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

Lig* o AMem > 2§ % % 4 kA&7 v kG (tetracycline)
TR F(AHE)Z S ERT A 17

245 RMEE B2 R iRk T e B S &R(liquid
chromatograph/tandem mass spectrometer, LC/MS/MS)
A SR S
2.1 ¥ ¢
2.1.1. RAp k78 B R
2,111, 3= R ¢ TS 1Y & 33 (positive ion electrospray
ionization, ESI") ©
2.1.12. B+5¢ - ACQUITY CSHCI18 1.7 um > p f£2.1 mmx 10
cm > B & o
2.1.2. #.< #(Centrifuge) : ¥ 8 :E4C LT -
2.1.3. ¥= i 2 (Shaker) °
2.1.4. 27 ¥ (Homogenizer) -
2.1.5. ¥ # 7% % % (Nitrogen evaporator) °
2.1.6. F4p E 7 % P~4 % (Solid phase extraction vacuum manifolds)
2.1.7. * R & F(Vortex mixer)
22 HE VTR A D IR AR KT 2 4 B
fi (trichloroacetic acid) ~ #4f4 & = 4 (Na,HPO,) ~ & ¥7f ~
WA~ 3035 4 %2 L Zomy L - 4 (disodium
ethylenediaminetetraacetate dihydrate, Na,H,EDTA - 2H,0)
R EESR L I oL R rEA25C T £ 18
MQ-comit); Bpbe R BEEE kg B
Ze kW E I S iK% - 4-epimer-tetracycline
4-epimer-oxytetracycline # 4-epimer-chlortetracycline ¥} &
RS
23, BEZ R
23.1. s F 1 50mL o PPHF
2.3.2. #4p % B~ (Solid phase extraction cartridge) : Oasis HLB » 6
mL > 500 mg » & FF % & o
2.3.3. Jai : Whatman No.2 » & & % 5 o
2.3.4. g% 1 3420.22 pm > Nylontt 5 ©
24. @Az A E



2.4.1.

2.4.2.

2.4.3.

244 %

2.45.

2.4.6.

2.4.7.

93 £ 01 A 14 HERZEFE 0939300627 H7/,3 45
100 £F 12 A 27 HEREFE 1001904986 57/ 5E1E
101 £ 06 H 14 HEREFEE 1011902056 FEAHEIE
102 ££ 09 H 06 HE R EFE 1021950329 55, 5E1E
103 ££ 12 H 10 HE R EFE 1031901795 55,512 1F

0.1 Mg #p2i5 % -

HP-RIFR19 g 112 d k73 & = 1000 mL o

02 MEifsz = 43 7% ¢

P -miped - 44284 g > 13 3 KB fER 21000 mL -
Macllvaine 3 #% % :

0.1 M#& Jr%?ﬁfrﬁ;‘% 615 mL% 0.2 MEifs & = 4% %385 mL >
RESAREIPHA0-

EP% (%7001 Me = sp ¢ B = 42 Macllvaine ¥ #7% i%):
FLP-v Z hw o B - 40372 g 0 4 Macllvaine s 7% % % f#
¢ = 1000 mL -

20%¢c Ak

Peo ML 3Gk 20 8 (VIV)F IR E o

5% pgA R

PP oARET 3 AR5 D95 (Vi) BIR & o

2.5%= % ﬁiﬁﬁ-‘rﬁi%‘\ iR

Bz % ﬁiﬁﬁ_‘é‘; 25g > 3 B3R fER = 1000 mL o

25 BEpiAa Rz B

2.5.1.

2.5.2.

M AR RA

Be? BelmL s 4ed 33 -k i€ 21000 mL > Y iE s 0 Boig
A= 'Fﬁ%ﬁv#ﬁ/p RA e

B 4p% kB ¢

B~? A lmL o 4ce % @ 21000 mL > g iiE g 0 Boipir &
E# #4p% %B ©

2.6, Rl
P-4p &’1‘&/\9’—5%\@%% ~ & ‘Z—I%lg('% NI Iﬁxﬁ(% B S %] £
> Tk % - 4-epimer-tetracycline - 4-epimer-oxytetracycline ~
4-epimer-chlortetracycline$f i8 * &3 & 2 510 mg > # rrfit 2>
Bl ® ERA GRS T F 3210 mL o TR EE RE 0 BTF N
20C - FR* FPE £ L RF R & 0 1120%2 HiR R AFR I
0.025~2.5 pg/mL » & F{& &2 7% o

27. ¥z

2.7.1.

= .
Fe

2.7.1.1. »ep

B Mmoo B OS g HREAL R BT E P o
der EBoR1SmL o SRR & 14480 RIFSA 40 113200
x gt s 104 4& 0 B ,?’—,’}é AF PR S » FB%15mL
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93 4E 01 H 14 HZZ a5 0939300627 J&/ 4
100 4E 12 A 27 A4 a5 1001904986 5E/N ST
101 4£ 06 H 14 A2 A5 1011902056 55N ESETE
102 ££ 09 F 06 F ¥ &S5 1021950329 58NS TE
103 4£ 12 A 10 HEFZ a5 1031901795 55N HETE

EAFEP - 0 BB iR e e 2 2215 mL o R
REIL 4 TS 480 113200 X gl e Sa 4 > BT %
o TS HI S K TR R EIRNER R

2.7.1.2. 54+ ¢
HrREPHEHESmL i ? ?osdr » BB 20mL o
’Qﬁﬁzﬁ'—- Elm4s > JRFSH 48> 113200 x g 104 48
Be b iR g o

2.7.1.3. pOBR
R S B2 g MR T RS g Y o
e 22.5%= % -ﬁﬁ?ﬁ‘/%hilO mL > ¢ f,ﬁlw Elmds o RIS
A _..13200><g,§4§_,354\ﬁ‘, B} ,%’-,, o Iy F FrAr A ;*";
P& 15mL *v"“ﬁifi Elk4s > JRFSH 48> 123200 x gl
&;54}@, r,,z;l—/F”Qo4g)\ T+ e ’=10 mL”‘sﬁf'\iﬁ‘}EL‘l

RIS 480 113200 x g oS48 0 AR L 2

Z =X > Tfé],,irx-‘}a‘—iﬂ? °

27.14. ¥ 7
B RR £33 15 OS5 e Bt e g o
deor E P25 mL o @f,ﬁ,yai‘l/} ’i)%fS é"_“_ 143200
X gt 104 48 0 B b 7 TR E LR o

2.7.2. & it

2.7.2.1. wep grgLt
P27 0008 2.7 1.2 &8 g qe # ,‘A,’} PE %1;'%'1 fiz 6
mLZ% 3 33 K6 mLE 2 rﬁ v ;a1

5%% f%A 6 mLixE > 3k ° 11 ® AR6 mLt K
PR¥C A g A 120%

T-L

I
To B Hek > 40°CKiE Y U F F o
Z‘"i%‘ui"]%f" iﬁ_leL /,; 3—@%’7%1%%?‘&"
2722 pUAREBKR
27138427148 5% (5% 3% » 1~ ;ip’&bu v ARG
mLZ 4 3 -k6 mLE®R2 B X B 5 7R o 1y
4 &3 k6 mL2 5%7 33026 mLinik » HindR o
mEEE6mL K o TR o N40C KB Y U F F R
F o RGP 120%e FARAGRT 2 I 1mL o Ephe
@;}ﬁ BT o
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P R E2TEEEEN R § F RECS 2R e ik

BARE AR mLA fF > SRMEIR s 0 T F|IE 28 7R AP

BT I AT o gt At R 2 R B S B AR

Fipteik R o A SR T et B A

AR A AT B T R i )
BEZRCAREBRUTIEEEFHR AT

B R (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—-95 98 — 5

#FH4piniE 0 0.2 mL/min o

A ~& 15ul o

£ o ¥ % /& (Capillary voltage) : 2.5kV o

#r5 J#E & (Ion source temperature) © 150°C o

% 432478 & (Desolvation temperature) : 500°C o

7% W44 %80 i# (Desolvation gas flow) : 1000 L/hr -
opl oY 0 2 £ & & 1P (multiple reaction monitoring,
MRM) - W |3+ ¥~ i $: 44 7 /R (cone voltage)
2715 ic £ (collision energy)4rtit % o

L PRI AT A R TR Y 2 RE KRS

2B FIEE o

29. FhE%E 7 2R

AT R 2 RERZRES UL & W73 R 4p k& 47 8 B 5 ¥
&RP 0 R28.EIEERGTAI o B IREEE A R ATE LS 2
FYEEL S EF B0 RS B w2 F kT s
BRI E it 2§ 2 (ppm)
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93 ££ 01 A 14 HEBH AT 0939300627 BE/04E
100 4F 12 H 27 HERZETE 1001904986 57 HE1E
101 2206 B 14 HEZ &5 1011902056 SN EEE
102 4209 H 06 HEFZETE 1021950329 58 ES{EIE
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%%ﬂ%ﬁiﬁiﬁﬂmm=cgf
C:od AT etk B AR i
VA g {5 %% 2 A (mL)
M: BH a7tz £ £ (9)

IR R AEY THBEIHE TR REIHL A E G FY A

B(=100%) » 7 3% § Fl4o™ ¢

L4 %2 kB (ug/mL)

1o ¥R 5 2 (%) B 3 8 (%)
>50 +20
>20~50 +25
>10~20 +30
=10 +50

HImi L AR E e Rl E ETETRL F 2 TR
22 B35 5 Sppb o AFREE B35S 50 ppb
2. 857 J SRR EF ST B FIFEH -
A e B EE T St 22 SR RPN 2

i 45 2 C R o) TR AR
— TR i E
e . B o mz)> v

> 7 ¢Sz !
w2 L A 3+ (mlz) V) (V)
. N 445 > 410% 14 18
tetracycline IR 445 > 427 14 12
' , N 461 > 426* 16 18
oxytetracycline w ik A 461 > 443 16 12
. o 479 > 444* 26 20
chlortetracycline Rk 479 > 462 26 16
. L 445 > 428%* 12 18
doxycycline Wy e kA 445 > 154 12 30
' . 445 > 410% 24 22
4-epimer-tetracycline — 445 > 427 24 14
' . 461 > 426* 22 20
4-epimer-oxytetracycline — 461 > 201 22 40
' , 479 > 444%* 26 22
4-epimer-chlortetracycline — 479 > 462 26 18

*R RS H



