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MHPEFTERNNE HHEEIE-REKRIE

135

ASSCAFRURE T 2L i PRG3R A VBOR €03 - £ IBR S B AR 5 s
ARG 20 i RS R R A E .

2 MBS A

N FN AN A SO N A AN R . P H AR S SCEE, A BRI RRASE B T A
A PLAEAEH MG S, HBOHRA CREEATE MBS &R A
GB/T 6682 43 #T 5256 % FH 7K FUA% AN S 56 7512+

3 RiBFE X
ASCAFBEA 3 Z € MARTEANE Lo
4 R

BUPEZE KT ER , BOR AR AL, ORI Gl A B, (B0 il — R IR s O e
SR VC LML E B

5 iR FIFA

ATIEF BT, BRAARUESS, Bunthat, K GBIT 6682 MUE i) — 4K,
5.1 XA 58

5.1.1 Hfg: tikal,

5.1.2 oJf5: tik4l.

5.1.3 HR: rirats

5.1.4 70%HEEK: B 70 mL FEE, F/KEAZS 100mL.

5.1.5 PBS ZZPiAWR: PR 8.0 g SALAN. 1.2 g BARREA 8. 0.2 g WM &40, 0.2 g SALEH, FK
VifR, AT pH £ 7.0, KEAZE 1000mL.

5.1.6 0.1%EERIAW: HERIFLE 1mL BEER /K € %5 2 1000 mL.

5.1.7 WEE-0.1%BERIE M (70+30) = HL 0.1%MER2IE R 30 mL, A HFEE €& 4 100 mL.
5.1.8 0.1%FE/KE: 1.0 mL HER, F/KMBEEZAS 1000 mL, 5.

5.1.9 0.1%F R LIEHEW: B 1.0 mL HiR, FHLMERRBEEARZE 1000 mL, 1EA.
5.1.10 %35k 3mL, HZAE 20 ng.

5.2 fr MR
FEH B RMEM (CisHuOs, CAS 5: 518-75-2) , E A 100 pg/mL.

5. 3 FRAEIRRECH!
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5. 3 AFRUERE & (10.0 pg/mL) : HERAFSENL.0 mLAS T & KhnfE . FIHEE (5.1.1) A %£10.0 mL
HEMT, T-18CUKFAHECIRAE, RAFHIR A3

5.3. 2bpvEr R (1.0 pg/mL) : AEFIFLELL.OmMLAS HH X brdifE 47 (5.3.1) TlomLAEM T,
FHHEEE 2, WREN1.0 pg/mL, T4 °C R

5. 3. 3HFIFRME AR : FEBUE AR bR AR, FH B PR St SR BUBCHS 455 75 2 2 TG A1) Bl o B R
1.0 ng/mL. 2.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL. 20.0 ng/mL. 50.0 ng/mLIAx#E TAEWH, IIm L
.

6 (TR &

6. 1 AR A - FR R4 . PR T 55 B U
6.2 K7 JEE 0.00001 g f10.01 g,

6. 3 ImEIR A A%

6. 4 EH B LML R KFEE 9000 r/min.

6.5 ZWAL.

6. 6 HHUMALIERE, FL42 0.22 um, B % .

7 SR
7.1 BEREIE

LR IR A5, BRI, BN RS AR PR, BRI
7.2 HERBRNS R4
7.2.1 SRR
FREL 1.0 g CRSAAZE 0.01 g) Z0 KA B T 50 mL HZES O F, I 20 mL 70% H FE /K

(5.1.4) , WAIEREHEE 5min, 8000r/min 250> 5 min, #HL 1.0 mL JEW, B TH —THEOE
W, N 19 mL PBS 2R R (5.1.5) Fke. TRA); DABEISLF4Egedid g, FrbeZsmfMgib .

7.2. 2 RS

HERRIAZ AL 10.0 mL FR VB SR S e G AR, DL 1 /s~2 /s BRI A dd S AiAE s o
10 mL KGR T, FRATWR B HEFIIA 2.0 mL HEE-0. 1% B RS (5.1.8) FEATHEN,
WA A e T T, 45 CRREIET, 1.0 mL HEVEM, 022 wm BT/ NS,
fit HPLC-MS/MS 73 #f7 .

7.3 (U F/FEEXY

7.3.1 {BIEBIESEEG

a) A Acquity BEH C18 fi%4E (100 mm>2.1 mm, 3.5 um) , BAH 23

b) FiE: 30°C.

¢) VEhA: A: 0.1%MWEE/KIER (5.1.8) , B: LB (5.1.9) , BAEEVEm &R 1.
d) JiiE: 0.3mL/min.

e) FFEE: SuL.
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B[] /min iE/ (mL/min) TENFE A% AN B/%
0.00 0.3 70 30
2.00 0.3 25 75
3.00 0.3 5 95
8.00 0.3 25 75
9.00 0.3 70 30

7.3.2 RiBSE &M

a) HET: HEBEE TR (ESD .

b)) FA#TA: EE TR

o) kil 2RI (MRM)

d) S 325C.

e) B EE: 10.0 L/min

£ FikEE 7. 310.23 kPa.

g) Wi E: 500 V.

h) B HEE: 3500 V.

D EMETN. ERE TN WREE., MEEEESHS L A

7.4 EEMRE

LIRS AT, BN 5 e OR B I TR) S ARVED T — B, JF HAESNBR TS SR R B b, P
WP B RN, ik 1 RS R L SRR A G B T A B AR AUREAE
VWA (I 2) 5 AT E B b AR S I o

®2 EMERIER R T EERNBR R WE

AN B E >50% 20%~50% 10%~20% <10%

OV IO AH S s 22 +20% +25% +30% +50%

7.5 BEME

ORI AT B PR BV, AR RHE 2k, DL mAUE &, MR, Pt
AR TS T B R WA N P AR A S AT RV EVE L Y, A2 SRR il PG 26 T, R SR
PRUER R B 15 R i 1 LB =% B

7.6 EHIRE
BEASIAFESS, 3% Lk B IR .

8 RITHE
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WP REFERN S &R (D #7riHE.
C x V x 1000

X = == e
m x 1000

X

X AP B G SR, BAONMOEE T (pgkg)

C  ——hbrdaEI 2t S SRR RO, B AN w2 T (ng/mL)

14 AR JE 2 B A, BACNZTE (mL)

m AR, By (g) .

VW S5 R PATIE AR BMERR, R =60 R
IBEE

A RN E 26 A T SRAG PR IS I 5E 25 2R R 4830 2 (H A I AP BE 1) 10%.
10 EEMR

AP EEEERNEERN 25 pgkg.
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M3 A
(BB

KAl HEERNRESH

B4 44 BT (m/z) TET (m/z) BHEE (v) | WiiEEEE (eV)
233 135 17
MEER 251 205 135 20
91 135 25
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fix B
CRORMAFE 3R
KBl FEFERNZRMEN (MRM) SR EHEE
+ TIC MRM (** ->**) 5.d
£ x104
3 351
© 3254
3,
2.754
2.5
2.254
27
1.754
1.5+
1.254
14
0.75+
0.5
0.25+
1 2 3 a 5 6 7 8 9 10 1
Acquisition Time (min)
Target Compound Citrinin
+ MRM (251.0 -> 233.0) 5.d 251.0-> 233.0 , 251.0-> 205.0 + MRM (4.371-4.890 min, 85 s..
*E x10 4 4.476 min. 8 x10 2 | Ratio = 6.6 (102.6 %) ‘2 x10 9 233.0
3 = =
S 37 -g 19 S 6
F 0.8+
21 < 0.6 4]
14 2 0.4
: 02 “ 205.0
o i — i
0_| T T T 0 T T T 0-— T T |I ‘
4 45 5 4 45 5 100 150 200
Acquisition Time (mi... Acquisition Time (mi... Mass-to-Charge (m/...




