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GRTEPTERTIRE S E s REFHRL F L %
Method of Test for Veterinary Drug Residues in Foods -
Test of Tetracyclines
L ® B MRS 20 H 4 kAR R
®E BT Y v IR 2 (tetracycline) & 778 12 # (&8 B
LS -
2B E CRWMEFERELLE > g kAT e B & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) 4~
172> 0F e
2.1 ®¥
2.1.1. jetp k458 TR H R
2.1.1.1. 3=k . % JE 3+ * (electrospray ionization, ESI) ©
2.1.12. B +7¢ * ACQUITYCSHCI18 > 1.7 pm > p f£2.1 mm x 10
cm > e
2.1.2. < % (Centrifuge) : 7 £ 12000 xgr2 ¥ » 8 B F= 47 £ 4°C 12

T X

f
2.1.3. = F % (Shaker) °

2.1.4. 27 ¥ (Homogenizer) e
215 % & %”‘ﬁ % % (Nitrogen evaporator) °
2.1.6. H4p E 7 3 P~ % % (Solid phase extraction vacuum manifolds) e
2.1.7. iR & E(Vortex mixer)
2. RE U TR o MR R RIDRY RARA TR Z & B
fi« (trichloroacetic acid) ~ £ % & = 42 (Na,HPO,) ~ 1& #7 & ~
W~ 3 3 Y42 o Z my o B Z 4 (disodium
ethylenediaminetetraacetate dihydrate, EDTA-Na, 2H,0)
MRy BEE R 3 @I R R 25°CT £ 18
MQemr ) R ik REE = TRk BRI
IRk Z ~ %3 v Bl E - 4-epimer-tetracycline ~ 4-
epimer-oxytetracycline 2 4-epimer-chlortetracycline %} P&
RS
23, BEZ 4435
23.1. &5 1mL%10mL -
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232, g 1 50mL > PPHE -
2.3.3. E]4p % B~® (Solid phase extraction cartridge) : Oasis HLB » 6
mL > 500 mg > & B & 5 o
234, A : Whatman No.2 » & fF % & o
2.3.5. gt 34 /20.22 pm > Nylontt 5 o
24, FH 2B Y
2.4.1.0.1 Mig #5473 %
HPR 199> M4 B3 k5 f#i¢ = 1000 mL -
242.02 Mz f & = 4057
HPmipad - 42849 12 33 ks g = 1000 mL -
2.4.3. Macllvaine s =% % :
0.1 Mg #¢p4:% ;%615 mL% 0.2 MEifa & = 4075 %385 mL »
L s 01 MBS R 2 0.2 MESFE & = 403 7% 2 B pH
140-
244 5% ¢
P~ = dmw o e - 403.729 0 2 Macllvaine s % ik 5 %
¢ = 1000 mL -
24.5.20%¢c ik
Bro gl ams ok 28 (V)R 3 o
2.4.6.5%" A%% %
PP oRRET 3 AT R0 5095 (V) R 5 o
2.4.7.2.5%= & it ik
ez % fEfk 259 3 S ok R = 1000 mL -
2.5 HEdpp iR
25.1. B 4piaRA
7Rl mL o 42 B R 201000 mL > g YiB s 0 P
RETEHEARIBIRA -
252, ##4pi5RB -
7Rl mL s 42 ¥ i@ 21000 mL » g tEiE g 0 BripiR &
TH & 4pi% "B -
26. BB R e
PR e REE ARk F c FekikF o M2 W g
2
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> T & % - 4-epimer-tetracycline ~ 4-epimer-oxytetracycline ~ 4-
epimer-chlortetracycline$ & * &3 5. 2 9 10mg > Href e »

|OERfAX L F 2 10mb o F SR RGR 4R RTE o TR

o B AR R & > 1120%2 %3k PR £ 0.025~25
ug/mL’ TR R R

AW
2.7.1. FB:
2.7.1.1. wep
Rig Wi 2> B NS g R B30 e g -
dor PR 1bmL o SRR & 14480 SR TSA 48 0 13200
XQHLs 104 480 B iR o AT SR de 2 B 15mL
EAFEB - 0 EE L FR o 4o r e =15mL s SRR
Elrds RS54 48> 13200 xgaE-w 50 48 0 BT KR o
EATSH I S TR RS - EE L
2.7.1.2. 54+ ¢
BRI 5 15 0 M ’ﬂB\S mL > ¥ THes E Yoo b r F
B~ %20 mL > 5\4'5 REIL 4 FRFS5A 480 113200 xgap .
10~ 48 > B~ %."3?“’*°
2.7.1.3. pBE:
Mte M w7 39S B2 g ML T B0 g Y oo
fv~2.5%= & prpkid R 10mL *v""ﬁ;?iﬁl E1A4s o RIFSA
45 > 13200 xgH w54 48 ’B’~, iR e Y F A N TR
15mL> EA4F F B~ 50> BB FR o4~ 1 2 =10mL >
K REC P ;c/ezg‘fsxw\ézﬁ_’ 113200 g4 s 54 48 0 BT
R EAFSHIS Ko T RREELE o
27.14. 4%
BRI o PNS g T BT o
» E B 25mL o SRR & 1A 480 4R F 54 480 113200 xg
oo l0k 48 0 B b ,%'-,,17 EEILE o
2.7.1.5. 3% ¢
muf AR R B R R G 1 B YS g B
T BN HLs E P oo b 22502 F AEAEA R 10mL 0 SR
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RE1IL 4 JRTSH 48> *04°Cr13200 xgd s 54 45 0 B~
PR e TP AN EB15mL €45 P- X &8
ik o3t 4°Cri 12000 xgdr s 54 4B B b i B 1L H o
272, Fiv e
2.7.2.1. 3vp % 3Lt
P27 1018427128 v % 2% 5 1 )‘1Pi‘1"ﬁ%6
mL% 2 33 -K6mLE 2 Fip 5 5™ » J ik 1k o 115%
T OERA RO ML A FARE B o R diR o P fR6 mL
FH TR R 0 30 40°C J\/{.“l Mg ’ff“‘ YR EG 0 Ay 4
20%2 R R AT 23 2l mL o SipteiBin 0 BTk

R e
2722, MER BT E FIE
B27.13.5271.4.8427.1.5. 8 & i % A% ;3 » 3 L 1Y

P EE6mMLE 4 33 k6mLiEik 2 Fip E w5 in A
B2 B k6 mLE 5% T A% A % 6 mLj ik B4R & B
oo oF AR o P ER6 mLIF K o T BT R > 3140°C
R U F ORI AT 20%T AR RS F
I1mL §phiE > BT -
28. AF TRk E R Wir:
ez R k27§ XPEME G Sfr)\ﬁiw VI A B
PREEREERZIML R EAIE SpiiBig 0 kT A S
@ﬁmﬁ%ﬁgﬁﬁﬁﬁﬁ°fé%4%\£%mﬁ’*%%
2.5t % 7 te kR oo 4 B /170.025~2.5 pg/mL2 A F 7 fe
"M e
AR R A7 TR g 2 ()
% ’H%‘? s ACQUITYCSHCI18 > 1.7 um > p 2.1 mmx 10 cm
RAig B A& 40°C -

BEARRR CAREBRIT IEERERR AT
P (min) A (%) B (%)
0—1 95 — 95 5—5

1 -2 95 — 85 515

253 85 — 80 15— 20
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356 80 — 70 20 — 30
6—7 70 — 10 30 - 90
7— 11 10 -2 90 — 98
11 —» 12 252 98 — 98
12 — 18 2—95 98 — 5
##ApiniE ¢ 0.2 mL/min °
A~ g 5uL o

* g T B (Capillary voltage) : 2.5kV -
3 iv 4058 ESIE g oo
#r =+ JR R & (Ton source temperature) : 150°C o
% 4247 R & (Desolvation temperature) @ 500°C
B He4d F 187052 (Cone gas flow rate) : 0 L/hr o
7% W4T AT & B0k i# (Desolvation gas flow) : 1000 L/hr o
ORS¢ £ & & 14 B)(multiple reaction monitoring, MRM) -
i P HE S ¥~ B4R 48 T &R (cone voltage) & i dE it £
(collision energy)+4r*t % o
L PRI R AT ERE 0 FRATR Y ZRE KRR E
2R FAEE o
29, FWRE%E 2R T
ML P feir 2 R R ESuL > & Bl ~ e Ap K 47 B B G
R R2.B.8 0 BT AT o bR IR ARG R AT LR L
FRREZ 5 EF ORI HEES 5 ROFEH 2O £ T 53
Fa ke L2 F2 7 2 (ppm)
CxV
M
C:d AT miERLER R Lid %2 kA (ug/ml)
Viteiaiaie TF 2B (mL)
M: ATtz £ 2(g)
LR R A TP I HE T TR I FZ A F A
#(=100%) > FFFFl4oT ¢
10 ¥ 5 R (%) # ¥ 47 (%)

wie L4t k2 7 £ (ppm) =
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>50 +20
>20~50 +25
>10~20 +30
=10 +50

ML L AR 2L TER e Rk G FTH L A
SR 2 G 395 0.005 ppme AT P 3325 0.05 ppmee
2. WY 3 RERKFRFLPF TR P T o

% ;];;L :
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A r R EE T SRS 2 SR RN Ak

kL B eRE mk

ot v . TEIMZ)> TR E

R v ¢ A P33 (m/z) V) (eV)

i . 445 > 410* 14 18
Tetracycline v ik 3 e 4o ' '’
Oxytetracycline T 461 > 426* 16 18
T 461 > 443 16 12

i ., 479 > 444% 26 20
Chlortetracycline ¥R 70~ 109 > !
Doxycycline WLy igw T 445 > 428% 12 18
s 445 > 154 12 30

4-Epimer-tetracycline _ 445 > 410* 24 o)
445 > 427 24 14

4-Epimer-oxytetracycline _ 461 > 426* 22 20
461 > 201 2 40

4-Epimer-chlortetracycline — 479 > 444> 26 22
479 > 462 26 18

LR



