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Abstract: In this study, an analytical method was developed for residual metamizol in beef and pork using
LC/MS/MS. 4-methylaminoantipyrin (MAA), the main metabolite of metamizol was targeted for analysis instead
of its parent compound. MAA was simply extracted from meat by acetonitrile, purified and then analyzed by
multiple reaction monitoring method (MRM). Standard addition method was used for calibration. The calibration
curves showed the linearity of r* > 0.99 for both matrices included. The developed method was validated by
six-time intra-lab tests and inter-lab tests with two other institutes. The validation of the whole procedure for
beef showed the intra-lab accuracies of 78-102% (CV 5.5-9.1%) and the inter-lab accuracy of 98% (CV 14%);
the intra-lab accuracies of 95-99% (CV 3.9-5.6%) and the inter-lab accuracy of 111% (CV 13%).
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Fig. 1. Chemical structures of metamizol (A) and MAA (B).
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Fig. 2. Chemical structure of DAA.
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Fig. 3. LC/MS/MS chromatograms of the extract from beef spiked up to 200 ppb of DAA (upper two) and 100 ppb of MAA
(lower two).

N W A O N o ©

-

Vol. 24, No. 4, 2011



240 AN - FRA -

M EUELZF F3Ivt. E2E cHEUED Fof,
FHlE o EYEZS] X3tE AAAE 4 mL A ¥
31 R 5N, AR U, RIS S AlA
3kaL 50 °ColA AATESZH 0.5 mLE 5015 j
MR ZEAZIT) o] 5 A A25 mL & 05 mL E =
o HEUEY JFo A FZAE 4 °CoA
4000 rppm @ 2 1027+ f4E2| gk ¥, 455 PTFE
syringe filter (0.2 um)® 33}, 5~15 pLE LC/

L =9 LG(V\]"’“H DAAT= Alfa
Aesarol| Al TLEA T A TFEAEL BA}
A -15 °ColA BA3FA T O]?_TH AzE T8
g7)0l Ho} 4 °C o] ol w3}

MAA - 6 Levels, 6 Levels Used, 6 Points, 6 Points Used, 125 QCs
2.1 y=0.0039*x +0.0774
2 R*2=0.99070767
1.9
18
1.7
1.6
15
1.4
13
1.2
1.1
1
09 ®
0.8
0.7
0.6
05 °
0.4
0.3
0.2
0.1
0
-0.1

Relative Responses

-40 20 0 20 40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540

Concentration (ng/ml)

(A) Calibration curve of MAA for beef.
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(B) Calibration curve of MAA for pork.
Fig. 4. Calibration curves of MAA for beef (A) and pork (B).
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Table 1. Intra and inter-lab method validation for analysis of
MAA in beef and pork

Accuracy CV

Matrix Exp. Conc. (ng/g) %) %)
50 78 9.1

Intra-lab 100 94 5.7

Beef 200 102 5.5
Inter-lab 100 98 14

50 95 5.6

Intra-lab 100 99 4.4

Pork 200 98 39
Inter-lab 100 111 13
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