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HOE AN RAERMERBIRMEE-PREAEFMNEILLR PREANRE S, Fik AR BMERFFTL
22, &34 4% 4 Zorbax Eclipse Plus Cys, #3484 7K (m 0.1% F 82 )- T H5 (70230, V1Y) (B #0L) , ik 4 0.30 mL/min, 4238 % 40 °C,
SATEF I A T min, #AFF A2 pL; B FABRXA LS THX, BT RBEA 150 C, FTIRAAE A 15 L/imin, 3548 E A 350 C, 34
SRk A 12 L/min, 2288 B4 3500V, FAREA A 40 psi, R ELEAOV, TR A SR 5 EnAEX, &R 25560
JR 2R LM £ 0.1~20 ng/mL(7=0.999 4) ; & F FR A=A FR 2% 4 0.05.0.01 ng/mL; #5 %5 & A8 b & F XTI e9 RSD<
2.0% ; mAfE P E % 98.868% ~103.160% (RSD=1.5% ,n=6), £#& &7 =@k I LR EH, ERNTRLER PRE
FORGEME,

KEIR RIHRRMEE-BERAEE AMEREEL KRGS RLRAR

Determination of Residual Citrinin in Zhibituo Tablets by Solid Phase Extraction-UPLC-MS/MS
LUO Dalong, WANG Hua(Wuzhou Institute for Food and Drug Control, Guangxi Wuzhou 543002, China)

ABSTRACT OBIJECTIVE: To determine residual citrinin in Zhibituo tablet by solid phase extraction-UPLC-MS/MS. /METH-
ODS: The sample was processed preliminary by solid extraction. The determination was performed on Zorbax Eclipse Plus Cs'col-
umn with mobile phase consisting of water (0.1% formic acid) -acetonitrile (70: 30, V/V, gradient elution) at thefollow rate of
0.30 mL/min. The column temperature was 40 °C, and analysis time was 7 min, the sample size was 2 pL. Tonization mode was
positive ion mode. The ion source temperature was 150 “C, drying gas velocity was=l5 L/min}, sheath_gas temperature was 350 C,
sheath gas flow rate was 12 L/min, capillary voltage was 3 500 V, atomization device “pressure was 40 psi, atomization voltage
was 0 V. The acquisition mode was MRM mode. RESULTS: The lineat range of citrinin was 0.1-20 ng/mL(r=0.999 4); the limits
of quantitation and detection were 0.05 and 0.01 ng/mL. RSDs of'precision, stability and repeatability tests were all lower than
2.0% ; recoveries were 98.868% -103.160%(RSD=1.5% ,n=6). CONCLUSIONS: The method is rapid, sensitive, accurate and
suitable for the determination of residual citrinin in Zhibituo tablet.

KEYWORDS UPLC-MS/MS; Solid phase extraction; Citrinin; Residual; Zhibituo tablets
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BHE .60 mg, AR 3 mL).
1.2 #AmEiH

B 02 R OB b B8 LA 25 ), b5 £ 1501009
1503034 1504015, #14% :0.35 g/ H) s R 25 2 % B AL (3519
W EG R TREABR A A L5 150403, 46 :100% ) ;
H s LG ¥R il iR 24 o e ali K o 25 8%
FKo
2 AEEHER
2.1 REEH
2.1.1 ks iS4 Zorbax Eclipse Plus Cis (50
mmx2.1 mm, 1.8 pm) ; i sHAH : K (10.1% R ) - £ )i
(70 : 30, V/V) , # BE Pk i (0~4.0 min, 70% —10% A;
4.1~5.5min, 10% A; 5.6 ~7.0 min, 70% A ) ; i % : 0.30
mL/min; #:78 : 40 °C 5 20 HrHS ] : 7 min; #FAEE . 2 pl.
2.1.2 JEFAM BB EE T (BSIOB; &F
V5L JE 2 150 °C5 T8 AU K ¢ 156 L/ming 8§ <R -
350 C 3 ¥4 < 12 L/min; BANE K : 3 500 V; 551k
FRIE ST 240 psis WS L - 0 V5 TARERE : 22 50y Wil 4
KB T om/z 251.2(M+1), R FERRTER  miz
233.2 .205.2,

P RIS 25 A T UEF TN , BRI AR AR LA B 2K
>3 000; ITK BLEF, 43 B BE > 1.5, BEVLIE 1 & 2.

) 2512 X0
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A.MS spectrum; B.MS/MS spectrum
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Fig1 MS spectra of citrinin

2.2 BREEE

2.2.1 XTRESLEME RSB PRIORS B R 6 AL 10.0 mg,
BT 10 mL P, I H A RO AR TR IS R R
JEHE R 1.0 mg/mL A% BE A VAT . 05 A i 45
b e PR

2.2.2 MEKAEI BUREAR 20 A BFAN RS S FRECAN R
0.5 g, BT 10 mLAETEMH, N 1% H R-H 5 W 3 mL,
R HEE 30 min, B HI B E L, £ 0.22 pm GHFLIE R UE
i, B IE RO B 2 25 mL B, K E 2, B A, B
5o ME RAE S T 55 R ERE
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A.blank solution ; B.control solution; C. test sample solution; 1.citrinin
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Fig2 TIC of citrinin

223 W FFER AL T HBIFR S F RS
i, AL 2.2.27 N A A A AR . I HRE i T
I FEEFE
224 MM HEEER ERBEWR S 5mL, D1
mL/min il i HLB [& 47 % B0 (5 A AT 31 L8 mL R i
A3 mL K TG4k ), I 5 mL Kk gE, 38 25, B 5'mL H
VR, WA VR R, ellid T 40 O F AR EIL T,
K2 AL o L B , 22 0222 um A HLIE IR R I, B
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4% W 2.2, 17 3T % Rt V5 RS o, B R
il £ A7k B 28 0T VR 5 4303l 4 0.1 .2 .5,10 .20 ng/mL 1Y
FANXT RE R ES W o B 3 R 90 X6) B 5 R A% o, ¢
“2.175 R IR S AN E SR TR . DA R R T
VR (x, ng/mL) AR ARBR WETRTER (1) AL BR kA T
Sk I, 154 B R W 5 FE S y =3 329.186 799x+
4 586.551 631(r=0.999 4), ZERFI A5 KM JF
e E LRV R 0.1~20 ng/mL.
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2.6 FREMIXKE

BC2.2. 17 0T X BE S A RGE 5, 4300 TR T R
0.1.8.12.24 hif4“2.17 30 N 560 AR RE I 2 | 0 5%
WA, 25 AR R IE I A RSD=1.9% (n=5) , %
A AE VA TRAE S0 TS 24 h ISR Pk AT
2.7 BEMIKE

R (415 : 1501009) 3 i, T 25 mL JHfH,
T 25 ng #5820 B 5, $562.2.27 300 R vk 4l £ Atk
mi VAR, B 2.1 T R A AR A A I SR 0 THT
I, 25 AR RIEH A RSD=1.6% (n=6) , KA
T E M R
2.8 mNEEK RN

BURE 5 (F1E5 £ 1501009 ) 3 i, 35 6 43, 23051 & F 10
mL R, A3 I A — T A A R O B i
“2.2.27 T Jy i A A S A R, R 2.1 IR
ZRAFUERENE 30 S W T BUF TS mAR IR 45 R
2,

F2 MEERKEKELER (n=06)
Tab 2 Results of recovery test(n=06)

WhE,e BAEng MAEng WiEag MERICE % FHMERE % RD,%

05021 0 25.000 25.190 103.160
05102 0 25.000 24801 99.564
0.5002 0 25.000 UM 98.868
05110 0 25.000 24992 99.968 14 1
05209 0 25.000 25.032 100.128
05176 0 25.000 25.198 100.792
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