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GEP R BEATERE S LR RSN K%
Method of Test for Veterinary Drug Residues in Foods-
Test of Flunixin and Tolfenamic acid
Log* R AR >2@* 43457 & L F (flunixin) 2 4= 570
fi4 (tolfenamic acid) 2. & 2% -
2. WSk MG R KRR X0 MR AEITE BT HR
(liquid  chromatograph/tandem mass spectrometer,
LC/MS/MS) & 452_ 3 % o
21 %%
211 Ap A AT e B R
2111, 33k 7 4+ i (electrospray ionization, ESI) -
2112 %+47¢ :CORTECSC18>2.7um- p j& 2.1 mmx 10 cm >
B s o
2.1.2. =% % (Homogenizer) -
213. % # 2 5 F B ¥ F > F 4 (SPEX SamplePrep 2010
GenoGrinder® ) : 1000 rpm 12+ > & e & 5 o
2.1.4. #. (Centrifuge) : ¥ i 5000 xg 4 * 4§ » & & 10C 12 T if
FoFhan o
2.1.5. ¥ i % (Shaker) -
2.1.6. *& kiR & F(Vortex mixer) e

22 GFF T RE VISR AR A D ARAER T R RS
(sodium acetate) ~ # it 40 ~ & K 8 FF f& = 4p (trisodium
citrate dehydrate) # & ¥ & 2 = 4t (disodium hydrogen
citrate sesquihydrate)3ox * (F & % @ K Aifhis 5 * &
¥ 5 B-% & ¥ FEpL H pF % i (B-glucuronidase - type
H-2 > z glucuronidase =85000 unit/mL % sulftase =7500
unit/mL) ; & &3 k(e 7 rest 25C# i 18 MQ - cm 14
M) AR FEELSIRERHRY RS

23 BEZ L
231 #g 2 50mL > PP 41 o
232. Z&¥:50mL - &4 o
2.3.3. 14 3L 3= % (Ceramic homogenizer) : Bond Elut QUEChERS
P/N 5982-9313 » & & & & o
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234, ¥ pA 1§ E-KAI4E AQ F VA 19 EOKBEERZE
192 RERL -4 059 & Fag e
2.3.5. Wt 342 0.22 um » PTFE 4
25, @Az AW
25.1.02M ﬁ%"ﬁ’;ﬁ?\i [Lipcan
FEP-FEFadh 16490 e~ 3 33 -k 900 mL i3 2 > kR
AEPHEZT 52+ 01 £ 42 3+ kg = 1000 mL -
252. 5 1%" faz ¢ %A
B9 A 10mL > 4e » 2 35 i = 1000 mL -
26. BdApipRL AW
26.1. Hdpizie A
B9 e 05mL> e » 2 33 ki & 1000 mL > Sm HiB R
Pomik EIER BRI A
26.2. ##4paR B o
2.7 {RBA R 2 fe il
Pod L3R PELSUVEKRY RS L Emg HRET A5
T RRAMRY R E T 50mML (L EE R o R BRI
ERiERE > 7 AR L 1000 ng/mL > i (E R i o
28. Wiz AW
2.8.1. Tp ~ POBKE Ry
Rt M7 085 > B 20 MR R g o
e~ IO R LAE 0 4~ 02 MR ¥ B 10 mL
+ s ? E 0 R R P R T 32 4% 1000 rpm &
ii““ LA R R L g e ~ B FOBRERL H PFS R 100
pl > 5 37°Ckip ¥ kf2 1) pF o 4e » 5 1%7 fE2 ¢ %3
%10 mLo> F e g E ursxd;.,ﬂ_ﬁv Brdr i B2
1000rpma‘)%j’£"/i FIFRF L A4 B4~ XB% |
Frapca F o"ErpdRTEs > B RSN £
2 R e AT gk I 32 T 42 1000 rpm gk i 2t 4+ ) R
F 14483 10°C - 5000 xQ &t~ 1 4 48 > B~ F iFi% 500 pL
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(a) » 4 N 3 %/E\.—* 7 l?f 'gﬁfa ,; 1000 l,ll_ (b) R E 593 ’ “47‘_/),%
Egﬁfﬁ v i T%’Fﬁhi’ °
2.8.2. 54+ ¢

B MR 5 1 HREER2mML BtsCE Y o e B E
BPF T L3F 0 4o~ 0.2 M Spe4 5 e 10 mL > F 1 g
FF 0 00 FE AT B dR i B9 1850 1000 rpm R 2 0 £
gzl IR L A4 4e o B-F FOMERERL Y pE A R 100 pLoo 2
B7°C-kip ® kfd 1 ] pFeot T Bk 281K it Bith
i e
29. AH T et B2 9T

Bezou WAl % 28. 8B WEL FiFiR £2500pL () 0 A W

for R85 0.2~10 ploo 4o x> 23S oR R A S 1000 HL

D) REEF > KIFRATTRBERZ R RTIFEERGER

AR A7 8 B ITSE A AT 0 JRE L3 2 g TR L G 0 BN

sz B o A Wl iF0.2~10ng/mL 2 A F T Atk B AR -

AR K A7 B m R wUiE 2 ()

%17 ¥ : CORTECSCI18 > 2.7 um > p f& 2.1 mm x 10cm -

BB ARA IR D ARE BRI AR R E R AT

& B (min) A (%) B (%)
0.0 — 2.0 80 — 80 20 — 20
2.0 6.0 80 — 20 20 — 80
6.0 > 65 20 0 80 — 100
6595 00 100 — 100
9.5 10.0 0— 80 100 — 20
10.0 — 13.0 80 — 80 20 — 20

# # 4p i @ 0.40 mL/min -

i~ 120l o

£ ¥ % /& (Capillary voltage) : 5.5 kV % -4.5KkV -
#+ R g & (lon source temperature) : 100°C -

4o #4 ¢ /& & (Turbo heater temperature) : 500°C °

3



104 4 11 H 24 HEZEaFEE 1041902162 SETEGETE

% it % ¥ (Nebulizer gas, GS1) : 50 psi °

#if B4 4o £ 5 48 (Heated gas, GS2) : 50 psi ©

WopHcsY 0 2 £ F & 14 R (multiple reaction monitoring,
MRM) - i Pl ¥ ~ 2 & #% 7 /& (declustering

potential)£7 i3 i € (collision energy)4c-™ % o

L BIH s pn mi
, HE <+ 1 A L
SR ﬁﬁw_“ e (M)> TR’ROER

I €7 £ (11173 V) (eV)
. .\ 297 > 264* 60 32
Flunixin ESI
297 > 259 60 48
_ _ ) 260 > 216* -60 -23
Tolfenamic acid ESI
262 > 218 -60 -23

R4S
WFPIREEATA PR AT 2ZRE KT L2
R EAE
2.10. FHlFEm 2 § R T
HREEPRR 2 AT T REERZRE 20ul > & B2~k 4p
Bire M RY R 205 B BREAT PR A AT
el BRARTEAE L FTHEFE 5 £5 LR T
R g2 X 2T AR E N RN R &R F A BN

2z £ (ppm) :
CxVxF
be L RFARESMEZ 7 F =
%ﬁ%ﬂ A, F E ’lfj‘ ﬁ& ¢ g_(ppm) M x 1000
Cid AF T BRREFRRY L L3 A4 S/ kR

(ng/mL)

V:EBe2 7 1%7 ph2 2 %3 % M4 (10 mL)

M: P e etz £ 2(0)

F:#fsd# 4 bafi
CARETEL S % R o Lkﬂﬁ—*ﬁk’”"ﬁéﬁ+*ﬁ\/ﬁ» w 4% 4P
2 m 7(<100%) 0 F F A Rl T

D) £ F(%)
> +20
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> 20~50 + 25
>10~20 + 30
<10 + 50

il A% 22 LR & R F 2 57RES L 0,002 ppm e
2. WA PRI R LS T P A

—“;é;l%:

\\\?{r

1. Olejnik, M., Jedziniak, P., Szprengier-Juszkiewicz, T. and Zmudzki, J.
2013. Influence of matrix effect on the performance of the method for
the official residue control of non-steroidal anti-inflammatory drugs in
animal muscle. Rapid Commun. Mass Spectrom. 27: 437-442.

2. Van Hoof, N., De Wasch, K., Poelmans, S., Noppe, H. and De
Brabander, H. 2004. Multi-residue liquid chromatography/tandem
mass spectrometry method for the detection of non-steroidal
anti-inflammatory drugs in bovine muscle: optimisation of ion trap
parameters. Rapid Commun. Mass Spectrom. 18: 2823-2829.



