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Method of Test for Veterinary Drug Residues in Foods-
Method for Multiresidue Analysis (2)

Losg* g ¢ ﬂ‘%ﬁ%”"%'ﬁ’*%? 4-k#& 57¢ & & ) % (ciprofloxacin) ¥
B B(RIE LA - 2 A D) ERT AT o

2. W& ;‘2 : %ﬁ%.g;:;ﬁk e o A kA7 B B OF G & (liquid

chromatograph/tandem mass spectrometer, LC/MS/MS) 4" +7

2.7 e

2.1. %%

211 edp k478 BT HR ¢
2.1.1.1. 3=k @ 2 4+ i (electrospray ionization, ESI) °
2.1.1.2. %474 : ACQUITY UPLC®* HSS T3 1.8 pm> p /& 2.1 mm x 10
cm > B &S o
2.1.2. #2=7F #(Homogenizer) -
2.1.3. R £ F(Vortex mixer) e
2.1.4. &5 A4 F F(Ultrasonicator) °
2.1.5. #t $#%(Centrifuge) @ #3i& ¥ #3500 x gt b > 4R B 7 £4°C
T .ﬂﬁ o
2.1.6. & % (Shaker) o

2.1.7. Bk %5 % & (Rotary evaporator)

2. RE L2 Y RBEY A KITR TR 27 AT R
(dimethylformamide) ~ & K Frfa4p 2 &t & ‘= 3Ddg % FEF
B 3 B KO R EA25°CTF IS MQem V) F & iV B
(ciprofloxacin) % & = * ZE4fpg * R & 2. £ 48 738 o

23, BEZ R
23.1. 4t 1 50mL o PP -
2.3.2. Ja% ¢ 34720.22 um > Nylon#f & o
233. % £ 100 mL -

Al A
2.4.1. 50%7 @EAi BB @ S0mL > 4cd 33k # & 100 mL -
242. 5% 2 e MR BB S0mL o e e M @ & 1000 mL e
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251 BEA4pBIRA

23Tk P AEE999 1 0.1 (VV)Z W BIR S o R iR 0 B
/},—é/& ﬁ”"lrﬁ%é"#g/{:} /IQA °
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2.6.

2.7.

2.8.

TR T FE1299.9 1 0.1 (VV)Z it B G 0 R EER o B R
EiEMHbApiaRB e

AR fe

Bode e ¥ BHR Y RS L G 10 mgo HAEFLE O AN T ERR
I % % % 100 mL > piromidic acid ¥ = " X ? fpiea fET 2.3 3 10
mL- (% 5 4R R o fo pEo 4w B BRI RIS B0 R

"250%7 Fid iR R D 0.005~1.0 pg/mL > & iE R R .

R VR

%’Fﬁh‘v:mﬁ’iﬂ%ﬁ',g » BX) 5 go T %LL’ _%‘f"é}g_,u? I N 3
5%7 pg2 2 4% 25 mL > f@ﬁ3¢_J4t%ﬁJJﬂ&@lOg =
F 10 2480 30 4°C 12 3500 x g e 10 A48 0 B b i o o g v
PR Ao~ 7 5%P PR AR 25 mL o 3R 10 4 48 0 3T 4°C
123500 x g g 10 A48 £ PR MBS ARIBLY e r e
Warfrz e =R 30mL o R 3 A MR FRRAT Jch e ¥
B ot 40°C R RHEE G2 A G 41 50% 7 FRiB IR AL LF T
mL > SURAE R o TR o

BT e AR
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Fo1150%"7 FRp R RS L F 2 1ml o SUg iR il 0 BT SRR
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i AR R AT B T A AT R *U:; 309
K47 HE B 1 35°C ¢

BB ARB IR T AREBIR LT A d TR A
% 7 (min) A (%) B (%)
0.0 - 2.0 96 — 95 45
2.0 > 3.0 95 — 80 520
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3.0 > 6.0 80 —»> 75 20 —> 25
6.0 > 8.6 75 —> 73 25 —» 27
8.6 > 14.5 73 —> 63 27 — 37
145 —» 14.7 63 > 0 37 — 100
14.7 — 18.7 0— 96 100 — 4
18.7 — 20.0 96 — 96 4 > 4

#d4piniE 1 0.3 mL/min e
A8 110 pL o
£ oy @B (Capillary voltage) @ T3+ i* T /§ 3+ ¥4 * 33
kV o
%}'ﬁ.—? /78 B (Ion source temperature) @ 120°C -
7% B4 478 & (Desolvation temperature) @ 450°C o
@ﬁ’ﬂ;{« f8 7% i# (Cone gas flow rate) @ 100 L/hr o
% AT 470w i# (Desolvation flow rate) @ 800 L/hr -
WpHEN ¢ % £ F & 0 B (multiple reaction monitoring, MRM) o &
PIHEF 5~ B4 T B (cone voltage) £ i g iv £
(collision energy)4r# — % % = -
L PR E AT R P TR 2R E 0 KT A 2R
TIF & o

29, #FEWREEE BRI
HREEP R ZERERRE10 pLo A B0~ R4a k47 8 BF 3 &R
o DR AT Felk iR SRR R T LR 2L
B2 5 E R s R Oz o £ T R RE
e LEP* F3 E (ppm)

Y 2 s e A CxV
B 2HSFF 2 7 F (ppm)=

M
C:d AFTRkERLTRR? L &5 % £2 kK (ug/mL)
VS T F 2 WA (mL)
M:BtA itz £ E(g)
FLAPEAES R TS M R RS H G i deg e 7
(<100%) » F #F = R4
AP ST 5 R (%) i 4 B (%)
> 50 + 20
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20 ~ 50 + 25
10 ~ 20 +30
<10 + 50
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5 L e T vy mre M
w2t ST %5 g Rl B e e A Rl v
1 |azaperol — 330> 121 30 30 330> 149 30 25
2 |azaperone — 328> 165 30 20 328 > 121 30 20
3 |carazolol — 299 > 116 30 20 299 > 222 30 20
4 |ciprofloxacin EAENR Y 332>314 30 25 332 >231 30 45
5 |clopidol F vler 192 > 101 45 25 192 > 87 40 30
6 |danofloxacin L&A vEyk i 358 > 340 35 30 358 > 283 40 25
7 |dicyclanil — 191 > 150 30 25 191> 175 30 20
8 |difloxacin - R eER 400 > 356 35 20 400 > 299 35 30
9 |enrofloxacin A 360>316 35 20 360 > 245 35 25
10|eprinomectin — 914 > 330 15 10 914 > 468 15 10
11|fleroxacin — 370 > 326 30 20 370> 269 35 25
12 |flumequine ERbE Tﬁ 262 > 244 25 20 262 > 202 25 30
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2o T ANEFACHES Y Fo 5 EF BRI S8 5 Y ()

5 mhe o e e L
ek SRl e o e S R
13|lomefloxacin — 352 >265 30 25 352 >308 30 15

14 marbofloxacin — 363 > 345 35 20 363 >72 30 25

15 |morantel By E 221> 164 35 25 221> 149 35 35
16|nalidixic acid 7RA] 18 A 233> 215 20 15 233> 187 20 25
17|norfloxacin HA R 320> 302 30 20 320 >276 30 15
18|ormetoprim WEAY 275> 259 35 25 275> 123 35 25
19|oxolinic acid e i 262 > 244 25 20 262> 216 25 35
20|pefloxacin — 334>316 30 20 334 >233 35 25
21|pipemidic acid — 304 > 217 30 20 304 > 189 30 30
22|piromidic acid — 289 > 243 25 30 289 >271 25 20
23|sarafloxacin Vb E Rk e 386 > 368 40 20 386 > 342 35 20

24 |succinylsulfathiazole — 356 > 256 35 15 356 >192 30 25
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2o~ A NEZAEEF Y B2 5 E K RIS (T S B30 ()

5 mhe o e e L
=% et Bo o H}'% iﬁﬁ: (Ennﬁz); iﬁ(é\% T R @%(%\n;) g |7 éﬁijﬁz (Enrrﬁz); @*ﬁ(%)m R &%\s;) g
25|sulfabenzamide — 277> 156 20 15 277> 92 20 30
26|sulfacetamide A iny s g 215> 156 15 10 215>92 15 25
27|sulfachlorpyridazine BV E vk 285> 156 25 15 285>92 20 30
28|sulfadiazine T bieRer 251> 156 25 15 251>92 25 25

29 |sulfadimethoxine FEveC T efer 311 > 156 35 20 311 >92 30 35
30|sulfadoxine FEMRER - 7§ o 311 > 156 25 20 311 >92 30 30
31|sulfacthoxypyridazine |g ez ¥ it wtek 295> 156 30 20 295>92 30 30
32|sulfaguanidine Ty VR 215> 156 20 15 215>92 25 25
33|sulfamerazine AT Hoefer 265> 156 25 15 265>92 25 30
34|sulfameter FE bR g 281> 156 25 20 281>92 30 30
35|sulfamethazine s 7 A eRer 279 > 156 30 20 279 > 186 30 15
36|sulfamethizole — 271> 156 25 25 271>92 25 25
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Lo T ENEE AT S F 5 R RIS (D 4 S ()

- AR TE T H 1 ’ifir"iiﬁt:* E2) :
o w2 T ORI (M2)> AR AT R A £ |0 R4S (M2)>) SR TR | fii £
A 5~ 3+ (mlz) (V) (eV) | A4 #+ (M2) (V) (eV)
37|sulfamethoxazole AT A ke 254> 156 25 15 254>92 25 25
38|sulfamethoxypyridazine |ff #c® ¥ it wiek 281 > 156 25 15 281>92 30 30
39|sulfamonomethoxine | #e— 7 § vier 281> 156 25 10 281>92 30 30
40|sulfapyridine FE Biged ey 250> 156 25 15 250>92 30 30
41 |sulfaquinoxaline e ek 301 > 156 25 15 301 >92 25 30
42 |sulfathiazole i bigeg ek 256 > 156 25 15 256 > 92 25 25
43 |sulfatroxazole — 268 > 156 25 15 268 >92 25 30
44 |tetramisole — 205> 178 35 20 205>123 25 30
45|trichlorfon B 259>109 20 20 257>109 20 20
46|trimethoprim Z 9§ F§ e 291 >230 35 25 291>123 35 25
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%2 ~ &%= % fluazuron # 4= % 22 5 & & Ji 08 RIS S 8(f B H55Y)
O T_E MG ¥ R S )
w2 3o s T ERAE S (M/2)>] BT R | AR w7 5REF (N2> B4 7 R | Al a2
CE F AEemn v @) ERasmn] V)| @)
ethopabate *ET 236> 192 30 25 236 > 132 30 35
fluazuron — 504 > 305 30 15 506 > 307 30 15
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220 & EX4 SIE-frvj'ﬂq’fé#'? ¥4 g

g R L B R KA & L&
2o v oz (ppm) (ppm) (ppm) (ppm)

1 |azaperol - 0.01 0.01 0.01 0.01
2 |azaperone - 0.01 0.01 0.01 0.01
3 |carazolol - 0.001 0.001 0.001 0.001
4 |ciprofloxacin &k 0.001 0.005 0.001 0.005
5 |clopidol F eeg 0.05 0.05 0.01 0.005
6 |danofloxacin XK R IR 0.001 0.001 0.001 0.001
7 |dicyclanil - 0.005 0.005 0.005 0.005
8 |difloxacin - & rERf L 0.001 0.001 0.001 0.001
9 |enrofloxacin & Rk L 0.001 0.001 0.001 0.001
10 |eprinomectin - 0.005 0.05 0.05 0.005
11 |ethopabate e 0.01 0.01 0.01 0.01
12 |fleroxacin - 0.001 0.001 0.001 0.001
13 |fluazuron - 0.05 0.05 0.05 0.05
14 |flumequine & 7 F 0.001 0.001 0.001 0.001
15 |lomefloxacin - 0.001 0.001 0.001 0.001
16 |marbofloxacin - 0.001 0.001 0.001 0.001
17 |morantel By (8 0.005 0.005 0.005 0.005
18 |nalidixic acid 7RA|E pe 0.001 0.001 0.001 0.001
19 |norfloxacin A& rERk I AL 0.001 0.005 0.001 0.005
20 |ormetoprim PES T 0.05 0.05 0.05 0.05
21 |oxolinic acid ¥R L 0.001 0.001 0.001 0.001
22 |pefloxacin - 0.001 0.001 0.001 0.001
23 |pipemidic acid - 0.001 0.001 0.001 0.001
24 |piromidic acid - 0.001 0.001 0.001 0.001
25 |sarafloxacin VA rEek I p 0.001 0.005 0.001 0.005
26 |succinylsulfathiazole 0.001 0.005 0.001 0.005
27 |sulfabenzamide - 0.001 0.005 0.001 0.005
28 |sulfacetamide 2Ny s e 0.005 0.005 0.005 0.005
29 |sulfachlorpyridazine R =g vk 0.005 0.005 0.005 0.005
30 |sulfadiazine . MReieE_ 0.001 0.001 0.001 0.001
31 |sulfadimethoxine A ez W 37 PR 0.001 0.001 0.001 0.001
32 |sulfadoxine R IRER 2 T F e 0.001 0.001 0.001 0.001
33 |sulfacthoxypyridazine |F %<2 ¥ it wiek 0.001 0.001 0.001 0.001
34 |sulfaguanidine )3 eSS 0.005 0.005 0.005 0.001
35 |sulfamerazine A e flefer 0.001 0.001 0.001 0.001
36 |sulfameter i MRl 0.001 0.001 0.001 0.001
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TE

22 T EHNEZABIEE S B2 I TE(F)
7 S L B R KA & L=
2o v oz (ppm) (ppm) (ppm) (ppm)
37 |sulfamethazine PR 0.001 0.001 0.001 0.001
38 |[sulfamethizole - 0.001 0.001 0.001 0.001
39 |sulfamethoxazole A RP JrEek 0.001 0.001 0.001 0.001
40 |sulfamethoxypyridazine |f "% ¥ it wiek 0.001 0.001 0.001 0.001
41 |sulfamonomethoxine R I o 0.001 0.001 0.001 0.001
42 |sulfapyridine Ry, Vet e 0.001 0.001 0.001 0.001
43 |sulfaquinoxaline VR ot 0.001 0.001 0.001 0.001
44 |sulfathiazole Ay Meggrk 0.001 0.001 0.001 0.001
45 |sulfatroxazole - 0.001 0.005 0.001 0.005
46 |tetramisole - 0.001 0.001 0.005 0.001
47 |trichlorfon ZF 0.001 0.01 0.005 0.001
48 |trimethoprim B e 0.005 0.005 0.005 0.005
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