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Abstract; To establish a method for determination of baclofen residue in edible tissue of ovine and bovine by ultra
performance liquid chromatography — triple quadrupole tandem mass spectrometry. Homogenized tissue samples
were extracted with 80% ( V/V) acetonitrile formic acid solution, and dehydrated and salted out with anhydrous
magnesium sulfate and sodium chloride. After high speed centrifugation and stratification, the upper extract was
purified with prime HLB column and dried with nitrogen at 40 °C. The residue was dissolved with 15%

acetonitrile formic acid solution. The dissolved solution was separated by gradient elution procedure with C,q
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column as the stationary phase, and 0.1% formic acid together with 0. 1% formic acid acetonitrile as the mobile

phase. Triple quadrupole tandem mass spectrometry was used for qualitative and quantitative analysis with isotope

internal method. Baclofen had good linear relationships in the range of 0.5 ~50 pg/kg(r=0.9994). The limit of
detection( LOD) of the method was 0. 25 pg/ke and the limit of quantitative (LOQ) was 0. 50 wg/kg. The

recoveries were between 89.09% ~109.52% , the coefficient of variation( CV) within and between batches were

both lower than 10% . This method has good accuracy and precision, which is suitable for the determination of

baclofen residues in edible tissue of pig and chicken.

Key words: baclofen; direct pass solid phase extraction; edible tissure of ovine and bovine; ultra high perform-

ance liquid chromatography — triple quadrupole tandem mass; isotope internal standard method
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Tab 1 Qualitative and quantitative ion pair for baclofen
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Fig 2 The effect of different chromatography columns on separation of baclofen
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Tab 2 Research on extract effect and purify effect of baclofen added in bovine and ovine muscle ( %)

S Y 188 F 5 FH 5 73846 rh PR KR
el A MAX MCX prime HLB
4 2.4 46.2 55.8
ZE:0. 1% H iR =50: 50
eSS 3.3 48.6 52.6
4 3.1 44.8 69.8
L1 mol/L iR =50: 50
ESA| 6.7 52.1 67.6
LS| 3.3 60.5 73.5
A1 mol/L i 5AR =50: 50
ESA| 4.6 65.3 70.2
| 2.3 75.6 82.6
21 mol/L HE R =80:20
ES 3.1 78.6 87.1
LS| 5.3 36.8 47.8
FEE: 0. 1% H R =80: 20
ES 4.2 41.3 51.2
LS| 3.8 37.2 56.2
FFEE: 1 mol/L #1i2 = 80:20
ES0 4.6 44.7 45.1
4R 3.3 32.8 54.7
FAEEE: 1 mol/ L E&a ik =80: 20
FR 1.6 36.6 55.6
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R3 SURMEALATERFHBENT EHENEEE (n=6)

Tab 3 Accuracy and precision of determine the baclofen residue in bovine edible tissue(n =6)

R e 1]
B (ng - ke") K i/ % A A
FCRE % CV/%  [FIBCRIE/ % CV/%
I 108.77 108.04 106.68 106.30 109.06 106.99 107. 64 1.07
0.5 1 105.22 100.73 102.12 102.44 101.16 102.16 102.31 1.54 105.32 2.6
Il 104.80 105.05 107.25 106.95 109.10 102.98 106. 02 2.05
I 97.36  94.33 101.54 100.78 101.92 96.51 98.74 3.15
BRI 1.0 1 93.57 95.12 99.92 96.87 95.56 93.53 95.76 2.50 97.23 2.9
I 93.08 98.33 99.00 96.57 96.77 99.38 97.19 2.38
I 88.38 87.87 91.56 90.89 87.92  90.07 89.45 1.80
2.5 1 88.21 90.96 90.86 88.19 92.30 87.16 89.61 2.27 89.57 2.1
Il 86.54 90.22 87.24 91.02 91.90 91.02 89. 66 2.48
I 107.32  103.35 98.99 99.06 101.29 107.40 102.90 3.70
0.5 I 96.93  99.10 101.04 105.79 96.38 104.93 100. 70 3.96 102.57 4.0
Il 108.67 103.90 106.25 105.51 104.25 96.12 104.12 4.10
I 102.05 97.89 101.10 96.71 93.37 95.71 97.81 3.36
4H 1.0 I 99.41 98.91 93.24 95.51 99.68 95.10 96.98 2.79 97.21 2.9
1 99.64 100.28 93.73 98.09 94.37  94.96 96. 85 2.94
I 88.60 89.93 89.33 92.84 88.22 88.07 89.50 1.99
2.5 1 88.50 91.69 91.71 93.19 89.76 88.62 90. 58 2.10 89.79 2.3
I 91.48 87.50 86.78 87.78 88.97 93.18 89.28 2.83
I 99.01 96.84 97.68 106.79 96.88 104.46 100.28 4.27
0.5 I 97.58 105.62 108.81 100.71 106.16 98.16 102. 84 4.53 102. 10 4.3
Il 108.23 97.78 106.47 97.56 104.66 104.48 103.20 4.35
I 98.35 95.81 101.55 100.04 93.74 98.88 98.06 2.91
4 1.0 I 97.79 95.48 98.29 101.43 95.16 101.63 98.30 2.84 97.88 2.6
I 99.82 100.80 96.06 94.39 95.68  96.94 97.28 2.57
I 90.59 93.05 88.05 88.86 92.44  90.86 90. 64 2.15
2.5 Il 87.36 86.21 88.71 93.12 86.85 92.41 89. 11 3.32 90. 45 2.6
I 90.88 92.78 91.63 93.13 88.72 92.49 91.61 1.78
I 98.54 102.17 108.94 97.94 97.09 98.37 100.51 4.46
0.5 Il 107.89 107.00 108.95 108.57 102.18 102.58 106.20 2.85 102.70 4.1
m 98.98 103.70 104.65 103.03 98.60  99.41 101.40 2.65
I 100.09 98.80 95.04 99.09 96.03 99.71 98.13 2.12
45 1.0 il 95.64 97.67 100.63 101.77 100.88 101.88 99.75 2.53 97.89 2.9
I 93.15 98.32 94.95 93.88 94.20 100.34 95.81 2.99
I 89.90 86.94 87.83 92.85 86.02 90.55 89.02 2.87
2.5 89.49 92.60 89.90 86.43 87.93 92.81 89.86 2.81 89.09 2.4
86.65 90.60 87.36 89.11 88.48 88.24 88.41 1.56
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R4 FURMALATBRFEHBENTEHENEEE (n=6)

Tab 4 Accuracy and precision of determine the baclofen residue in ovine edible tissure(n =6)

‘ Tl ey Hkra)
Bk (ng - ke") LR I/ %
ERAME/ % CV/%  TECERE/ % CV/%
| 108.71 107.62 104.24 113.08 110.08 101.94 107.61 3.73
0.5 Il 103.29 103.55 105.68 115.35 106.05 113.43 107.89 4.81 107.76 4.2
I 103.78 101.73 104.64 109.73 111.11 115.74 107.79 4.92
I 90.23 91.19 91.75 90.75 89.52 92.57 91.00 1.20
Egi 1.0 I 89.20 90.68 89.67 92.40 90.63  90.70 90.55 1.22 90. 74 1.1
m 92.26  89.84 90.07 90.20 91.07  90.59 90. 67 0.98
I 92.55 89.86 91.76 93.03 91.83  90.52 91.59 1.31
2.5 Il 92.97 91.64 89.65 91.06 91.20 92.69 91.54 1.32 91.42 1.3
I 92.31 90.18 92.75 89.82 90.33 91.43 91.14 1.33
I 115.85 114.89 107.67 105.06 109.66 104.95 109.68 4.33
0.5 I 112.08 108.49 110.06 105.82 113.49 103.95 108.98 3.35 109.52 3.9
I 112.89 115.66 113.36 108.51 101.79 107.26 109.91 4.62
I 90.12 89.54 91.94 90.80 89.50 90.93 90. 47 1.04
FRH 1.0 1 91.08 89.24 92.51 91.38 92.76 92.01 91.50 1.40 91.20 1.2
I 91.73  92.02 92.91 90.50 91.33 91.32 91.63 0.88
I 90.28 92.98 91.49 89.81 89.64 89.56 90. 63 1.50
2.5 1 90.05 90.23 90.64 90.40 91.82 89.62 90. 46 0.83 90.57 1.0
1 91.08 90.46 90.55 90.41 91.64 89.62 90. 63 0.75
I 104.94 114.37 101.92 112.90 106.14 109.97 108.37 4.47
0.5 1 114.27 116.49 112.04 107.06 101.69 112.68 110.71 4.89 109.30 4.4
Il 113.77 113.15 104.74 110.14 109.06 102.13 108.83 4.24
I 91.08 90.46 89.95 90.95 91.28 92.59 91.05 0.98
FIF 1.0 1 92.86 89.34 89.95 90.34 91.57 92.22 91.05 1.52 90.92 1.3
Il 89.37 90.36 90.70  90.45 90.02  93.09 90. 66 1.40
I 92.05 92.85 90.40 91.39 91.11 92.92 91.79 1.09
2.5 1 92.58 89.84 92.84 91.29 93.10 89.56 91.54 1.70 91.93 1.2
Il 92.74 92.28 92.89 92.96 92.17 91.81 92.48 0.50
I 113.51 105.77 102.30 111.41 109.57 104.72 107. 88 3.99
0.5 1 107.52 114.42 108.71 111.02 105.58 104.70 108. 66 3.32 108.33 3.5
Il  107.00 113.36 108.06 109.09 111.46 101.72 108.45 3.71
I 92.04 89.60 89.85 90.88 91.37 91.08 90. 80 1.02
N 1.0 1 90.14 90.19 91.25 91.95 90.33 92.66 91.09 1.15 91.04 1.2
I 89.97 90.40 92.06 92.30 89.60 93.07 91.23 1.56
I 89.84 90.23 91.16 89.72 89.76 91.29 90.33 0.79
2.5 I 90.79 91.64 90.17 91.55 90.92 90.33 90.90 0.67 90.90 1.1
I 90.05 90.02 90.74 93.03 92.98 91.93 91.46 1.51
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