 3 it 8 8 5 = (18 G2+G1+B2+B1 K &) AN g
i 20 pgkg. HATEH EHIRB B PHE: &5l Es 2R EZ 10 pgkeg. FREAEZE
142 5)(EC) No 629/2008. (EC) No 1881/2006 1, W EHIFE AL, B2, RELE
a4 Y A E B SRR S E (1R G2+G1+B2+B1 WS &) A ReiE i 4 pg/kg. K
[ 2010 Fix b [ 24 357 Epn v TR e B 1000 ¢ &3 A8 B1 AMEid Spg, SHEIMESER
G2. HIMEHE R Gl. HEH R B2 AIE M ERR Bl FHAEAEE 10 pg.

ARSI N F B OB (1 LC-20A #EJEATAE RGN T — Mo s it &R R G2, G,
B2, Bl WM GHTA DRI ik, 58 T B BT .
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o) H o OMe
HEMER R G2 Wb 4R HEE SR Gl bR
o o O o

O (6] OMe

0 OMe
H H

HINEAEE B2 LR HHEHEE Bl L2 R
1. SEIGER4

1.1 A5

1.1.1 K7

HE: HPLC 2

K K.

W E R RS R EICIE R R SR &R R G2, Gl, B2, Bl
PR EE 5108 0.3 pg/mL, 1.0 ug/mL, 0.3 pg/mL, 1.0 pg/mL) 1 mL, & 10 mL =},
FRERRE 20 RE, AR b

1.1.2 {X#%: LC-20A, fi4E CBM-20A R %545, LC-20AD =k LA ik 28 <3, DGU-20A5
LB ANL, SIL-20AC H B3RS, CTO-20AC FEIEAH, CRB-6A #J5HT4E [ N4, RF-20A
PEICHTIES -

1.2 53k

SR FER: 40°C;

Intersil ODS-3 4.6 mm 1.D.x250 mm L., 5pum %GR K: BRI KEX =350 nm,
WaH: A—/K, B—HEE, A/B=47/53(v/v); K FHE K Em = 450 nm;
Jii#: 1.0 mL/min; HEFEREL: 25 uL.

Vel g7 S REBe

S T A 2% A

FTAERF: 0.05% M (HX0.5 g, JIA100  ¥iid: 0.3 mL/min

mL F i, 4lK 8 5 221000 mL) fTHEAIRE: 70°C

1.3 FedhAbE
1.3.1 34 875 R TR A hn Ak i R T

HUAS [B] = 10 o h 5 25 25 2, A PR A RS, IC i) Bk B2 G2, B2 WK EE 2 0,006, 0.012,

0.30, 0.60 & 1.50 pg/L MtsE RS G1, B1KE N 0.2, 04, 1.0, 2.0, 5.0 ug/L FIFRHER
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B, SRR /M, T 4CUKFE AR
1.3.2 FER %

HHEA R R L) 10 g, FEEFE, IMAEHE 2 g, KA 70% FH % 100 mL,
AR AT 20 20Bd, B0 5 0B (ELIEE 8000 35/43), FE# R EIEW 10 mL, B 50 mL
B, FKFREEZIE, $5]. K% & 25 mL, it R nfk:, e 58 2 ~3 mL,
7K 5 mL ke, Yol & A0 AT, HHPEE 1.4 mL 50 2 e, BRI,
FKERZE 2mL, B,

2. R 5118
2.1 B FH R E KARME 2

MPa v

6000
Eh v‘r\;ﬁ*M.OO

mV
% AEX360nm Em:450nm

5500

F3.75 5000

45009

1350 4000]

35004
[325

30004
F1300 =

20004

1275 15004

1000

1250 soo]

T (3 -
200 min 00 25 50 5 i

10.0 pg/L i B 2 A TS [R5 2 VR ) € i )

e e B [
00 25 50 75 175

K1 B AR R IR S AR

25000 50000 75000 100000 125000 150000 i B

Y=aX+b a=2.820e-005b=2.184¢-002
R =0.9999
P4 GERHERS HE 2k

25000 50000 "B

Y=aX+b a=1.908¢-005b=1.583¢-002
R =0.9999
P13 G2 bR HERHE i 2k

WREE WL

" " soboo 100000 150000 200000 250000 il

Y=aX+b a=1.803e-005b=1.882e-002

"7 2sboo  soboo 7sBo0  1odooo i

Y=aX+b a=1.148e-005 b= 5.480e-003

R =0.9999
Fl5 B2ARHERHE 2k
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22 TEMERKE

NTH—BHEZ LA EE Y, RC3XG2. B2IKEH0.60 png/L, G1. BLRE N
2.0 ng/LH s M Hm dE IR S ARERE AT ToIREH L, EEMER (RSD%ER): G2
REE I EIRSD A0.02%, W AIRSD H0.60%, G145 [AIRSDA0.02%, WETHAIRSD A
0.60%, B2MI{R B [HRSD}M0.04%, UWEFIRSDA0.60%, BRI AIRSD40.03%, U
[HFIRSDNO0.60%, &5RICEWTER,

F1 35 ih A B R R VA VR R B T R) 0 T AR ) EE AT 2
(G2: 0.6 pg/L; Gl: 2.0 pg/L; B2: 0.6 pg/L; Bl: 2.0 pg/L)

No. REFEFE] (min) IETH
&Y G2 Gl B2 Bl G2 Gl B2 Bl
B 1 10.614 12.761 15.255 18.732 30284 70179 51895 113102
HdfE 2 10.619 12.764 15.266 18.737 29966 70407 52588 111836
HdE 3 10.619 12.765 15.268 18.737 30108 70796 52671 112187
Kol 4 10.614 12.759 15.255 18.724 30457 70247 52853 111267
Hd 5 10.615 12.762 15.261 18.735 30333 70772 52684 112924
Hdfs 6 10.615 12. 761 15.251 18.723 30361 71544 52936 112004

I 10.616 12.762 15.259 18.731 30252 70658 52605 112220
RSD% 0.02 0.02 0.04 0.03 0.60 0.60 0.60 0.60

2.3 IR Sk

FE IR 3 20T 0 R ER R A, RS B i R R Gl G2, B1FIB2.
K7 AR S A A . B8 NGT. BIIIAR0.75 png/L, G2+ B2iifr2.5 pg/LEitH.
fFH S5 R #2.

VIT*Y}N‘JZS AEX360nm Em:450nm Ve HAX‘N%% AEx360nm Em:450nm Pe
&— (Ex360nm,Em: Al 1400 o AIEA(RAL40C
I F13.75 Fae
6] F1350 F135¢
5]
F13.25 F13.2:
I
. F13.00 Fi3.00
2 F12.75 F12.7¢
=
F1250 Fr2sc
o c )
0 25 80 15 100 15 10 15 200 mhn 00 25 so 75 100 125 150 15 200 mn
K17 BRATHRE G ] K18 B AT S AR
2 B RER AR R R

wEM WE (pg/L) g (pg/L) SEPIREE (ng/L) B (%)

G2 0.032 0.75 0.747 95.33

Gl 0.043 2.5 2.435 95.68

B2 0.046 0.75 0.714 89.07

Bl 0.084 2.5 2.430 93.84

N TTIER RS, SR N 0.06 pg/L FIARE M EEAT 94T, 152615 K an i 9 B,
HeHEME Ly G2 15.852, Gl: 33.062, B2: 21.457, Bl: 38.481. &itH 1524 )5k
IR IR, & &R WK 3.
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mv

030

0257

0204

0.15]

0104

0,05

0,001

05—

[FET % AEX360nm Em:450nm

RIS

o

00 25

L e
50 75

L B
100 125 150

L
175 200 min

19 ¥R 1 20.06 pg/Low vk b A €t 1]

R 3 T AR R AL R A E R

MPa

r14.00

F13.75

1350

[13.25

[13.00

1275

1250

ey | BB (ng/L) | EER (pg/L) | U (png/kg) | EFER (pg/kg)
G2 0.011 0.038 0.002 0.008
Gl 0.005 0.018 0.001 0.004
B2 0.008 0.028 0.002 0.006
Bl 0.004 0.015 0.001 0.003
4. &k

ARSI AL LC-20A HEJEATAE RS, Ik 1AM i & & R G2, G1, B2,

B (AL AT AR 575 AVERADE, Ak, EE VLR R UL S
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T ROBURE B T AT JB 0T AR SRR AT JE AT AR iR A B o 24544
IR EFR

FE: SRADBOM S W S AT AR AL S AT AR th 256 TP B i B T K, LA
BN HEME RTIR . PR, IFR T SERRRE S AR AR T P L
HAEME IR, ey Ry HARML, 277 F T rh 2p vh s i 2 2 R AAa il

REEW: WUERRTANE DB RTAE WhER R DA

HFRR (AP W l&EMa At &E Ry, HAWRmEEMEBYEE, 75l
RPN B BRSE, b Bl pUsEvhim. FRE XS 200 8 1 0 IR AR e A o
MK, A T B A R A A B AR PR SR A b, R ] 28 B 24 AR A A ]
R AT AR (WM/T 2-2004) i i E 53 Bl FRE V< 5 ng/kg. & E i 24544 o 5 it 25
B % Bl REFREAIALS )75 i i 555 % B1 FRE < 10 pg/kg.

H T 38 18 3 R AR K  R 2 RAE DR K, AT B1 AT GL PR S A7 S ik
FEIRES , T AT AT AR Ak o T AR A 5 1 — MR R TR S 2, A AT AT AE — A =3 2 1R,
FERATAA MR R e 8 UL B Ak 2 A2 AT AR S T . FRIE 2 1 2010 Fi— BB
S IX VB 2 E N e v PR P R S5 AT AR HR b v 8 i R R AT R

AL A SR AT AR iR A e AR A A I R 2 i s it S &R B1. B2, Gl1. G2, JF
XF o3 M 4 Rk AT EE
1. LIRS
1.1 X8 57
1.1.1 WA RS

LC-10ADvp (4 7%), DGU-14A (FEZ i LD, FCV-10Avp (IR KRBT, SIL-HTC
(EBh#EFE2S), CTO-10Avp (F:1), RF-10Ax CRIEEEMIZE), SCL-10Avp (RGi4EH]4%),
LCsolution (it T{Eu);

L12 R4 RS

MUkE G AT2E R45: LC-10ADvp (FA12EZE), CRB-6A (fb2EJNiAH), BUATAERE G RN
EEM, A =k, A4 (PTFE 0.5 mm LD.x1000 cm L.)

TGRSR E, AURA An], WEKRMNE (PTFE 0.5 mm L.D.x1500 cm L. ).
1.1.3 He e At )

Alfa test FPEEEAIKE, VICAM AF]; BEESAF4EJEAL, VICAM AF]; WHEHFH R Bl
B2. Gl. G2 IRIRVE, Supeclo AH]; HIEE, HPLC 2%, Merck ~w]; &JE, HPLC 2,
Merck A F]; 4li7K, Millipore 27K HLHI15 .

1.2 R4 o VA VR FR) ) B i T AL 2

FRUEVETRIEC A 5 A& R IEARRBEMBL, Gl: 1.0mg/L; B2, G2: 0.30 mg/L), &
BAAMRE, BCHIBR R OK L R .

AL IR BUR 2k Re) 5 g G =500, Mm# 0.01 g, B THIRMF, K2

A 60% FEEAEW S0 mL, FEIRY 60 min. MHEZEEH LEW SmL, & 50 mL =4, M
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IKMREZRZIRE, #5), IEaACIdIE. SHOEWK 25 mL, @i G sR M, FEIEHZ) 1~2 %/
#, FZK 10 mL Pefbt, PeBtlisrie, i AT, ROREF AT . M 1 mL R, i
AR 1A, SRV, BT 2 mL B, MUKFREEZIE, $85, 0.45 pm JEEIE

U FF

1.3 43 i1 24t
1.3.1 BATAE S0 BT 2544
A7 B 2

Wosh M RS/ FREEK=20/25/55 (VIvIv)

M J#: 0.8 mL/min

3 k. Intersii ODS-3 4.6mm 1.D.x250
mmL., 5 pm

Mo W 40C

BEFEAARR: 50 pL

1.3.2 JeRTE T2 A

W B M CHE/FEEK=25/25/50 (vvIv)

W #E: 0.8 mL/min

& % F:: Intersil ODS-3 4.6mm 1.D.x250
mmL., 5 um

2. ZR5W1R

2.1 L PETE Bk H PR

e &: Ex =360 nm, Em =440 nm
FEJE AT HE 2% AT

FTAEHW: 0.05% LA (HL 0.5 g A
FfZ 100 mL, JH/K#®E4 1000 mL)
JitiE: 0.3 mL/min

TR E: 70°C

¥ e 40°C
HEFEARFL: 50 uL
KK Ex=360nm, Em =440 nm

T 5 7 F TR AR BERSBUM G A, BT AEAD AT AR TR ERE I N E 1L 2 R

B1

Gl

G2

B 1. BATAR R AR R A (G2 1.5 ng/mL; Bl 2. AATAIRFRER AR (G2 : 1.5 ng/mL; G1: 5.0
G1:5.0ng/mL; B2 : 1.5 ng/mL; B1 : 5.0 ng/mL) ng/m; B2 : 1.5 ng/mL; B1 : 5.0 ng/mL)
PLB1. G1 #EES» 5128 0.204 0.50. 1.0 2.0, 5.0 ng/mL; B2. G2 W44 0.06. 0.15.
0.30. 0.60 1.5 ng/mL JBARIEW, 53R T AE FOGCAT AT ERS eI 42, FFabAT LLA,
PRt 2 B 3-6 6, b & R L 1.
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¢[2 WUV

&2 WUV

250000 500000
450000
200000 400000
350000
o< 150000 = 300000
S & oo |
150000 | y = 59984x + 1016.8
50000 [ 100000 [ R = 0.9999
50000
0 0
0 0.5 1 1.5 2 0 3 4 5 6
e el
K 3. BB R G2 MRt K 4. BMERR G RHEMZE
¢12 WUV
500000 1000000
450000 900000
400000 800000
350000 700000
& o e 90 |
= 1= 500000
150000 = oo |
100000 300000 y = 117038x + 1653.6
50000 200000 R =1
0 100000
0 0.5 1 1.5 2 0
WRE 0 3 4 5 6
e
K 5. &R R B2 1IRHE £ K 6. HMET = Bl 1IRHERT £
FR 1. bRiEh LR TTRE
AT AR
44y Y=AX+B R
G2 Y=98842X+405 0.999
Gl Y=90366X+728 0.999
B2 Y=215544X+2432 0.999
Bl Y=158510X+5598 0.999
HATHERE
44y Y=AX+B R
G2 Y=137928X+631 0.999
Gl Y=59694X+1251 0.999
B2 Y=299943X+318 0.999
Bl Y=116411X+2161 0.999
VUFt AF FOA H PR FE R, W3 2.
2. DUFh AF fOH6 IR
HATAEEIF AF HIRE H IR
4y LOD (ng/mL) LOQ (ng/mL)
G2 0.028 0.09
Gl 0.065 0.21
B2 0.015 0.05
Bl 0.041 0.14
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M AR IR AF A R

G2 0.070 0.23

Gl 0.093 0.31

B2 0.032 0.11

Bl 0.052 0.17
22 ERHRE

HEERE GREHFE, G2: 1.5ng/mL; Gl: 5.0ng/mL; B2: 1.5ng/mL;B1: 5.0 ng/mL),
53 R BT AR VE RO CAT A VE AT 04, B 58 AN (IR BRI (B NI T RR S, i 45 2R
WTFEE 3, WEMLRER A RSD% < 0.1%, WEHIF RSD% < 1.0 %.

*3. EEMELELER (0=3)

sis PR B B ] W TR DR B B 1) I TR
RSD% RSD% RSD% RSD%
G2 0.04 0.66 0.04 0.51
Gl 0.04 0.62 0.06 0.57
B2 0.07 0.39 0.06 0.20
Bl 0.05 0.84 0.07 0.22
2.3 BT
P8 1.2 Frid 5 AR FARE S K B2, B, FEA G REE LB 7. 8, Kllgs SR L 4.
Zﬁm = ; T M —
o O y
. ;
B 7. AT AV i £t 1 B 8. AT AR VERE i 1]
A FEM AR
BT JefTAE
A5 WHE (ng/mL) B (ng/ke) WE (ng/mL) & (pg/kg)
G2 - -
Gl - -
B2 0.32 2.53 0.31 2.49
B1 2.21 17.67 2.15 17.18

2.4 [EISCRRL
P MR 3R VAN TR S (SRR, RES AR B B LR 9. 10, FESLIIARIEISCRALE 80.0% ~
104.6% 8], [RISCRZE R LR 5 F1K 6.
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o ok k0N © w oa A P
2 0 82 8 B S T2 DR,

S B2 b o 8 o & 2. &

B

B 9. TATAERE S b i 1 B 10. JCRTAERE S AR il

® 5. WA RREE R

W InARE (ng/kg) B2 %
G2 3 104.6
Gl 10 103.9
B2 3 90.0
Bl 10 86.5

® 6. Jefir LR E LR

Ho JOfRE (ng/kg) ] 2R %
G2 3 97.4
Gl 10 93.2
B2 3 914
Bl 10 80.0
3. &

A5 3l R P VAR CE R A i AT A VAT S5 S AT AR X TR 250 Hh 1 8 i B 2 AT AR
WA CRE R N 0.999 DL I, {REIR R AIIE AR BB MEX B, [IUCRLE 80% ~ 104%
Z08), E &N BAPERE AT 4E R — 80 AT ARV E AT ARV AT PR 2 TR s i R
RS W
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