QuEChERS-S A 0,315 - 45 R 53 315 125 M) 72 X6 2 v R e Jis B HAR i 7= —— =2 40 %, 5%

—435—

BB RKE F &

QuEChERS- AR 3 - £ K Jo

Ty 0 R X 2R R g U M

MY

2R ZEAM, LA Sk

(FARAHLTEERRBRGEFFO, K L

528200)

i E:B# #3 QuECKhERS-A48 & i%-$ BT ER oAl 2 8% F Rk ALRMZ Mk, ik T50g

WEAEZEMA 3 ml K, mA 10 ml TR, R &
AR TR SRR R E ., BB

0.25 pm) #4745 %, £ R & B (MRM) A X #4740

2 EMR-Lipids 4 44, & A DB-5MS (30 mx0.25 mm,
Rk AL ARG

0~60 we/LEE MR, A0E Z2%(r)35=0.999 0, % R (S/N=3) % 0.5~0.8 pg/ke, iérFR(S/N:IO)%J

1.7~2.7 pg/kg. K% K 92.0% ~ 115. 5% , 48 3 47 4 £ (RSD) # 3. 6% ~6.8% (n=6) , &+
BT 8 PRk ARG T ey R,

s S EAER; R EEALRM T AAEE-B KRS
MERS:1004-8456(2019)05-0435-06

BHEFERE RBAEG OKESHFHE,E
KEEIF w&
mESES RISS  THEERIRAE:A
DOI:10. 13590/j.¢jth.2019. 05. 007

Tk AR A A

Determination of fipronil and its metabolites in eggs by QuEChERS-gas

chromatography-tandem mass spectrometry

LAN Hongjun, WU Xuemei,

FENG Yaoji, LI Shaoying
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Abstract; Objective To establish a method for the simultaneous determination of fipronil and its metabolites in eggs

by QuEChERS-gas chromatography-tandem mass spectrometry.

(5.0g),

Methods 3 ml water was added into egg samples

extracted with 10 ml acetonitrile, and purified in an EMR-Lipids tube. The analytes were performed on

DB-5MS column (30 mx0.25 mm, 0.25 pm), detected under multiple reaction monitoring (MRM) mode, and was

quantified by external standard method with matrix matching curve. Results

The fipronil and its metabolites had a good

linear in the range of 0-60 pwg/L with the correlation coefficient r = 0.999 0. The detection limits (S/N=3) were
0.5-0. 8 pg/kg, and the limits of quantification ( S/N = 10) were 1.7-2.7 pg/kg. The recoveries were 92.0%-

115.5% , and the relative standard deviation ( RSD) were 3.6%-6.8% (n=6). Conclusion

characteristics of simple pretreatment,

determination of fipronil and its metabolites in eggs.

Key words: Egg; dispersive solid phase extraction;

mass spectrometry
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The method has the

high sensitivity and high recoveries, and it is suitable for the accurate

fipronil and its metabolites; gas chromatography-tandem
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Table 1 MS/MS parameters of fipronil and its metabolites
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Figure 1 Effect of the extraction solvents on the recoveries

of fipronil and its metabolites
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Figure 2 Effect of different purification method on the

recoveries of fipronil and its metabolites
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Figure 3 Total ion chromatogram (TIC) and MS/MS of fipronil and its metabolites( 10 pg/L)
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Table 2 Standard curve and matrix standard curve

of fipronil and metabolites
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Table 3 Linear parameters and detection limits of fipronil and

its metabolites

MEFR KBRS EER

&Y 2K 1Ty 1 .

. ¥or /(pg/keg) /(pg/kg)
T y=741. 6x+1057. 6 0.999 1 0.8 2.7
A E A y=1426.24-2181.2  0.999 3 0.5 1.7
S y=1046.3x-2797.8  0.999 0 0.6 2.0
FORMEB  y=1635.3x-2809.7  0.999 1 0.7 2.4

2.5 [l R FIORG 2% B

I 25 14 X B BE & H A B o VTR, A (20,0
pe/kg) P (10.0 pg/kg) AR (5.0 pg/kg) =AW
K HEAT b [l R 5, B Mk B K OF 34T 6 IR
SEAT AR X5 o R A AR 0 A Tl i R

SEF R 92.0% ~ 115. 5% , A XF 45 HE R 2% ( RSD ) Ky
3.6%~6.8%, W3 4, 45 FM, %I MECR
K R AT

A XYERE S I HUIE B AT P SF- 2 1] A
K% (n=6)
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Table 5 Results of fipronil and its metabolites in spiked

eggs compared with GB 23200. 115-2018
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Figure 4 Total ion chromatogram (TIC) of fipronil and its

metabolites in positive eggs
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