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Extraction \

* Weigh 5 g homogenized eggs into 50 mL polypropylene tube and
add 5 mL of water
* Add 10 mL acetonitrile, shake for 2 min

* Add 4 g MgSO, and 1 g NaCl (60105-340 HyperSep Mylar
pouch 4000 mg Magnesium Sulfate and 1000 mg (NaCl)
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Fipronil Fipronil sulfone

gﬂﬁ 1 Fipronil (F8)) wag Fipronil Sulfone (211)

LAS09RDIA1ZY LC-MS/MS

« Thermo Scientific™ Ultimate 3000™ UHPLC
« Accucore™ aQ (2.6 um, 2.1 x 100 mm) Column
« Thermo Scientific™ TSQ Quantis™ Mass Spectrometer

.\-_Shake for 2 min and Wi e for 5 min at 4000 Em /
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dSPE cleanup A

¢ Transfer 4 mL of acetonitrile phase into empty 15 mL tube; avoid
pipetting the hexane upper layer
* Add dSPE cleanup sorbent consisting of 600mg anhydrous MgSO,

and 500 mg C18 (ACROS Organic, 413485000; C18 dSPE pouches
- P/N 60105-367-SP)

* Shake for 2 min and centrifuge for 5 min at 4000 rpm
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LC-MS/MS

* Transfer the supernatant into LC-MS vial
¢ Inject 1 pL into LC-MS system

Column Temp. 40 °C
Injection Vol. 1 pL
Flow Rate 300 pL/min
Mobile Phases A: Water
B: Methanol
Gradient Time(min) %A %B
0.0 95 5
0.2 95 5
1.2 30 70
3.0 0 100
5.0 0 100
5.1 95 5
8.0 95 5
Retention Precursor Product
Compound . X Polarity
Time (Min) (m/z) (m/z)
249.96
Fipronil 3.46 Negative 434.93 329.99
398.85
243.85
Fipronil )
3.57 Negative 450.93 282.00
Sulfone

415.04
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Rapid analysis of fipronil and fipronil sulfone in eggs by liquid
chromatography and triple quadrupole mass spectrometry (https://
assets.thermofisher.com/TFS-Assets/CMD/Application-Notes/AB-
72483-LC-MS-Fipronil-Residues-Eggs-AB72483-EN.pdf)
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Fipronil
Y = 3.949%4X - 3.580e3; R*2: 0.9960; Origin: Ignore; W: 1/X; Area
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17 2 Calibration Curve 284 Fipronil ttag Fipronil Sulfone
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gﬂﬁ 3 Chromatogram apsndatneldlnid Fipronil (A) wag Fipronil Sulfone (B) AMULENTY 0.5 WAL 5 ng/g
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