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Method of Test for Veterinary Drug Residues in Foods- Test of Colistin
Lig* o Mese> 2@ * % § A&7 7 {14777 (colistin » & Fcolistin A%
colistin B)2_ #& %%
2. B2 RMEEFEZE R R kR B # & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4 7 2. >

e

2.1. %% ¢
2.1.1. %4 A 47 8 BT K
2.1.1.1. 33+ R * R3S i T 33 (positive ion electrospray ionization,
ESI") -
2.1.12. 45 % : XBridge® BEH C18 » 2.5 um » jr j£2.1 mm x10 cm » & fp %

i
2.1.1.3. il r XBridge® BEH C18 > 2.5 pym » P /3.9 mm x 5 mm > &

2.1.2. & 48 (Centrifuge) = 7 25000 xgre b g7 i B ¥ iE4°CHL T F o
2.1.3. ¥ ® & F(Vortex mixer) °
2.1.4. 2 #(Homogenizer) °
2.1.5. & 7 F4p & B~ % ¥ (Solid phase vacuum extraction manifold) °
2.1.6. ¥ # 7% % % (Nitrogen evaporator) °
22.FF VR o R YRR RAp AT A BEE RIS P
#Z % ;) = & ¢ ph(trifluoroacetic acid)# * 4 7% 5 & 3 k(v &
FE3r25°CH F 18 MQ - cm!2 ) 5 # J|#7/7 £k B (colistin sulfate >
7 colistin A % colistin B) ¥+ & * &% & ; % it 7% B (polymyxin B)
TR & o
23. BE 2
23.1. % B3¢ 10mL -
232 45 F 1 15mL% 50 mL > PPH 7 -
2.3.3. 14 & 32 F (Ceramic homogenizer) * : 4t * Bond Elut QUEChERS
P/N5982-9313 » &% [ & & o
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2.3.4. H4p % B~ ® (Solid phase extraction cartridge) : Phenomenex Strata-X
polymeric cartridges 6 mL > 100 mg > & f& 3 % o
2.3.5. g% ¢ 34420.2 pm > PTFE# B o
R LT TR R
24 @& 2 AW
241 I NBpA % -
BRSO mL » ¥4~ 3 3 K500 mL? o £ 43 SR 2600
mL -
242. 6 NBpLA 7
P-EAi250mL > EE A > 4 33+ R250mL Y R &332 o
243.0.1%" peiz ir -
B® g lmL o> 4ed 35 -k 21000 mL ©
24.4.02%" peiz iR -
P~? B2 mL > 4cd 33 -k 2 21000 mL
2.4.5.2%7p BriB iR -
Pr5 AR 10mL 5 4c 2 B3 -k @ 2500 mL o
2.4.6.70%% fgi% ik -
B8 ART700 mL > 4v 3 33 -k 21000 mL ©
247. 702%" pa2.70% " B%:% 7%
P9 pelmL > 4 70%" f%% 0% @ =500 mL o
25. & App iR B
25 1. #E4pi%RA
P~z 4 ¢ E0.1mL% 7 fa2mL > 4cd 3 -k 21000 mL > 5 "B
o PR TR B AR RA o
252. # & 4p% %B
P-= 4 ¢ p20.1mLZ 7 BE2mL > 4r 2 33 7% @ 2 1000 mL > g "8
o0 Brlp i R E AR5 kB o
2.6. f FRARAE R R 2 o]
B R 5 ARFABR RS 0 102% i ik AP 230 pg/mL iR

AR
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27 & E R Rl
PoAR g T F F AIETIT 10 mgz $RR B & AL 0 110.1%7 @i
B R R F 2 10mL o TS ARE R 2T o TRt BRI
Fuie 0 110.2%" priz e AR L L pg/ml o R AR R o
IR ERRFLAEY R BETI R pEHFLFEIRSE
28 iz
2.8.1. 3B~
2.8.1.1. S E PO
Rt Wi r 2F S > B2 g FREF T ES0mLgEe E P o e
PFRAEREARAO UL FE 104G o e 2 BIIIF L 0 L4~ INB
Fei i 10 mL > SR & 24 40 *24°C > 115000 xgds 104 48 > 5
PR o AR .
2.8.1.2. 54+ ¢
R R I ﬂ‘% FEEBSmL > %550 mLags F ¢ 0 4o pFRHRE
Bir4OpL > R £33 > FE 1044 o 4e > NBRIA R 1 mL > Ll
B2 4 0 4°C > 115000 xgHres 104 48 0 Bt o RV o
2.8.1.3. &:
Wt WIDT (5 0 X2 g MR 050 mLAgLs F ¢ o o3
B8 73 7% 40 ML R EE3 > FEI0A 4 o 4 ~ONBREB A2 mL
VGRR S 1A Lo 3 43 k8 mL o ER £24 4 0 214°C >
1215000 xgdfros 104 48 0 B it o gL o
2.8.2. & i .
BBl it A% o A AFE AN Y fESmLE 2 B RS mLEEZ
FARZE B-® > F iR o kAL B4 mL ~ 2%7 fRia k4 mLz 2 g
K4dmLinie » Rondi o £127202%° fa270% 7 B%% %4 mLi> 3 o
fo RIS mLAgE e g ¢ > 340°C ki P R E F RT R ‘f »
02%7? paigr 273 22mL > 1T 5 &R Rig o B~ R 500 pul (a) » 4c
*>02%" faia ik i ﬁﬁ-& %1000 uL (b) » R 323 » SimiBip 0 & IF
ik e
29 AT e te B A2 HiE
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Pegd e B28. 8 W AG e p IRE 2 feiR Rk > 8500 uL
(a) > & Bl4e » R R 5~200 uL ~ P FRHREA R 10 uL 2 i £0.2% 7 BB
o A S 1000 L (b) > R L3355 > KRR BITAT T RBEESR
R o R FIEEE (T A 47 > 14 F J 2777 (colistin A colistin B2 4 % w %
g o) SRR B2 gL G 0 R T IR ER 0 BL1F0.005
~0.2 ug/mL2. A F 7 it & & o
AR R AT B T S R R
%474  XBridge® BEH C18 » 2.5 ym » A j£2.1 mm x10 cm -
z,ﬂ—;ﬁ*g Y= XBridge® BEHCI8 > 2.5 um » p j£3.9 mm X 5 mm o

BEARB IR CAREBRUT A RREHR AT

P¥ ¥ (min) A (%) B (%)

0.0 > 1.5 90 — 90 10 — 10
1.5 1.7 90 — 65 10 — 35
1.7 3.0 65— 15 35 — 85
3.0 - 3.1 15— 0 85 — 100
3.1 5.0 0 — 90 100 — 10
5.0 — 9.0 90 — 90 10 — 10

##4pinik ¢ 0.4 mL/min °

A~ 8 10 o

¥R R 30°C e

wEEER D 10°C -

-+ D ESIT o

£ o g % & (Capillary voltage) : 0.8 kV o

#r+ Jh R & (Ion source temperature) @ 150°C o

% AL 4R & (Desolvation temperature) @ 440°C o

k44§ ¥ i# (Cone gas flow rate) - 100 L/hr o

A A i (Desolvation flow) @ 800 L/hr »

BoplHC ¢ % € & & R (multiple reaction monitoring, MRM) = 1§ ;| 4
<+ ¥~ B4R 4E T B (cone voltage) £ 7 3¢ st & (collision energy)

'&f'—"- Z:"‘\' .
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PRLEL WAL (me)> LE i E
arasmz V)V

391 > 385* 22 10

Colistin A 391 > 379 22 10

391 > 101 22 18

386 > 380* 2 10

Colistin B 386> 374 2 12

386> 101 2 18

Polymyxin B (I.S.) 397> 101* 5 19

TR
L P RRRIRAEE AT AGE R 0 kTR Y 2 RE 0 K T L 2 R EIE

KON °

4
2. BRIAES HEARATHRERE &2 T+ o
3K TE R 2R o ERU20% T BB R RG0S 4B b oo
210, FWFEKE 7 EPlE
RAAEPRRE AT TRBERZFEI0pL > & W3~ Rip k478 B
Fod ke > @208 FE e Adr o kiR H AT T pede RSB T
HE2FFETE LR R B RCEN L o T T
iR e ¢ JlEniT 2 3 £ (ppm)
CxVxF
M
Cid AF etk ERE®RR? 72772 k& (ug/mL)
VS T F 2 WA (mL)
M: B {72 £ £ (g)2 %84 (mL)
F:H@es dbak®
AT RAY TERIHE T IR FIHFZAE R F A F
(S100%) » 7 3 o Fl4oT

AP 7272 7 £ (ppm) =

ip a8 R (%) ¥ 7 4 F(%)
>50 +20
>20~50 +25

>10~20 +30
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=10 +50

It L AR SR T 2 2 TR R AN v pRE FI35 5 0.05 ppm 0 LA G
0.01 ppm -
PRI R TP L N
¥ 2 }gk :
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