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High Performance Liquid Chromatograph Mass Spectrometer LCMS-9030

Analysis of Veterinary Drugs in Chicken Tenders Using the Quadrupole

Time-of-Flight Mass Spectrometer

No. 01-00461-K
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UHPLC (Nexera™ X3 system) MS (LCMS-9030)

10 mjo

Shim-pack™ Scepter C18-120 [Metal free column]
(150 mmL x 2.1 mm I.D., 2.7 ym)
P/N:227-31073-03

ESI (Positive)
m/z 100-1000

lonization:

TOF-MS:

Column:

Mobile Phase A: 0.1 % Formic acid-Water Nebulizing Gas Flow: 3.0 L/min
Mobile Phase B: 0.1 % Formic acid-Acetonitrile Drying Gas Flow: 10.0 L/min
Gradient Program: ?gg’:/c-(lgﬁ(g m_in)_—1§ % (1 mi?)-40 % (6 min)- Heating G.as Flow: 1O.OOL/min

b min)-1 % (15.01-18 min) DL Temp.: 250 °C
Flow rate: 0.2 mL/min Block Heater Temp.: 400 °C
Injection Volume: 2 pL (Co-injection 10 pL Water) Interface Temp.: 250 °C

2. SE8UE EE
g =4 el 0|2 m/z HEE AZH(R)

Ciprofloxacin Cy7H18FN303 [M+H]* 332.1405 5.700
Danofloxacin C19H20FN303 [M+H]* 358.1562 5.852
Diaveridine C13H16N402 [M+H]* 261.1346 5.302
Difloxacin C21H19F2N303 [M+H]* 400.1467 6.766
Enrofloxacin Ci9H22FN303 [M+H]* 360.1718 6.088
Flumequine C14H12FNO3 [M+H]* 262.0874 9.708
Marbofloxacin Cq7H19FN4O4 [M+H]* 363.1463 5.469
Miloxacin C12H9NOg [M+H]* 264.0503 8.598
Nalidixic acid C12H12N203 [M+H]* 233.0921 9.633
Norfloxacin C1gH18FN303 [M+H]* 320.1405 5726
Ofloxacin C1gH20FN304 [M+H]* 362.1511 5.620
Orbifloxacin C1oH20F3N303 [M+H]* 396.1530 6.318
Ormetoprim C14H1gN40O2 [M+H]* 275.1503 5.886
Oxolinic acid C13H11NOs [M+H]* 262.0710 8.638
Piromidic acid C14H16N403 [M+H]* 289.1295 10.235
Pyrimethamine C12H13CINg [M+HT* 249.0902 7.568
Sarafloxacin CoH17F2N303 [M+HT* 386.1311 6.649
Sulfabenzamide C13H12N203S [M+H]* 277.0641 8914
Sulfabromomethazine Na C12H13BrN40,2S [M+H]* 357.0015 9.730
Sulfacetamide CgH1oN205S [M+H]* 215.0485 5.424
Sulfachlorpyridazine C10H9CIN4O,S [M+H]* 285.0208 7.817
Sulfadiazine CioH10N402S [M+H]* 251.0597 5.751
Sulfadimethoxine C12H14N404S [M+H]* 311.0809 8.980
Sulfadimidine C12H14N402S [M+H]* 279.0910 6.929
Sulfadoxine C12H14N404S [M+H]* 311.0809 8.120
Sulfaethoxypyridazine C12H14N403S [M+H]* 295.0859 8.117
Sulfamerazine Cy1H12N40,S [M+H]* 265.0754 6.425
Sulfamethoxazole C10H11N303S [M+H]* 254.0594 8.187
Sulfamethoxypyridazine C11H12N403S [M+H]* 281.0703 6.891
Sulfametoxydiazine C11H12N403S [M+H]* 281.0703 7.328
Sulfamonomethoxine C11H12N403S [M+H]* 281.0703 7.432
Sulfapyridine Cy1H11N30.S [M+H]* 250.0645 6.018
Sulfaquinoxaline C14H12N40,S [M+H]* 301.0754 8.947
Sulfathiazole CgHoN30,S; [M+H]* 256.0209 5.783
Sulfatroxazole Cq1H13N303S [M+H]* 268.0750 8.311
Sulfisomidine C12H14N40,S [M+H]* 279.0910 4,998
Sulfisoxazole C11H13N303S [M+H]* 268.0750 8.461
Sulfisozole sodium CoHgN3Na03S [M+H]* 240.0437 7.572
Trimethoprim Cr4H18N403 [M+H]* 291.1452 5.567
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Sulfamethoxazole
2.3e5 4y = 4254.615x + 3298.352
JR* = 09973798 R =0.9986890
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Concentration (ppb)
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4.0e5 Jy = 6961.890x + 6457.892
1R*=0.9968779 R=0.9984377
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2 505 | Enrofloxacin enrofloxacin
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2 5. Enrofloxacin o A (21%: 80, 22%: H1Y| F&2)
H 3. 3974 =g el
. Ay H2| (ppb) He Az H2 (ppb)
20 Huol =58 | Huo|=&58
Ciprofloxacin 0.25-50 0.25-50 Sulfachlorpyridazine 0.25-50 0.25-50
Danofloxacin 0.25-50 0.25-50 Sulfadiazine 0.25-50 0.25-50
Diaveridine 0.25-50 0.25-50 Sulfadimethoxine 0.25-50 0.25-50
Difloxacin 0.25-50 0.25-50 Sulfadimidine 0.25-50 0.25-50
Enrofloxacin 0.25-50 0.25-50 Sulfadoxine 0.25-50 0.25-50
Flumequine 0.25-50 0.25-50 Sulfaethoxypyridazine 0.25-50 0.25-50
Marbofloxacin 0.25-50 0.25-50 Sulfamerazine 0.25-50 0.25-50
Miloxacin 0.25-50 0.25-50 Sulfamethoxazole 0.25-50 0.25-50
Nalidixic acid 0.25-50 0.25-50 Sulfamethoxypyridazine 0.25-50 0.25-50
Norfloxacin 0.25-50 0.25-50 Sulfametoxydiazine 0.25-50 0.25-50
Ofloxacin 0.25-50 0.25-50 Sulfamonomethoxine 0.25-50 0.25-50
Orbifloxacin 0.25-50 0.25-50 Sulfapyridine 1.25-50 1.25-50
Ormetoprim 0.25-50 0.25-50 Sulfaquinoxaline 0.25-50 0.25-50
Oxolinic acid 0.25-50 0.25-50 Sulfathiazole 0.25-50 0.25-50
Piromidic acid 0.25-50 0.25-50 Sulfatroxazole 0.25-50 0.25-50
Pyrimethamine 0.25-50 0.25-50 Sulfisomidine 0.25-50 0.25-50
Sarafloxacin 0.25-50 0.25-50 Sulfisoxazole 0.25-50 0.25-50
Sulfabenzamide 0.25-50 0.25-50 Sulfisozole sodium 0.25-50 0.25-50
Sulfabromomethazine Na 0.25-50 0.25-50 Trimethoprim 0.25-50 0.25-50
Sulfacetamide 0.25-50 0.25-50
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018310 7t 348 AES 2%sIUT, sz|¢% 9 B 9%} » 50-70%
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a2 6. 8l48 2ot

H 4,38, Mol (%RSD) A Y 2%t (n=6)

e S4B WRSD  opy He HLB(%)  WRSD o
Ciprofloxacin 68.4 55 0.2 Sulfachlorpyridazine 125.8 8.0 0.6
Danofloxacin 90.4 5.6 1.0 Sulfadiazine 109.6 25 0.0
Diaveridine 92.8 3.0 0.7 Sulfadimethoxine 109.7 3.0 0.9
Difloxacin 70.1 3.7 1.4 Sulfadimidine 110.6 4.4 1.2
Enrofloxacin 116.1 121 1.3 Sulfadoxine 117.6 2.6 1.1
Flumequine 98.6 2.7 0.7 Sulfaethoxypyridazine 120.2 35 0.9
Marbofloxacin 61.9 5.0 1.0 Sulfamerazine 114.5 2.6 0.8
Miloxacin 80.3 43 0.6 Sulfamethoxazole 115.5 3.2 1.0
Nalidixic acid 91.8 4.0 0.7 Sulfamethoxypyridazine 115.4 2.8 0.6
Norfloxacin 713 3.3 0.8 Sulfametoxydiazine 114.7 2.6 0.4
Ofloxacin 74.3 43 1.0 Sulfamonomethoxine 114.2 35 0.7
Orbifloxacin 68.5 4.1 1.2 Sulfapyridine 65.9 24.4 -0.3
Ormetoprim 97.1 2.8 0.8 Sulfaquinoxaline 112.3 1.9 0.6
Oxolinic acid 105.2 4.0 0.7 Sulfathiazole 109.4 4.0 0.9
Piromidic acid 86.8 3.7 0.8 Sulfatroxazole 111.3 1.8 0.7
Pyrimethamine 94.3 3.3 0.7 Sulfisomidine 78.0 7.6 1.1
Sarafloxacin 73.4 7.7 0.7 Sulfisoxazole 114.7 2.4 0.7
Sulfabenzamide 108.6 3.2 0.5 Sulfisozole sodium 120.8 43 0.8
Sulfabromomethazine Na 111.9 3.4 1.2 Trimethoprim 84.2 2.2 0.8
Sulfacetamide 89.7 4.9 0.6
mZE
STQ-LC Y2 FE2 =dts YWHoZ WX 14¥e
Jt&3Estn Thedt & 4 QUCH O] HHo= FAN|S FHilY|
Al&E LCMS-9030& 0|8% TH| A 2ME Sl Hot
9lE, Mol % Ao tist £2 ZatE FAH
Ol SAREIN AJH3H 2L A4St Tl DY
=M0| 2t55tH, AF B2 S=8AUE =240 R8F:S
Y SotALt.
<Reference>
1) Shima et al., poster presentation at the 114th Annual Meeting of

the Japan Society for Food Hygiene and Safety Conference, High-
speed Simultaneous Analysis of Veterinary Drugs in Meat by
Combining STQ Method and LC/MS/MS (Pretreatment Edition)
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