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Rapid determination of the residues of -blockers in porcine tissues by new solid phase
extraction and ultra performance liquid chromatography-tandem mass spectrometry
TU Ruiying"?, FAN Sai'?, ZHANG Nan'?, ZHAO Haiyan'’, LI Bing'?,

WU Guohua'?, ZHAO Rong'?
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Abstract; Objective A sensitive and rapid method was developed for the determination of 17 B-adrenergic receptor
blockers ( B-blockers) by ultra performance liquid chromatography tandem mass spectrometry ( UPLC-MS). Methods
The B-blockers were extracted from porcine sample with acetonitrile, purified by solid phase extraction column Oasis Prime
HLB. The analytes were then separated by the Endeavorsil C18 chromarographic column with methanol and 0. 1% formic
acid as gradient mobile phase. The ion fragment information analytes were obtained using ultra performance liquid
chromatography-tandem mass spectrometry under multiple reaction monitoring mode and the isotope internal standards were
used to quantify by calibration curves. Results The linear ranges of 17 B-blockers were from 0.2 to 20 wg/kg, with
correlation coefficient (R) > 0.999. The limits of detection ( LOD) were 0.05-0.07 pg/kg, and the limits of
quantification (LOQ) were 0. 15-0. 2 pg/kg. The average recoveries of B-blockers (added into blank porcine samples at
three concentration levels) ranged from 84.97% to 123.40% , and the relative standard deviation (RSD) was 0.41% to
13.94%. Conclusion The method is simple, sensitive, accurate and is suitable for the confirmation and quantification of
B-blockers in porcine samples.
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Figure 2 Recoveries of B-blockers using different

content of acetonitrile
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Table 4 Recovery ranges and RSDs of 17 B-blockers in a blank spiked matrix sample (n=6)
0.2 pg/kg 0.4 pg/kg 2.0 pg/kg
47 I AT R 2 ol % AR M i 22 ol 5 AR B 22
/% /% /% /% /% /%
N2 IHIR 84.97 5.77 98.22 10. 10 102.19 9.46
RAEIR 98.47 3.98 106. 67 12. 66 102. 08 13.26
B 3 3% /K 90. 95 9.22 115.65 3.84 112.38 8.01
5 1% 3% /K 95.45 3.08 110.27 8.16 109. 12 8.27
Al 3% /K 86. 38 6.55 85.70 13.31 96. 38 6. 65
T ZEIE IR 100. 63 12.22 104. 88 10. 07 109. 21 10. 71
LRI IR 107. 20 8.04 116.34 4.95 104. 59 7.12
WEFI % R 99. 83 4.77 119. 02 6.00 122. 68 3.59
R R 117.12 5.51 111.98 8.36 114. 68 3.30
TR 90. 40 5.45 96. 87 11.81 89. 44 5.75
S I IR 115.28 3.59 118.55 3.32 106. 31 10. 63
(RN 95.52 6.43 101. 90 5.88 102. 39 5.02
W98 N 3 IR 91.65 5.44 105. 14 10. 33 105.97 7. 69
WA 3% 7K 116.2 3.01 120. 53 2.02 120. 01 1.28
FAEWIR 85.85 7.10 105. 15 9.50 101. 07 4.85
ZEILH IR 99.22 10. 04 106. 92 3.38 102. 83 5.02
LEA & IR 92.79 13.94 113.17 7.69 123. 40 0. 41
i S A PR P R RE O R RS B A i Union, 2010.
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— NN (MRLs) and Risk Management Recommendations (RMRs) for
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tarius/standards/veterinary-drugs-mrls/en, 2016.
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i E.BM ARG PEBANSARMEE LEBLEE T RERFEEMNL 5%, HE KM ZORBAX
SB-Aq R AB B F F &% A AE A 4 A7 42, 10. 00 mmol/L 47 4 B2 (4% ) +5. 00 mmol/L T %% &% BR 44 +2. 00% W B 4 % 3h
A8, Hh B, T AE 10,00 min A % 8% X A8 8 4R (Se0?) \m&ﬁé#&(seoz’) AR B BB (SeCys2) T A -A X B A&
B (MeSeCys) A8 K & & B (SeMet) Fo #8 X, LALA B (Sekt) 892 & 941, KA 18 8 3k 4% 5% B B 3% Ik o K 3R 8b 4742
B, R Se0) .Se0Y ., SeCys2, MeSeCys, SeMet #= SeEt 8 7 i # th FR % #1 4 0.40.0.40,0.44.0.47.0.35 o
0.45 pg/kg,0.00~100.00 pg/L 7& B M & A8 £ 23 (r)3>0.999, &M £ & R4F, % SeCys2, fmﬁmiﬁfb
79.00% ~ 104. 00% , A8 3T A7 Al £ K 2.20% ~5.00% (n=T7), %t EHF FREIWET ZHREFREHREZS, ERT
KA 5 MY E >,
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Determination of selenium species in Se-enriched garlic with high performance liquid
chromatography-inductively coupled plasma tandem mass spectrometry
ZHANG Ke, ZHANG Qinlong, ZHANG Shu, ZHANG Manling, GAO Ge
(Chengdu Center for Disease Control and Prevention, Sichuan Chengdu 610041, China)

Abstract; Objective To establish a method for the determination of selenium species in Se-enriched garlic with high
performance liquid chromatography-inductively coupled plasma tandem mass spectrometry ( HPLC-ICP-MS/MS). Methods

ZORBAX SB-Aq column was used as analytical column; 10 mmol/L citric acid ( ammonium citrate) , 5 mmol/L sodium
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