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Method of Test for Veterinary Drug Residues in Foods -
Test of Flunixin and Tolfenamic acid

Log* R AR >2@* 43457 & L F (flunixin) 2 3= 570

fiz (tolfenamic acid) 2. # 2% -

2. B2 D HRMEBEREZZERE > URMET P BT HR
(liquid  chromatograph/tandem mass spectrometer,
LC/MSIMS) & 472_ 7 % »

2.1, %%
211 RAp kAT e B R
2.1.1.1. 33k 7 E 3+ 1 (electrospray ionization, ESI) -
2112 %45 CORTECSC18:2.7um- p j&£ 2.1 mmx 10 cm >
P s o
2.1.2. =% % (Homogenizer) -
2.1.3. 3 i# ~ 47 % % (High speed dispersing device) : SPEX
SamplePrep 2010 GenoGrinder® - 1000 rpm 2 F » & & & & o
2.1.4. & 4 (Centrifuge) : 7 & 5000 xg 14 F ¥ » & & 10°C14 T if
A o
2.1.5. 4= i % (Shaker) -
2.1.6. *x kiR & F(Vortex mixer) e
22, RE v R Y ERIDR Y AR K AT S REERL T B EEPLA
(sodium acetate) ~ # it 40 ~ & K8 ¥ p& = 4p (trisodium
citrate dehydrate) 2 #& # & 2 = 4p (disodium hydrogen
citrate sesquihydrate) 3ok * (R & 4 %) @K AL 4E 3R * &
¥ 5 B-9 & ¥ P pL H pF % i (B-glucuronidase - type
H-2 > z glucuronidase > 85000 unit/mL % sulftase < 7500
unit/mL) 5 3 5 K (v 7 et 25°CF £ 18 MQ « cm 14
F)E R R R SRR R
2.3. BEZ 4454 ¢
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231 g 1 50mL > PP # -
23.2. ¥ :50mL > &< -
2.3.3. 14 3L 3= F % (Ceramic homogenizer) : Bond Elut QUEChERS
P/N 5982-9313 » & & & & o
234, Z P R 7 moRFifR4E 4g- 2 Y4 19 EORRIFRZ
M 1lg% R¥pia -4 050 & ag o
2.35. Jg¥ 3442 0.22 um > PTFE # & -
24, Az AW
24.1.02 M iy phdph 5 e
FLo-prpegh 1.64 g0 4~ 2 325 -k 900 mL 3 jiF > vk fE R
AFEPHEDT 52+ 0.1 £ 43 -+ -k = 1000 mL -
242, 7 1% paz T AR
B~® A% 10 mL > 4c > & 3 & = 1000 mL
25, pEApin LB W
25.1. B 4pini A
Be? A2 0.5mLo 4c » 2 35 oK% =0 1000 mL > 50 i g
Pt BT EARAR Ao
252. #Efpia B o
26, HERR2 Y
Pok A3 R ELTVEERYEERLGOEmMg AT A Y
P OREARET X E D 50mL o (T L RERR o TRt B R
BRiRRE > 7 BAEI 1000 ng/mL > EHRER R
2.7. iAW
2.7.1. "Cp ~ NBRE gkl
B 2F 8 > P29 MR EXgsE Y o
e r BT E Lo 4o 02 MBrpeg 3 B 10 mL >
G F 0 0B A KRR 2 1000 rpm 4R 0 £ g
FU4RE 1A 480 4e ~ B-o § AL A% i% 100 pLo 3t 37°C
Kip P RFREL P PFE A r 7 1%P 2o %% 10mL o
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FEs FE o B A AR 2 1000 rpm 3R 2 0 R
FRF 1L AsE > P rFBF BRI F PRSP E o T
1P = ok Mg g o £ g i A FE R 1000 rpm
JEF AL R 1A 4+ 10°C > 5000 xg g 1A
4 o Bt ik 500 L (a) > 4e » % B3 -k 44 5 1000 plL
(b) » mE323 > KR > HiTHRiR
272, v+
BRI o HmER2mL Bt HS E Y o e M [T
PR LA der 02 Mprpedg 5 B 10 mL > F ¢ o
BE O FEAEUEE > 1000 rpm 4R F & 0 £ ezl iR T
a0 e~ B B ORRIERH RS R 100 pl o 2 37°Ck g ¢
KR L) e 0T Bk 2718 0 IR -
28. AT TR TR HIF

Bozoo A R 27.&AWE 2 P FiR o 25500l (@) 0 A w

bo r BB 0.2~10 plo £ 4o r 3 3T KR A 5 1000 ML

() mEBY > HFAT T REERZ R BT IEERGFR

R e A )Tha? RoF & Fo SPREL 2 G f » B4t

2 kR > A w7 02~10ng/mL 2 A F 7 Atk £

AR & AT B R A 2 ()

k17 : CORTECSCI18 > 2.7 um > pjL 2.1 mm x 10cm -
BEREZR CAREBRUTAFEREFHR AT

3

¥ (min) A (%) B (%)
0.0—-20 80 — 80 20 — 20
2.0—-6.0 80 — 20 20 — 80
6.0 - 6.5 20— 0 80 — 100
6.5— 95 0—-0 100 — 100
9.5—-10.0 0— 80 100 — 20
10.0 —» 13.0 80 — 80 20 — 20

# # 4p i ¢ 0.40 mL/min -
A~ 120l -
* ¥ 7 & (Capillary voltage) : 5.5kV 2 -45KkV -
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#r 3 k8 & (lon source temperature) : 100°C -
4o g f A& (Turbo heater temperature) : 500°C -
% it % ¥ (Nebulizer gas, GS1) : 50 psi °
#if B4 4o A 5 18 (Heated gas, GS2) : 50 psi -
BoplHE ¢ 3 £ & & 4 R (multiple reaction monitoring,
MRM) - o Bl&E+ ¥+ ~ 2 & % 7 & (declustering
£

potential)£? i % #c £ (collision energy)4-—™ % -

I san oma

) B+ ‘ ‘
i o TESEIMZ)> TR TR
I ¥ O = (1177 B Y)) (eV)
. . 297 > 264* 60 32
Flunixin ESI
297 > 259 60 48
) ) ) 260 > 216* -60 -23
Tolfenamic acid ESI
262 > 218 -60 -23

BIRGEE AT P ER Y L RE R L2
+

29. FHE&kE 7R T
HAEPHR2 AT REERZRE 20 ubo A B~ 2 dp
ﬁ]ﬁgﬁ"ﬁy’?‘zﬁ@ﬂ v R 2.9. 8018 2B T AT f’l‘ﬁ/li"%%gq
fei B RTERE 2L FTERZ S €7 B PIAPHES %
BOguns s T AR E N DR 4R 3 R NN

z = (ppm) :

CxVxF
Be 4R A EIRAE s 5B = —
B & ¥R 7 £(ppm) = ot oo
C:d AT " FkERRERRY & L3N 5702 kR

(ng/mL)
Vo EBieilz 7 1%° fez o A A (10 mL)
M: B 7tz £ 2(9 & mL)
F:ffpffes d bla®®
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PLAREALS e R ] LA HR LR RS WL RS AL
M {7(<100%) © % 3 FlheT

PHET A% G R
> 50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50

il A% 22 LR & R F 2 SRS L 0,002 ppm e
2. MY RS RBRES 2P TR B A -
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