PENICILLIN G IN PORK

r Pretreatment Results

1. Homogenize 3 g of sample with 3 mL of 5% sodium tungstate,

3 mL of 0.17 M sulfuric acid and 30 mL of water. Blonk Semple

2. Centrifuge 3100 rpm for 10 minutes.

3. Filter with glass fiber filter. TR S RNy AR TREE AAREE MASE Zaar v nRe
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Spiked Sample
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Sep-Pak® Plus Short C,;, 360 mg

Representative chromatogram for 5 ppb penicillin spiked in pork muscle.

LOAD
I Compound Name: penicillin MRM 335—176
WASH: pork blank1 1.83 450
3 ml water pork blank2 1.83 3.23
I 5 ppb spiked pork 1 1.83 23.30
ELUTE: .
4 mL 20% acetonitrile water 5 ppb spiked pork 2 1.82 18.54
I 5 ppb spiked pork 3 1.83 21.82
Concentrate to 2.5 mL and adjust the volume to 6 mL water 5 ppb spiked pork 4 1.83 15.45
5 ppb spiked pork 5 1.82 21.50
RSD (%) 15.56
Recovery (%) 58.26
LC Conditions Compound Name: penicillin MRM 335—160
pork blank1 1.82 5.81
Instrument: Waters ACQUITY UPLC® System
pork blank2 1.83 5.02
Column: ACQUITY UPLCBEHC g, 2.1 x 50 mm, 1.7 ym 5 ppb spiked pork 1 183 1297
Flow rate: 600 plL/min 5 ppb spiked pork 2 183 | 2659
Mobile phase: A. 0.1% formic acid in water 5 ppb spiked pork 3 1.83 21.89
B. 0.1% formic acid in acetonitrile
5 ppb spiked pork 4 1.82 25.22
Gradient: Time (min) A% B% -
0 90 10 5 ppb spiked pork 5 1.83 39.03
5 10 90 RSD (%) 29.75
55 90 10 Recovery (%) 78.30
6 90 10
Recovery results for 5 ppb penicillin spiked in pork muscle.
MS Conditions
Instrument: Waters Quattro Premier™ XE Ordering Information
lonization mode: Positive electrospray (ESI*) Description Part Number
Multiple reaction monitorin
P ’ Sep-Pak PLUS Short C,, WAT02051
MRM transitions: 1: 335 —= 160
> 338 - 176 ACQUITY UPLCBEH C,y, 2.1 x50 mm, 1.7 pm 186002350
LCMS Certified Vials ©00000751CY
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