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

L™ R Aes%k> 2@ 34§ kA&7 & 4% (ciprofloxacin) #
3BSqEIEE L B(RR LA - ) ERT AT ¢
2. W% E CRMESTER o MR R BT ¥ & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4" 47
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2.1, %%
2.1.1. e dp K 78 TR
2.1.1.1. 3= R R4+ (& 33 (positive ion electrospray ionization,
ESI") -
2.1.12. k47 ¢  ACQUITY UPLC®” HSS T3> 1.8 yum> p /= 2.1 mm x 10
cm > &S o
2.1.2. = #(Homogenizer) ©
2.1.3. *g kR & F(Vortex mixer) e
2.1.4. &5 A 4= F B (Ultrasonicator) °

2.1.5. #.< #8(Centrifuge) @ 7 #2408 & £4°Cr2 ™ » # ik ¥ 124000 rpm
iV —‘FIJZ o
2.1.6. #& F E(Shaker) °

2.1.7. k45 % & (Rotary evaporator)
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(dimethylformamide) ~ #& "R Frfadph 2 I & ‘2308 * R &
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BEARBIR CAREBRYTAEREEHR AT
PR (min) A (%) B (%)
0.0 > 2.0 96 —» 95 4 > 5
20 > 30 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
145 — 14.7 63 > 0 37 — 100
147 — 18.7 0— 96 100 > 4
18.7 — 20.0 96 —» 96 4 —> 4

#F#4p ik 0 0.3 mL/min o

2~ 110l o

£ g T & (Capillary voltage) - 3.3kV -

fgﬁﬂL Jn 8 & (Ion source temperature) :

% 42478 & (Desolvation temperature) @ 450°C o
s;iﬁfmfp 8 7% i (Cone gas flow rate) :
% 37w i# (Desolvation flow rate) : 800 L/hr ©
ORI ¢ % £ K & 4P| (multiple reaction monitoring, MRM) o 8 8]
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> 50 +20
20 ~ 50 +25
10 ~ 20 + 30
<10 + 50
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Sl 2 d s 2 i E?P%ﬁ—"t (Mz)> | :B4R40T R | mRELE | W 5%%5&—?: (Mz)> | BHR4LT R | AfEi T
A i -+ (mlz) V) (eV) A i L+ (mlz) V) (eV)
1 |ciprofloxacin SR 332>314 30 25 332>231 30 45
2 |danofloxacin X F & vEek i 358 > 340 35 30 358 > 283 40 25
3 |difloxacin Z A ERRE R 400 > 356 35 20 400 > 299 35 30
4 |enrofloxacin S & rEMFE 360>316 35 20 360 > 245 35 25
5 |fleroxacin — 370> 326 30 20 370> 269 35 25
6 |flumequine & ® 7 262 > 244 25 20 262 >202 25 30
7 [lomefloxacin — 352 >265 30 25 352 >308 30 15
8 |marbofloxacin — 363 > 345 35 20 363>72 30 25
9 |nalidixic acid 7R 17 B 233>215 20 15 233> 187 20 25
10|norfloxacin WA vERf I AL 320> 302 30 20 320>276 30 15
11|oxolinic acid R AL 262 > 244 25 20 262>216 25 35
12 |pefloxacin — 334>316 30 20 334>233 35 25
13 |pipemidic acid — 304>217 30 20 304> 189 30 30
14 |piromidic acid — 289 > 243 25 30 289> 271 25 20
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5 G i _ LEHTH S _ R S ¢ S
ZlEe o T w Eﬁ%g:r (Mlzy> | BT /B | miELE | o 5&&&{ (M/z)> | BHRELT R | i
A i -+ (mlz) V) (eV) A i L+ (mlz) V) (eV)
15|sarafloxacin Vi d A ek 386 > 368 40 20 386 > 342 35 20
16/succinylsulfathiazole — 356> 256 35 15 356>192 30 25
17|sulfabenzamide — 277> 156 20 15 277>92 20 30
18|sulfacetamide iy s Rl 215> 156 15 10 215>92 15 25
19 sulfachlorpyridazine  |& "%% v vk 285> 156 25 15 285>92 20 30
20|sulfadiazine Fy Ve 251> 156 25 15 251>92 25 25
21|sulfadimethoxine = 7§ e 311> 156 35 20 311>92 30 35
22 sulfadoxine A=A T g eger | 311>156 25 20 311>92 30 30
23|sulfaethoxypyridazine |f %2 ¥ it vtek 295> 156 30 20 295>92 30 30
24 sulfaguanidine B VA 215> 156 20 15 215>92 25 25
25|sulfamerazine By e A ey 265> 156 25 15 265>92 25 30
26|sulfameter Ry Ve 281 > 156 25 20 281 >92 30 30
27|sulfamethazine B VRSP e 279 > 156 30 20 279 > 186 30 15
28|sulfamethizole — 271> 156 25 25 271>92 25 25
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ii we o - W E%éﬁft (mlz)> | iEf4a 7 R %) A o e ,éif%é%:t(m/zp BT R b2 A
A i -+ (mlz) V) (eV) A i L+ (mlz) V) (eV)
29|sulfamethoxazole AT ek ed 254> 156 25 15 254 >92 25 25
30|sulfamethoxypyridazine |f "=? % it rtek 281> 156 25 15 281>92 30 30
31 [sulfamonomethoxine Fie— 9 % eter_ | 281> 156 25 10 281 >92 30 30
32 sulfapyridine Fp Vel ey 250> 156 25 15 250>92 30 30
33|sulfaquinoxaline B BaeE ehk 301 > 156 25 15 301 >92 25 30
34 |sulfathiazole Ry Ve 256 > 156 25 15 256 > 92 25 25
35 |sulfatroxazole — 268 > 156 25 15 268 >92 25 30




-G ANEE3SHEE Y B2 AR
7 LT e LR B R KA & L5

o v o (ppm) (ppm) (ppm) (ppm)
1 |ciprofloxacin oAk 0.001 0.005 0.001 0.005
2 |danofloxacin I ML 0.001 0.001 0.001 0.001
3 |difloxacin Z A rERF IR 0.001 0.001 0.001 0.001
4 |enrofloxacin & A vERE AL 0.001 0.001 0.001 0.001
5 |fleroxacin - 0.001 0.001 0.001 0.001
6 |flumequine eS| 0.001 0.001 0.001 0.001
7 |lomefloxacin - 0.001 0.001 0.001 0.001
8 |marbofloxacin - 0.001 0.001 0.001 0.001
9 |nalidixic acid 7RA|E AL 0.001 0.001 0.001 0.001
10 |norfloxacin A& rERk AL 0.001 0.005 0.001 0.005
11 |oxolinic acid R TRE 0.001 0.001 0.001 0.001
12 |pefloxacin - 0.001 0.001 0.001 0.001
13 |pipemidic acid - 0.001 0.001 0.001 0.001
14 |piromidic acid - 0.001 0.001 0.001 0.001
15 |sarafloxacin VFE Rk I A 0.001 0.005 0.001 0.005
16 |succinylsulfathiazole - 0.001 0.005 0.001 0.005
17 |sulfabenzamide - 0.001 0.005 0.001 0.005
18 [sulfacetamide L iRy = 0.005 0.005 0.005 0.005
19 |sulfachlorpyridazine R vk 0.005 0.005 0.005 0.005
20 |sulfadiazine iy, Bl e_ 0.001 0.001 0.001 0.001
21 |sulfadimethoxine R iRZ T § e 0.001 0.001 0.001 0.001
22 |sulfadoxine B RHER =P § el 0.001 0.001 0.001 0.001
23 |sulfaethoxypyridazine |f& "<z F it weiek 0.001 0.001 0.001 0.001
24 |sulfaguanidine RIS 0.005 0.005 0.005 0.001
25 |sulfamerazine AR K e 0.001 0.001 0.001 0.001
26 |sulfameter iy, Bl 4 0.001 0.001 0.001 0.001
27 |sulfamethazine A ez ? e 0.001 0.001 0.001 0.001
28 |sulfamethizole - 0.001 0.001 0.001 0.001
29 |sulfamethoxazole AT i ek 0.001 0.001 0.001 0.001
30 |sulfamethoxypyridazine |F%=® ¥ it wtek 0.001 0.001 0.001 0.001
31 [sulfamonomethoxine RS 0.001 0.001 0.001 0.001
32 |sulfapyridine i et ez 0.001 0.001 0.001 0.001
33 |sulfaquinoxaline B M ehk 0.001 0.001 0.001 0.001
34 |sulfathiazole iy Vg e 0.001 0.001 0.001 0.001
35 |sulfatroxazole - 0.001 0.005 0.001 0.005
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Method of Test for Total Polar Compounds in Edible Oils and Fats

L * o Ak 28 B i? RRP i E52 sk -
2. W% > % L RSP ¥ Lk 47 (column chromatography) s » o fLE 2 3 % o
2.1 %3
2.1.1 Bk %5 % & (Rotary evaporator) °
212 %4 i F A BERAS B L EEITCTHP K -
2,13 % RFEH o
22 BE L AR KT Bk L B RIS L R REu .
23 BE 2 Hp
23.1 A e
232 Bk e
2.3.3 5»%.%{5552 : 250 mL -
234 % £3g: 50mL -
235 §0E
236 #IBAEATE PP IS 2.1 x45em 0 7 150mL 7R R VIRl EZ R .
2.3.7 Mot e .
2.3.8 # % 10.063 ~0.2 mm °
23.9 BF) SRR ARE  EE B o
23.10 &K K+ 0 &% > KA 025 mm > 20 x 20 cm ©
2311 £ lmg o

2312 HBERH o
24 PRy
B e o 8713 (VAV)Z W BIR & 0 TRt pEAL ] o
5 BBkl



b L L RO EREE Y 70:30:2 (ViVIV)Z B £ o TRt pEAR o
26 W E 2 W

B 160°CHck 4 L FF o BTGk BAACES > P95 g0 e d Bk S5g0 iR 3
%?o%?Bﬂ%P%QSgw%ﬁﬁm80mmeﬁh%V*ﬁw%+ﬂ;%%%%
Bigdh 7= 0 de R 6 mL o R P 2 F D o BRI O SERIR

2R R INL A 2 B 4 g FELREF LA G o FREAFA
FEASRE - R RFRNI R EP PRI R AL 2 Tem B0 -
2.7 *ﬁ,,g p’%@l

271 % st 4

AR R B RS 5 250 S
#&/& i 50 l’IlL ’ l—t‘ltﬁ/]i o

272 X% FA R

RHALER BT BTG TELER R RT > B %?%‘Piﬁtiﬁ’_ ’
B 25 g AR T v R 20mL R 3 oA o R T F 1 50mL >
ER T

2.8 gk

Pt 20mL > BB PR ER o FLWEBEF R LA G o TR ARINKT > 4]
ML EAE2] ~25mL R FR G EF BB R R AL O F
R OB E 2 A e 3R 150 mL o AR 103C R R IR £ 2 Dk HEL(W,
e it it o £ 3R 20 mL R L AR s 0 & B RIR T )waﬁ
P o 60 CHBRIRSFRE > B 60°C‘{'4'i—%éﬁ PRCEIIEEW, ) kY A
T 5 2B S (W-Woo @) 5 AEses B4 iz 2ea o Frre @150 mL
PR ME - RS R C Rl 600%@;}; §gts 0 BT 60CH4a Y STk
R RGP SR EF o

rx&?%ﬁ% 2L AT P ORRCR 0 SRR R 2 ki 0 B

¢ ¥ 1mL ;@ﬁaf/};qﬁﬂit‘ Wit &4 2 2H4R 0L @47'5’?2 F Ao o ow B R A
%fr%); Fohizis BB BERBRES~15cmis » B2k 4z > 3% ¢H & 254 nm
TRBRLE AR A SR Sk R R e B g B o K K
T 2RI E AT

N

210 7z £pl
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Bz 5 R (%)
M x2/5—m

L LI TER U AR (V) S — X 100
M x 2/5

M: Btk Atz £ 2 (g

m: e it 2 £ (Wi-Woo g)
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Method of Test for Preservatives in Foods —
Test of Propionic Acid
L@* @Rl AeR>2Er a7 RIS -

2. WSk 2 RS I AR EF A 14 E 2R 4 & 47 & (high performance
liquid chromatograph, HPLC) 4 47 2. > /% o

2.1 %% ¢
2.1.1. & »iredn 47 ik
2.1.1.1. ¥ 48 @ sk - 48 74 1) B (photodiode array detector) °
2.1.12. K47 : AgilentC18 > Spm > p jZ 4.6 mm x 25 cm > 2 6 5 5 o
2.1.2. #.< #(Centrifuge) : #:# ¥ i 4000 rpm 17 Jf‘f o
2.1.3. 425 & & F % (Ultrasonicator) °
214, REF AHEEE: FIrg 2 R E RENF EAL Ao

22, FE BRI S 4U0E Y FESR  PRERY RS -

2.3.1. e # 1 50mL > PP HF -

232, # &% 50mL ~ 100 mL ~ 250 mL % 1000 mL -

2.33. Z4EFT 0 1000 mL o
234, g% 34JZ 0.45 um » Nylon 1 # »
24 IM BRFEA ez 4] ¢
BBt 53.5mL 0 4vd g3 -k @ & 1000 mL -
25. #Eqpin W
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FPmiped - 4815g> M3 ZF KB fE £ 43 33 kR = 1000mL > 7 1M
R R A PH E1 5 3.0 il ek IEB B ARIE R o

26, {RERR2Z W

B | g HAEALR > 1 MK RE XE 1 100mL 0 iF 5 R R
WACPEF TR o @ HREFEERZ S50 mL> w3 33 -Lke3 1 50
mLe £ A& BFmE B 0.25-0.5-1.0-3.0~50mL> 4 » IME:f&% % 0.2 mL >
13 BT KL 0.025 ~0.5 mg/mL v B iEHRER R o

27 *ﬁ/l’? p?—' ?‘\l

Rt fim>r (8 XS g MR T B g Y o b IMBIRB R
0.5mL % 2 33 -k 40 mL » g3 A BIF 10 A 4575 » 2 IM AL 2
BpHEZ X3.0c4 » 50mL 7 &g > M3 33 -KT_F » > 4000 rpm 3t
o 10 & 48 B b }f;‘ni’ HRTEiERs 0 BITHRIR o

Bt W w7 (5 X 25 g HAEAL T BT ALY 0 4o d 31 -k 150 mL
2RAf 20 mL o & 2485 10 mL 2 & 1iE R B TR EF 248 o P
77 243k 10ml 2 250 mL 7 B ¥gic f 45 0% 9 240 mL PF > iR 0k F
G IM BB RA A pH B3 9 3.0 4ed 45 K F - SR TER

24 2y 22 ~
60 BiTHRIR o

FLIAERT T ERF LIRS F DRI 2R BRI T RSY
B2 R

2.8 Jvé‘%}‘ oA e
HAEPRRERERRE 250l AR~ B p kI RP 2 T 5 iE 2

éﬁﬁw%ﬁ’ﬁﬁﬁﬁ%ﬁ@ﬁ%@%%awgﬁﬁﬂak%ﬁ“@ﬁw
Lo E T AR SRR Bz R (gke)

CxV

WY A § R (ke =
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C:d 8 ¥ RFFHZY [ A2 kA (mg/mL)
VB (S 27 2 A (mL)
M: B# A4tz £ 8 (g

% 2cin Ap A 47 R RS
K- BPEF IR DA E 214nm
R 17¢ ¢ Agilent C18 » 5 pum > p f£ 4.6 mm x 25 cm ©
BEARRR R 25 &R R o

#FE4p ik ¢ 1.2 mL/min o

==
1. A% > 2218 % 03gkg-
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