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Method of Test for Veterinary Drug Residues in Foods —
Test of Tetracyclines

Lig* fo 0 AMas > 2% 303 § KA &Y 2 FhikE (tetracycline) % 7
It F(LE)2 S ERT AT e

2B R RS BRI E 5 1R R 7 B B ’?.*FJ,} & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4
¥r2.7 0% .

2.1. %3 ¢

211 RAp kAT e FEE R

2.1.1.1. 33 R 7 3+ 1 & 33 (positive ion electrospray ionization,

ESI) o
2.1.1.2. &+5¢ + ACQUITY CSHCI18 > 1.7 pm > p j£2.1 mm x 100

mm > & %5 o

2.1.2. #.< #(Centrifuge) : ¥ 3 :E4C LT o

2.1.3. = F % (Shaker) °

2.1.4. 3= % (Homogenizer) -

2.1.5. § # 7% % ¥ (Nitrogen evaporator) °

2.1.6. "] #B B 7 X P~3 % (Solid phase extraction vacuum manifolds) -

2.1.7. xR & F(Vortex mixer) °

2. RpE LW Fa~® fe~c 3 2 [ 2 dzihip AR K AT S @ F 1“4
BRE C 4 AR BRCEF B SR o s
4 (disodium ethylenediaminetetraacetate) 3o * 33 & 32 & ;
I R(REGHETEIE MQ cm ) B e TR
2RI R E RBRSe R E I e BZikE
4-epimer-tetracycline > 4-epimer-oxytetracycline %

4-epimer-chlortetracycline ¥+ f&g * &% & o

23 BEZ 44
23.1. s g 50mL > PP -
2.3.2. H4p % B~ (Solid phase extraction cartridge) : Oasis HLB » 6
mL > 500 mg > & FF B & o
2.3.3. Ja i : Whatman No.5 » &\ & % & o
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2.3.4. g 1 34420.22 um > Nylontt -

wEH U
2.4.1. 0.1M#% &5 %
FP-REFE19 g v 14k f2 1€ 21000 mL o
242.02MBipfs 3 = B 0R -
HP-mipe 3 = 4284 g 1ok fEi€ = 1000 mL ©
2.4.3. Macllvaine % % /% -
P~0.1MH#& a3 %615 mL % 0.2MmE#fL & = 4073 %385 mL > R
ESAREIpHA40-
244. 70.01Mz = '=p o f& - 4 2 Macllvaine ¥ #% % :
Pt = R v i - 403.36 g " Macllvaine s 7% j% 1000 mL
1% -
2.4.5.20%¢c gk
Beo 3 ookt 20 8 (V/V) BIR & o
2.4.6. 5% p&% %
B0 L AT K5 95 (Vv BIR & o

25 HbApin R Rl
2.5.1. #F4piaRA
B~? AtlmL o 4ed 35 ki 21000 mL > R s R 0 Boim R
EIEH B AR IRA -
252, ## 405 RB
B~? AlmL o 4e e %@ 21000 mL - 12 jp M 0 Bip iR BT
#HE A5 RB o

26, B2l
B"#B’Zﬁ‘?ﬂ‘/\lﬁ‘.ﬁi%\\%mﬁ:,ﬁi% ’miﬁ,gl% ,J‘jisﬁiiigr
% % % -~ 4-epimer-tetracycline - 4-epimer-oxytetracycline -~
4-epimer-chlortetracycline ¥t pe * %2 5. 2 10 mg » # FEfl <>
AT A AT ¥ 3 210mL > 1F LR E R pFE 20T o
Rt LB ERREHRERRAE > 120%2 B R i
0.001 ~1.0 pg/mL » & T8 7% o

27 ez
2.7.1. %8
2.7.1.1. wep
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MR (S > B S g HREALE S BOTER G E Y o
v » Macllvaine ¥ #7% iz 15 mL > FR & 144 > R FS5A
4 > 124000 rpmaec 104 4 > Bt bR o AT H R 4o x
Macllvaine s 7% i% 15 mL » £4F 5 B~— & » & & b 5% o
15 mL>* i & E 14 48> 3= F 54 48 124000 rpm
BroaSeas o BT Rk EAFS A IS 0T IR R AiE
a0 BV E o
2.7.1.2. 54+ ¢
HAEEPHBHIS ML ¥ 3 i
320 mL > UE R £ 1A 48
104 45 » B~} 5 7 R LR o
2.7.2. & il
P27 001827128 & % 3% 2 ~FEA LY fE6 mLZ
3T k6 mLE A FAREB® > B in ik o 115%7 AR
6mLitie » Bondiik o 2P AEE6mMLIF K - el ki o 0
40°C-Kig ® M F FeRICAR T M20%L HRRBIET CF L
Il mL > §p"iEip @ &iTHkR o

28 AFTRRERZ HIT!
B R R2TEF I E § F st 0 AuG et FER
T iRl mLi3 3> S8R s 0 BT AR 2R TR AR A AT P
%?ﬁ¢ﬁ°T*ﬁ*%~£%mf’*+@z§ﬁi%¢ﬁ%
B AW EIERET T R o
AR R AT B 5313’?5’;%/? Lllil*( 2
BEARG R AR EBR M T IE EEERR A

by A F 2 U2

? » 4v » Macllvaine * fiF
JFESA 0 114000 i

P ¥ (min) A (%) B (%)
0—1 95 — 95 5-5
1 -2 95 — 85 5—-15
2—-3 85 — 80 15— 20
3—6 80 — 70 20 — 30
6 —7 70 — 10 30— 90
7—11 10 -2 90 — 98
11— 12 252 98 — 98
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12— 18 2 —-95 98 — 5
#d4p ik 0.2 mL/min -
A& t5ul
* ' T B (Capillary voltage) : 2.5kV -
# 3 R 8 & (Ion source temperature) : 150°C -
% 12478 & (Desolvation temperature) : 500°C o
7% WATET F $8x i# (Desolvation gas flow) @ 1000 L/hr -
WORIHC 1 5 € F R Bl (multiple reaction monitoring, MRM) e
WPIBEF ¥~ B4R 48 T B (cone voltage) £ FifE iy &

(collision energy)4r*i % ©
PRI RIER LA ERE > T RATR Y 2RE > R TFE

Z P " E P e

29. #FEWR%KE 7 Epl T
LR I fair 2 IR ESpLo & S~ AR AT 8 I T R
PR A R U o o R AR R
P E S EF R RAPHET R R E 2D LT AR
FhH? Lt 22 7 E(ppm)
ﬁ%ﬂ%ﬁé%iﬁﬁmmw=%%
C:d AF kAL E®RR? L2 £ 2 kA& (ng/mL)
Vite®E e T F 2 WHF(mL)
M:P=#¥A 7k £ E(g)
T ARMMI B R 2T H2 AE G A F(Z100%) 0
G ol R

AP ST 35 2 (%) e E (%)
>50 +20
>20~50 +25
>10~20 +30
=10 +50

W
| r B2 £S04t 3 2 9 PTE e 355 2.5 ppbo it
;,;L/J—i:;_‘];';lppbo
AR Y A TR T E
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i o r REEE T S B2 5 EF

47 -
At ERATR i P
v P W SRAE S+ (m/z) > V) (eV)
AF A ()
_ s 445 > 410% 14 18
T Tk %
etracycline i 445 > 427 14 12
N e s 461 > 426% 16 18
fmw ik 3
xytetracycline * L 461 > 443 16 12
Chlortetracycli e RikE o e . y
P or TRk 3
ortetracycline * L 479 > 462 26 16
. ] 5 e s 445 > 428%* 12 18
% x e R E
oxycycline ¥ L 445 > 154 12 30
| ' 445 > 410* 24 22
4-epimer-tetracycline -
445 > 427 24 14
. . 461 > 426% 22 20
-epimer-oxytetracycline 461 > 201 22 40
. S 479 > 444% 26 22
-epimer-chlortetracycline 479 > 462 26 18
OET =T



