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Method of Test for Veterinary Drug Residues in Foods -
Method for Multiresidue Analysis (2)
Lag* el ek 2% 23 §-KAKY 040 4 (ciprofloxacin) % 48
Wbl o L %(r‘r{ﬂiﬁiz\'— 2E )5 ERT A o
2. ¥ sk i T RME I MRk T8 BOF K (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) %~ 47

2. E e

21. %%
2.1.1. AP R A7 BT H K
2.1.1.1. 33 R : 7 RS i (electrospray ionization, ESI) -
21.1.2. & +7¢ - ACQUITY UPLC® HSS T3> 1.8 um > p /22.1 mm x 10
cm o 2 e &g o

2.1.2. =7 #(Homogenizer) -

2.1.3. R £ F(Vortex mixer) -

2.1.4. &5 44 F % (Ultrasonicator) o

2.1.5. #.< (Centrifuge) © ¥ 3500 xgrs + > 37 41R B 7 24°CLT F o

2.1.6. 4= F = (Shaker) -

2.1.7. B k45 % & (Rotary evaporator)

2 e KX D RBEY RpENIR TR 20 R
(dimethylformamide) ~ & R Frfiedp 2 I & ‘2305 % B & %
a3 k(R 25°Cw 218 MQemiz ) 5 F & VA
(ciprofloxacin) % - 4= #* ZE4fpe * 45 0& 8. £ 4808 o

23. BE 2R

231 g 1 50mL > PPHF -

2.3.2. Jg¥: 34720.22 um > Nylontt B o

2.33. F &5 :100mL -

WAz pE

2.4.1. 50%" fE% %

P8 50 mL > 4ed g3 -k @ 2100 mL o

242, 55%7" f2 e MAR

B® S50 mL > 4e 2 3 i 21000 mL o
243. v Merfrz 2 mB R
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B2 =b00mL 4 » 2 FE50mML /TR I FEI R 2L
fo » B2z oo
25 HEappieL W
251 BEARIBIRAC
B3 3ok P A21200.9 1 0.1 (VIV)Z W BIR 5 0 MR iR 0 B
ik IR AP RA -
25.2. #b4p5 B
BB AR Y A£1209.9 1 0.1 (VIV)Z W Bl 3 > 1R 0 Bripik
EITH B 4p% R B o
2.6. MR %2 Ao
Bode e ® BETRR AR 2 910 mo o M AT A W T R R
£_% 1 100 mL > piromidicacid»4 = ¥ ¥ ﬁuz%ﬁ ¥ g % 31100 mL >
f%ﬁ*ﬂ—?‘}%"ui’“ﬁ?ﬁfg’g"l&ﬂ T RFRE > 1150%7 ﬁ%‘ﬂ*ni’ﬁ"
2 3 0.0056~1.0 ug/mL > & 1T 8% % o
2.7 2B W
R M mr 32F 18 > B O5 g0 MR BN E P o 4o r 75%
PR A R25mL oy B34 48 4~ EORAREE4100 0 RF 104
& > > 4°Cr2 3500 xgé s 104 48 0 B~ ik o Al A £ 4o r 3 5%7 ﬁ‘%‘&
z A %25 mL o #}éflol’a\ w0 3T 4°Cr2 3500 xg#g.w 104 48 0 &
PR B A RKELY e r e b foz e =B R30mL %Ef3
Av\éi RN A PoL R ACCRRIESET d2 0 2 T 4 11 50%
PRRARGAET 2 IImL ) SipiEipis 0 BT o
28. AF TR ESRYT
P R R27.5A W T 0 R o W REA ﬁo@w? TiE 2T
e v /,,\vqa]vrécz kB mlmL s #0030k ks S N AL i )
50% " fi% % %% fR T &;’gilmL’ FaWE Rt 0 BITAE T feie
Rz RTIEREERPHATE B H AT o fr@#¥%4'
ﬁ%é%%&fﬁ%@ LEp ERR O AN AT T REE
e Ap R AT 8 R A e p wLE 2 ()
474 : ACQUITY UPLC® HSS T3> 1.8 um> P Z2.1 mm x 10 cm »
RA7 8 Hg & 35°C ©
%gﬁﬁﬁ'}%\}‘li’ ARBZEBZRMTIEEEFTHR A7
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2.9.

100 4F 11 A 7 HEREFE 1001904025 5%

AN

TE

101 £ 6 A 19 HEREFE 1011902190 58 A SEIE

102 49 H 6 HEMHZ &2 1021950329 SRASEIE
108 4F 10 H 8 HE R &S5 1081901669 A HEIE
MOHWV0037.03
¥ ¥ (min) A (%) B (%)
0.0—-2.0 96 — 95 4 -5
20—3.0 95 — 80 5— 20
3.0 - 6.0 80 — 75 20 — 25
6.0 — 8.6 75 — 73 25 — 27
8.6 — 14.5 73 — 63 27 — 37
14.5 — 14.7 63— 0 37 — 100
14.7 — 18.7 0— 96 100 - 4
18.7 — 20.0 96 — 96 4 -4
#FH4pniE - 0.3 mL/min o

%

A~ 110l -

£ g T & (Capillary voltage) @ & a4+ i 2 /f 35+ ¥ & * 3.3

KV o

3+ JE & (lon source temperature) @ 120°C -

7% -3 40E & (Desolvation temperature) © 450°C o

444 4 #8701 (Cone gas flow rate) : 100 L/hr o

% B4 57~ i (Desolvation flow rate) : 800 L/hr -

opEesY 0 2 £ & & 1d Rl(multiple reaction monitoring, MRM)
B33 %~ 8 4k 48 T & (cone voltage) &2 mi R it £
(collision energy)4r# — %2 £ = o

—\
s

PRI R AR T R L RE R A L2 R
E R

Eal - E R

HAEE P 2 ™ e £ SRR 810 Lo A S R Ap 17 8

TG 0 k28 ERRFAT
TR 2 YRR S

Fethin 2 AT peth £ 6% 2
SEF RS w A OEns > BT

),,J»J. EX ;N j\m%gﬁa % fﬁ)fﬁq:r ﬁ (ppm)
B L F o aé_(ppm)—chjv

Ci AP BRI Lot
Ve REE (S 2F 2 A (mL)
M:B>#A 12 £ 2(Q)
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(<100%) > % 3#F &= Fl4eoT
A RO % R)
> 50 + 20
> 20~50 +25
>10~20 + 30
<10 + 50

B & LArk = o

iRt L MRS 22 TR
2. ¥ R ERBRERLSFTR  Bp T8
% ;’;;L :
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Ao~ T EAVEFAHES Y F2 5 EF BRI Sd( B )

A wo oo ooz IR (M/2)>| (e PR TR | AL B |9 SR (M2)> e R A TR | i

2 4 B (m/z) (V) eVv) | A+ #+ (m/z) (V) (eV)

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 oAk 332>314 30 25 332 >231 30 45

5 |clopidol F vleg 192 > 101 45 25 192 > 87 40 30

6 |danofloxacin < % & rEmp e | 358 >340 35 30 358 > 283 40 25

7 (dicyclanil — 191 > 150 30 25 191 > 175 30 20

8 |difloxacin Z A& FEufEpk 400 > 356 35 20 400 > 299 35 30

9 |enrofloxacin & A eEREE AL 360 > 316 35 20 360 > 245 35 25
10|eprinomectin — 936.5 > 490 15 10 936.5 > 352 15 10
11|fleroxacin — 370 > 326 30 20 370 > 269 35 25
12|flumequine A R 7 262 > 244 25 20 262 > 202 25 30
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o P BT P e A s o
A S A R v S IR
13|lomefloxacin — 352 > 265 30 25 352 > 308 30 15
14|marbofloxacin — 363 > 345 35 20 363> 72 30 25
15|morantel By 18 221> 164 35 25 221 > 149 35 35
16|nalidixic acid 7R ¥ pe 233> 215 20 15 233 > 187 20 25
17|norfloxacin A, ERR I AL 320 > 302 30 20 320> 276 30 15
18|ormetoprim WELY 275 > 259 35 25 275> 123 35 25
19|oxolinic acid g § 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 VA A, vER AL 386 > 368 40 20 386 > 342 35 20
24|succinylsulfathiazole — 356 > 256 35 15 356 > 192 30 25
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mi SRR R
= e R e S R S R
25/sulfabenzamide — 277 > 156 20 15 277 > 92 20 30
26/|sulfacetamide C fky e 215 > 156 15 10 215>92 15 25

27 sulfachlorpyridazine R R ek 285 > 156 25 15 285> 92 20 30
28|sulfadiazine oy, Bl e 251 > 156 25 15 251 >92 25 25
29|sulfadimethoxine Fries P g efer_ | 311> 156 35 20 311> 92 30 35
30|sulfadoxine RORERZ T g e 311 > 156 25 20 311 >92 30 30
31jsulfaethoxypyridazine |& P2 ¥ it wtek 295 > 156 30 20 295 > 92 30 30
32/sulfaguanidine g, B 215 > 156 20 15 215>92 25 25
33|sulfamerazine A T LR 265 > 156 25 15 265 > 92 25 30

34 |sulfameter iy, M A 281 > 156 25 20 281 >92 30 30
35/sulfamethazine By e TR 279 > 156 30 20 279 > 186 30 15

36 sulfamethizole — 271 > 156 25 25 271 >92 25 25
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P $A6 B F2 b FF RIS S (T S Y ()

5 Gk ] LERS T L |

= we o W PRALS (M2)> e A TR | AL i & % SRl + (M/2)>) B4R TR | fd i £
2 4 B (m/z) (V) eVv) | A+ #+ (m/z) (V) (eV)

37|sulfamethoxazole b33 254 > 156 25 15 254 > 92 25 25

38|sulfamethoxypyridazine |7 281 > 156 25 15 281 > 92 30 30

39[sulfamonomethoxine  |&: 281 > 156 25 10 281 >92 30 30

40 sulfapyridine b3 250 > 156 25 15 250 > 92 30 30

41 |sulfaquinoxaline b 301> 156 25 15 301>092 25 30

42 sulfathiazole R Vg 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 = 259 > 109 20 20 257 > 109 20 20

46 |trimethoprim = 291 > 230 35 25 291 > 123 35 25
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1004 11 A 7 HERETE 1001904025 58 A SETE
101 £ 6 A 19 HEREFE 1011902190 58 ASEIE
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T H

s A SR (M/z)>| i Ry £ |0 SRS (M/2)>) BRATR | AL B
‘ A 1 H =+ (mlz) V) | A+ #F () (V) (eV)
ethopabate 236 > 192 25 236 > 132 30 35
fluazuron 504 > 305 15 506 > 307 30 15
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AZ 0 EANEEABAEL T B2 TR
5= i o s | R | kAR U
‘ #E2 L ve ot (ppm) | (ppm) | (ppm) | (ppm)
1 |azaperol - 0.01 0.02 0.01 0.01
2 |azaperone - 0.01 0.02 0.01 0.01
3 |carazolol - 0.002 0.01 0.002 0.002
4 |ciprofloxacin CEENRTR -1 0.01 0.02 0.01 0.01
5 |clopidol F el 0.05 0.10 0.01 0.01
6 |danofloxacin < X & vEuf e pk 0.01 0.02 0.01 0.01
7 |(dicyclanil - 0.01 0.02 0.01 0.01
8 |difloxacin Z A vER B 0.01 0.02 0.01 0.01
9 |enrofloxacin & A rERk AL 0.01 0.02 0.01 0.01
10 |eprinomectin - 0.01 0.05 0.05 0.01
11 |ethopabate - 0.01 0.02 0.01 0.01
12 |fleroxacin - 0.01 0.02 0.01 0.01
13 |fluazuron - 0.05 0.1 0.05 0.05
14 |flumequine eS| 0.01 0.02 0.01 0.01
15 |lomefloxacin - 0.01 0.02 0.01 0.01
16 |marbofloxacin - 0.01 0.02 0.01 0.01
17 |morantel B sy 18 0.01 0.02 0.01 0.01
18 |nalidixic acid FRA|E AL 0.01 0.02 0.01 0.01
19 |norfloxacin A ER IR 0.01 0.02 0.01 0.01
20 |ormetoprim PES 0.05 0.05 0.05 0.05
21 |oxolinic acid FCOR HRAL 0.01 0.02 0.01 0.01
22 |pefloxacin - 0.01 0.02 0.01 0.01
23 |pipemidic acid - 0.01 0.02 0.01 0.01
24 |piromidic acid - 0.01 0.02 0.01 0.01
25 |sarafloxacin RN L g 0.005 0.02 0.01 0.01
26 |succinylsulfathiazole - 0.01 0.02 0.01 0.01
27 |sulfabenzamide - 0.01 0.02 0.01 0.01
28 |sulfacetamide iy s e 0.01 0.02 0.01 0.01
29 |sulfachlorpyridazine B R g ek 0.02 0.02 0.01 0.01
30 [sulfadiazine Ry, B e 0.01 0.02 0.01 0.01
31 [sulfadimethoxine Ao T § e 0.01 0.02 0.01 0.01
32 |sulfadoxine B RHER ST § el 0.01 0.02 0.01 0.01
33 [sulfaethoxypyridazine | *=e ¥ it wetek 0.01 0.02 0.01 0.01
34 |sulfaguanidine b3 eSS 0.01 0.02 0.01 0.01
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2z~ FANESBAEFY EF2 L EEUY)
o Sk vop g | e | kAR | 5

e oz ¢ 2o (ppm) | (ppm) | (ppm) | (ppm)
35 |sulfamerazine A e Jlefe 0.01 0.02 0.01 0.01
36 |sulfameter iy, P 0.01 0.02 0.01 0.01
37 |sulfamethazine A ez gl eier 0.01 0.02 0.01 0.01
38 |sulfamethizole - 0.01 0.02 0.01 0.01
39 |sulfamethoxazole AT i ek 0.01 0.02 0.01 0.01
40 |sulfamethoxypyridazine |& '=<® % it wtek 0.01 0.02 0.01 0.01
41 |sulfamonomethoxine By MR- T F e 0.01 0.02 0.01 0.01
42 |sulfapyridine . Vert ey 0.01 0.02 0.01 0.01
43 |sulfaquinoxaline Ay, Baer g ehk 0.01 0.02 0.01 0.01
44 |sulfathiazole Ry Vg ed 0.01 0.02 0.01 0.01
45 |sulfatroxazole - 0.01 0.02 0.01 0.01
46 |tetramisole - 0.01 0.02 0.01 0.01
47 (trichlorfon = W 0.01 0.02 0.005 0.01
48 |trimethoprim =" § % g e 0.01 0.02 0.01 0.01
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