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

Lig* o 0 Ak > 2@ * % §-KA &7 v %k # (tetracycline)
Tt 2 (A GR)Z S ERT A 47 -

24T E RMEE B2 R R kT B B S &R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) %4 47 2.
= 0F o
2.1, %%
211, A k478 BT H R ¢
2.1.1.1. &3 R 2 R4+ it T g3 (positive ion electrospray ionization,
ESI') -
2.1.12. K47 ¢  ACQUITY CSH C18 » 1.7 pm > p f£2.1 mm x 100
mm > & F &S e
2.1.2. &< #(Centrifuge) : ¥ 8 :E4C LT o
2.1.3. ¥ F % (Shaker) °
2.1.4. =% #(Homogenizer) ©
2.1.5. % # 7% % % (Nitrogen evaporator) °
2.1.6. H4p E 7 3 P~ % % (Solid phase extraction vacuum manifolds) °
2.1.7. * R & F(Vortex mixer) e
22. RE VR VL MR B RBEY RIPEITE Z AR
fi& (trichloroacetic acid) ~ &4 & = 4p (sodium dihydrogen
phosphate monohydrate) ~ & ¥k ~ Bps ~ 2 3 V4% ¢
= Mw ¢ f4 - 4h(disodium ethylenediaminetetraacetate)3=
FrREEL PRI RO R IEIN25CTEISMQ - cm
M) PR kR RREA - REE > PR RK
% ~ M 3§ & v Ik K % -~ 4-epimer-tetracycline -
4-epimer-oxytetracycline 2 4-epimer-chlortetracycline ¥+ f&
AR
23. BEZ R
23.1. g P 50mL > PPHE -
2.3.2. #4p % B~® (Solid phase extraction cartridge) : Oasis HLB > 6
mL > 500 mg > & F & & o
2.3.3. Ja A : Whatman No.2 » & F & 5 o
2.3.4. g%t 3420.22 pm > Nylontt & -
24, Az AY
2.4.1.0.1M+#& a3 % -
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HP-RIFRE19 g 112 g k73 f2 i = 1000 mL o
242.02MEFA & = 5% ¢
HPmipLE - 4284 g M3 g3 Kj3 2R 21000 mL -
2.4.3. Macllvaine % 7% % :
P~0.1 Mg #5pa% %615 mL2 0.2 MBfs & = 407% 7% 385
mL R EEAFEIpHA0 -
244, 70.01 Me = 3= ¢ i = 4 2. Macllvaine s 73 /% :
fLP~t = ke o fe - 403.36 g 0 14 Macllvaine s 7% i 1000
mL/% f% o
2.4.5.20%¢c %%
Beo aperd g R 28 (V) GIIR & o
24.6.5%" pri5 iR -
BB AR g R0 595 (V)R BIR & o
24.7.2.5%= & fp g iR
Pz & ﬁ?ﬁﬁ 25g > 3 B3R fER = 1000 mL o
2.5 HEdnipie 2 el
251 BEApiBRAC
P~ EelmL s 4e3 33 k@ 21000 mL 0 2 RESE R 0 Bk
RETEHEARIBRA -
252 BE4piniRB
B~? A lmL > 4ce 3% % 21000 mL > "R iEiE R 0 Bopir &
T b 4p% %B -
26. ¥R R AU
PR S Rk K e kR R kR o 1R A
> Ik ik % - 4-epimer-tetracycline - 4-epimer-oxytetracycline ~
4-epimer-chlortetracycline¥t P& * %% 5. & 10 mg » #HFfL T -
AW FRAREY £ 110 mL o 17 3 B R o pF gt
20C o fet PFAa B EP g RS RIRRE 0 120% Bk A
#1 0.001~1.0 pg/mL > & TR ER R o
2.7. Wil
2.7.1. FB
2.7.1.1. #p
Bt M im0 (5 B S g WAL BN F Y o
4e » Macllvaine s #7% /% 15 mL » >R & 14 48 > =TS
A4 0 113200 X g3 104 48 0 B b iR o ARG H R Ae r
Macllvaine s % % 15 mL> £4F 5 B~— &> & & F 5% -
e r e mISmL SRR E 1A 4 JRIFSA 40 13200
X gl Sad o BT RR o EAFLHES S T RRE
2
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}\J\
-
w3

RIS
2.7.1.2. 54+
HrAEE P~ t5mL > ¥ 4w ¢ ¢ > 4 » Macllvaine %
B3 %20mL > SRR & 1448 0 FRFSA 480 13200 % g
P 10448 P FiR gt ® oo
2713, o
R B2 B2 g RIS B P o
‘v »2.5%= 3 ,?—Fﬁ’x/enzl() mL > *% ]I‘Eyw-. lé\ﬁ_,i)%j;fs
A gE o 113200 x AR SA s o B b R o AT 4 4
Macllvaine % % j% 15 mL » >R £ 14 4 > =T 5~
4 0 123200 X A SA 4 B PR e e AR 2 410
mL > %k & LA 4 RS54 &80 113200 x gl 54 48 o
EAFSH IS o T R REET o
27.14. ¥ 7
¥R £353 %é ’Bx‘%f]Sg’ﬂ‘%‘Fﬁfi’ AR A
v » Macllvaine % #7% %25 mL » >R & 14 4 0 =T
54 48 > 113200 X gr;ﬁi'\* 104 48 » B~ i i is % o
272, &t
2721, wep gLt
P20 8827128 B iv % 3% > (I AFE LT ARG
mL% 3 33 -KomLE L2 FipE B » 3 ;i 3% - 115%
BOERARO6mMLIT S 0 Bk o BT omL & o
B 0 40T KB P L F RIE 0 AT A 1120%
WARAAT T F I 1ImL SRR 0 BT o
2722, MEREMK R
Bo27.13.892 714 8 B0 Bix 0 3 ~FEA T RO
mLZ 3 33 -RomL/EXZ FApZEB-® > 3 diR o ud
B3 -komLZ 5% fRiaR6mLinie Rl g 1 ®
RO mLi* 4% > e v 3% 0 340 CoKiF P U F F RET
g4 20%e 3 AR B ﬁﬂ#"’ Lfr 1 mL> ¥ )é_nﬁ—ﬁ
a0 EITHRIR o
28, AT TRk T AR W IF
Z0RMER2TEXBE R § F RIS \“v'Ji,’JHc?f ek
BARREZ R 1 mLA 3 SipEipts » &7 FEEEERAA
AR E LETRE TS ST Y L) SR
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FookR o SRR T R LR -
AP & 4T B R g Y
BEBRCAREBRNTIEEREAHAASN

¥ ¥ (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 2—-2 98 — 98
12— 18 2—-095 98 — 5
##4poeiE ¢ 0.2 mL/min e
Ar g 1Sl

£ g % & (Capillary voltage) : 2.5kV o
# 3 R 8 & (Ion source temperature) : 150°C o
7% 43478 & (Desolvation temperature) ¢ 500°C o
7% W44 %80 i# (Desolvation gas flow) : 1000 L/hr o
ORI ¢ % £ & R B (multiple reaction monitoring, MRM) °
B HE+ ¥~ B4R 48 T B (cone voltage) £ fidE it &
(collision energy)4r*if % o
L PRI R TR T RATR Y 2ZRE KR £
2R EIEE o
29, FHREHE 7 2R
R LRI P NN T) DICRPA) PE PR 1=l
BP0 R2B.HIFEEGT AT o IR EIRFIR R TE LR 2
TR A S ACRILEE Y Y ¥ ER R s S e
P Rl L4 22 7 £(ppm) ¢
WY fdd 2§ R pm) = o
Cid AF kg RLFThir? &4t 52 kA& (ugml)
Ve T F 2 A (mL)
M:P>HA etz £ 2 (g
4
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:jr'_%‘j-rg}g:—+53}§id {l}’:”%ﬁ_——)——b—f%'—‘*_ﬂ%ﬁ;* ,ﬁu‘émﬁl"‘
M #F(=100%) ° ‘ﬁ#f“]ﬁr’r :

0 A 5 R (%) ALk D)
> 50 +20
>20~50 +25
> 10~20 +30
<10 +50

it

2.5 ppb > z“ﬁi”la 1 ppb . ’34‘—”%’7ﬁ 5 ppbi # ‘i: ,50.5

ppb °
2. a5 FRERHRLE LT B A
A e TR ES T &L F 2 S E R BRI
2R 3 4 ’
ERAT R AN E
A 3+ (m/z)
*
Tetracycline v Tk 2 445 > 410 14 18
445 > 427 14 12
*
Oxytetracycline smu Th % 461 > 426 16 18
461 > 443 16 12
*
Chlortetracycline T TT 479 > 444 26 20
479 > 462 26 16
*
Doxycycline W s ThikE 445 > 428 12 18
445 > 154 12 30
*
4-epimer-tetracycline _ 445 > 410 24 2
445 > 427 24 14
*
4-epimer-oxytetracycline - 461 > 426 22 20
461 > 201 22 40
*
4-epimer-chlortetracycline _ 479 > 444 26 2
479 > 462 26 13
ST



