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Simultaneous Determination of Residual Veterinary Drugs by Column-switching Liquid
Chromatography / Tandem Mass Spectrometry
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LC 1% Agilent #: % Agilent1100 V) — X% H\w, >~
FA Y EAE A Z 20121 Waters 71 # Oasis HLB (2.1
x 20mm, 25um) %, F/2HWTH T LI21E Agilent 18
ZORBAX SB-Aq (2.1 x 50mm, 3.5um) % M7z, i
BHEAEIL 100, T 40T, BEAHIZ 01 %F
BT b= NIV D I MERE LT TTLAALY
FrT7 LCOMEREX 112, 7972y N EFr R 1ITR
L7zo BEIH (A, B) 3R 7 (O) 12L& =L, R
IEAEBAETIE, A Y2y — (D) ICEDFEALHEE
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Lo ROSTHERIERETIE, F 28z, a4 (G)
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7z B ERTOBEERR & L, mEfHREEN
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HEcH R EARIC & D EEE T RO LGS, WETAHE
ELRERRL N TERDPo72e Lar L, fEERN
FEIRTLEMR AL ), A7) —= v 7Eic L
TIEEICTFM 2 H 5, 22T, ff~ M) v 27 AH
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BT, =7 NVAF L UBBIZEINIT, v Tadti s
W4 TR T BRE L Sng/g B2 TW iz,

3.3 AINENNGEER

EANL72 26 WMEOH B, FiRk Y CHEEZ 72 =k
DVORPETENZ MV A=) (4:1) I(ZEFHLZZ
ECHIERDPSEEEN 2V T 7 H (AT 7 AT —)b -
ANT 7= 8T 2) &, BEEDS 70.0 ~ 83.2% & BIFTH -
7oo —77, FEHESIEAE A [HPLC 12 X 2 By FH R 38 5
FO—FHIE LIV EETEAYHELSNTWE T
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®1 I hEMA

(1) ROT4TE—RD1%S

I[E] (min) 0 090 095 150 200 250 _ 3.0
: 100 100 100 5 5 100 100
0,
BE (%) : 0 0 0 95 95 0 0
W% (ml/min) 1.0 1.0 0.2 0.2 0.2 0.2 0.2
INIVT IRV Ay Waste  Waste  Waste  Waste  Waste  Waste MS/MS
[FFFH] (min) 6.00 11.00 12.00 15.00 19.00 19.50 20.00
: 5 5 100 100 100 100 100
0
BE (%) : 95 95 0 0 0 0 0
P (ml/min) 0.2 0.2 0.2 0.2 0.2 1.0 1.0
INIVT IR gy MS/MS MS/MS MS/MS MS/MS MS/MS Waste  Waste
() RTATE—RDIRINE, FHTATE—RD1ERF
[FFFH (min) 0 0.90 0.95 1.50 6.00 11.00 12.00
A: 100 100 100 5 5 5 100
0
BIHE (%) : 0 0 0 95 95 95 0
Witk (ml/min) 1.0 1.0 0.2 0.2 0.2 0.2 0.2
IIVTIRY g Waste  Waste  Waste  Waste  Waste  Waste MS/MS
15 (min) 1500 19.00 1950 _ 20.00
A: 100 100 100 100
0
B (%) B: 0 0 0 0
it (ml/min) 0.2 0.2 1.0 1.0
INWVT IR gy MS/MS MS/MS Waste  Waste

A:0.1% Formic acid
B: Acetonitrile
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x2 MEBOMS/MS &4 (BN% 26 ME)

Precursor ion Product ion Declustering Focusing Collision Collision cell

s B

Ik A (m/z) (m/z) potential potential ~ energy exit potential
Ampicillin 350 106 36 170 29 18
Azaperone 328 165 46 90 33 10
Clorsulon 380 344 -51 -200 -16 -11
Chlortetracycline 479 444 41 180 29 14
Cloxacillin 434 293 -31 -110 -18 -9
Diclazuril 405 334 -46 -190 -26 -11
Halofuginone 416 138 41 180 27 10
Isometamidium 460 298 41 170 33 16
Marbofloxacin 363 320 46 180 23 20
Monensin 669 87 -61 -270 -78 -7
Methylprednisolone 375 91 31 140 91 16
Nifurstyrenate 258 184 -41 -160 -18 -13
Norfloxacin 320 276 56 240 27 18
Neospiramycin 699 174 51 240 41 12
Oxybendazole 250 218 46 200 27 14
Oleandmycin 688 158 46 180 39 10
Olaquindox 264 143 46 170 45 10
Oxytetracycline 4061 426 41 180 27 14
Phenoxymethyl per 349 208 -36 -170 -14 -11
Rifaximin 786 754 51 240 33 26
Sulfamethizole 271 156 36 160 23 26
Sulfanitran 334 136 -61 -250 -40 -7
Spiramyncin 843 174 61 300 51 12
Tetracycline 445 410 41 140 27 12
Tilmicosin 869 174 61 320 59 12
Tylosin 917 174 51 230 55 12

®3 AMEUEERER (B% 26 ME)
S 1 4, HIN [ R
[EICHE (%) %RSD - 814 (%) %RSD [ (%) %RSD

Ampicillin 112 23.1 56.8 8.6 70.8 6.9
Azaperone 84.0 119 93.4 6.8 96.4 7.4
Clorsulon 81.6 54 99.0 5.8 88.6 6.6
Chlortetracycline <25 - 22.0 12.0 344 18.1
Cloxacillin <25 — 90.6 17.8 88.2 7.1
Diclazuril 742 102 108.2 9.5 984 124
Halofuginone 95.2 4.5 — — - —
Isometamidium 53.8 8.9 - - - -
Marbofloxacin 722 16.0 66.4 19.1 748 112
Monensin 89.8 4.8 94.8 10.0 98.6 113
Methylprednisolone — — — — — —
Nifurstyrenate — — 458 288 304 339
Norfloxacin 464 14.7 89.0 6.4 - -
Neospiramycin 1174 104 66.6 11.2 804 11.2
Oxybendazole 79.4 4.0 95.8 4.5 872 115
Oleandmycin 81.8 1.6 87.4 5.5 91.8 8.7
Olaquindox - — — — - —
Oxytetracycline <25 - 33.8 133 42.8 6.7
Phenoxymethyl penicillin 124 335 90.0 109 76.4 240
Rifaximin 168.2 8.2 110.4 3.7 89.0 7.0
Sulfamethizole 70.4 5.1 74.8 7.7 714 193
Sulfanitran 70.0 156 76.6 6.6 89.2 7.1
Spiramyncin 95.8 9.0 62.4 9.1 68.2 13.0
Tetracycline 26 211 - - - -
Tilmicosin 106.4 1.8 102.2 5.8 93.2 4.5
Tylosin 68.8 3.6 59.8 119 73.6  10.2 |

n=35;20 ng/gZ HINL T



