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Abstract Objective To establish an HPLC— M S/M S method for detem mation of aflatoxn G,, Gy, B, Bi n Per
sicae Semen M ethods A flatox ns were extracted by 7We methano] purified by an mmunoaffinity colimn and then
separation was carried on a Kranasil Cis (2. Omm X 50 mm, 4 Pm) colunn with a mobile phase ofm ethanol- 10
mmol* L™ fom ic anmonale ( by a gradient pogram) at a rate of 0. 5mL® min ' Aflatoxns were analysed by
HPLC- trple quadrupole M'S w ith an EST ion source in MRM mode¢ the ion canb nations ofm /z 331. 17 313. ],

m /z329. 1 243. L, m /2 315.0° 287.1 m /z 313.1° 241. Owere used to qualify aflatoxin G5, Gi, B, By, respec
tvel. Results Good linear relatbnships were obtaned w ithin the ranges of 0. 375- 30 pg for aflatoxin G, and B,

and 1. 25— 100 pg for afhtoxin G; and B;. The recoveries w ere between 88. $o — 103. %% . C onclusiort Them eh-
od is sensitivge rapil accurate and specific for the detem nation of afhtoxns in trad itional Chinese m edicine Per

sicae Semen
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\ HPLC- MS/MS 2
, : 2.1
s 7% G, G B, By
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- G, 100 ng* mL ' ,
G, B, B 2.2 [3 4],
. , : ( 2 )15 g
1 , 3o 70 75 ml,
API5500 2min( 12500 r* min '), 5
, (ESI ) Ana  mi( 4000 r* m " '), 15
st 1.5.1 ; Agilent ml, 50 ml, , S min( 4000 re
1200 ; KA T25 digital UL-  min '), , 20
TRA - TURRAX ; Epppendorf 5810R ml, ( 3mLe mn '),
; (N- EVAP™ 112, 20mL 6mL* min '), :
Organamatbn A ssociates Inc ); 1.5mL ( ImL* min '),
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( SUPELCO , 3 LC-MSMS
Lot LB 33367, G, Gi B, B 31 : Phenanenex SB — Cjg
0.3Bgs mL ' 1.0 Hge mL™' 0.3 Hge mL™' 1.0 (2.0 mm x 50 mm 4 Hm); (A) -
Hge mL™'); (A fldTest” P 10mmols L' (B), (0~
V ICAM )i . Burdick— Jack- 4 5min 706 A" 1% A; 4.5~ 6mn 19 0 A
son : ; 6~6.5min 0A” 70% A; 6.5~ 10min 70% A);
:0.5mL* min ; : 25 °C; : 10 KL
( :09110L : ), 3.2 ESI ;
, ; (MRM );
Prunus persica 5.5 kV; : 550 C
(L ) Bastsch 1
1 G, G, B, B
Tab1l M ass pectran etry param eters for aflatoxin G,, G,, B,, B,
( quantiative ( collision (qualiative ( collision

( aflatoxin) ( retenton tme) /m in tran sition m /z) energy CE) /eV tran sition m /z) energy, CE) /eV
G, 3.63 33117 3131 3 33117 245.1 40
G, 3.94 320. 17 243. 1 35 329. 1 3111 30
B, 4.17 315. 07 287 1 35 315. 07 259. 1 40
B, 4.42 31317 241. 0 50 313. 17 285.0 40
4 2 mlL, R
4.1 “2.17 10 UL,
70% 6 , )
156 , X (pg) ; Y ,
“2.2 , , 2, 1-A

40 C ,
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G, G, B, B,

Tab2 L inear regression equations and correlatibn coefficients of aflatoxin G, G,, B, B,

( aflatox i)

( linear range) /pg

(‘equation of linear regress ion)

( correltion coefficient)

(weiht coefficient)

G, 0 375~ 30 Y=1.89x 10% - 762 0. 9977 1 X
G, 1. 25~ 100 Y=3.03x 10°X - 5. 41x 10 0. 9998 1K
B, 0375~ 30 Y=3.70x 10*X - 1. 76x 10° 0. 9996 1 X
B, 1 25~ 100 Y=3.57x 10*X - 5. 10x 10 0. 9996 1K
4
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TIC chranabgrans of afhtoxin G,, G, B,, B;(A), bhnk Persicae Semen(B), and Persicae Seane gpiked aflaoxin G,, G, B,, B, (C)
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\ \ G B, Bi RSD(n= 6) 4. 8%, 4. 8o,
1- C \ 4. 1%, 2.9,
4 4.6
4.4 ( 2 ) 15 (2 )l5¢ 9 , 3 \
g 6 , “2.1” 3 “2.1”7
0.5ml, “2.2” 0.15 0.3, 0. 5 mL(
, G, G B, G, B, 459 15 ng
B, RSD 2.5%, 1. %%, G B 15 3Q 50 ng), “2 2"
0. %, 2. &, ,
4.5 “4.4 , RS ,
Q4 8122448h , , 3
, 0~48h Gs
3 (n=13)
Tab 3 Recoveries of the assay on different levels
( ow level) (m iddle level) (high level)
(afhioxin)
(recovery) Mo RSD M ( recovery) RSD #% ( recovery) RSD #%
G, 92. 78 2.0 89. 2 2.3 88. 53 2.0
G, 103. 93 1.7 100. 12 0.4 103. 52 1. 8
B, 101. 50 0.5 101.61 4.8 101. 28 0.5
B, 97. 25 0.7 95. 10 0.8 95. 64 0.7
4.7 G, G B, B “3.27
G, G, B, B, ( 3:1) 0. 029 53 G, G B, B, B ,
0.012 0. 009 0.005 Hg* kg ( 10:
1) 0.095 0. 041 0.031 0.017 Mg* kg B,
4.8 i 2 Hge ke | G, G B, B
G, G B, B, 4 Hge kg ' HPLC- MS/
5 MS : G, 0.03Hge
5.1 (N kg ', G B, B 0.01 Ug* kg |,
@ - 0. 1% ® ~ 10 mmol* L' , 13-l
@ - 10mmol* L' 4 , 1 ,
@20 C @30°C ®35 ,2 ,
T @40°C , ,
\ 25°C 5.4
5.2 (ESI) .
(APCI) ESI
, 4 “4.1 TWe
, 2 , , “4.6
) Gy Gy
B, B, 0 ~ 78%
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