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Lig* ol Amk > 2@ 2083 (L @ R A% 2E" 08 | - TR esPR
A&7 & L% (flunixin) 2 4= 570 | 3 & 57 & £ % (flunixin) 2 3= %75 E =l
(tolfenamic acid)z. # %% - fi& (tolfenamic acid) z. # % o L T A
2. B E CHRMEREAKREE R |2 w2 RMSEERERE S KE o
Beis o v dn KAt ¢ EE G & (liquid | B~fs o roipdn A At R B E G & (liquid | = TR 2B L
chromatograph/tandem mass | chromatograph/tandem mass B gLt IR
spectrometer, LC/MS/MS) » 47 2 = | spectrometer, LC/MS/MS) & 47 2. = 22 F o
e e
21, %% 21, %%

211 ReAp k4@ BT K ¢
2111, &+ & TR B
(electrospray ionization, ESI) -
2.1.1.2. k+7¢ :CORTECS C18:2.7
pm o poE 2.1 mm x 10 cm o 2 e

e

2.1.2. =% 4 (Homogenizer) -

213. % # A Fr X ¥ (High speed
dispersing device) : SPEX SamplePrep
2010 GenoGrinder® > 1000 rpm 4
oA RsE

2.1.4. 3. ¥ (Centrifuge) : 7 £ 5000
X gt Ko B 10°C TR g e
2.1.5. 3= % (Shaker) -

2.1.6. * kiR & F(Vortex mixer)
22, FE e 2 T EIDEY AR K
1705 Ak p e ~ 7 p > fiy L4 (sodium
acetate) ~ # 40 ~ E KR = 4
(trisodium citrate dehydrate) 5 & #5 &
& = 4 (disodium hydrogen citrate
sesquihydrate) ok * 2 & 4 % ; & -k
FRpL4EFR* A AT B-F F ORERERA
fi# ;% ;% (B-glucuronidase - type H-2 »
7 glucuronidase > 85000 unit/mL %
sulftase < 7500 unit/mL) ; & &+ -k
(v ® P 25°C¥ # 18 MQ-ecm M
F) AR FEEGUREER Y R
r‘-’%. o

23. BEZ R

231 Hsg 250mL > PP 1 -
232. FEFL 1 50mL > #&Hd o

211 Rip kv e BRI
2111 3 5 k TR B
(electrospray ionization, ESI) -
21.1.2. k+7¢ :CORTECS C18:2.7
pum o pos 2.1 mm x 10 cm o 2 B &

e ©

2.1.2. =% 4 (Homogenizer) -

213. B # BB A EIRTIBTH
(SPEX SamplePrep 2010
GenoGrinder® ) : 1000 rpm 12 F 5 &
B & o

2.1.4. 3. 5 (Centrifuge) : ¥ £ 5000
X Qb 5B 10°CH T g i
2.1.5. 4= iF ®(Shaker) -

2.1.6. & jm R £ F(Mortex mixer) o
22, FFE LR T RRIDRH R Ap K
1758 5 PRpFpE ~ T B& > fip fa4p (sodium
acetate) ~ # 40 ~ E K& HEL = 4
(trisodium citrate dehydrate) * & # i
@ = 4 (disodium hydrogen citrate
sesquihydrate)3a * F & 3 %% 5 & -k
BT AT B R
fi# % ;% (B-glucuronidase - type H-2 >
# glucuronidase > 85000 unit/mL %
sulftase < 7500 unit/mL) ; & &+ -k
(v &Pt 25°C¥ i 18 MQ-cm M
) AR F R TIREHR Y R

e ©

23 BE 2
2.3.1. #tsF 1 50mL - PP 4 -
232 F £ :50mL o 4kd o




233. M % ¥ ¥ % (Ceramic
homogenizer) : Bond Elut QUEChERS
P/N 5982-9313 » &\ fr 5 & o

234, X B R L 7 moKEifhdE 4
g & 4 1o~ E-kR¥FE=4 19
2R E -4 0509 A& o
2.35. g 1345 022 um  PTFE #
5o

24. ##zn

24.1.02 M iy phgph % e
Fer-prpash 164 g 4o r 2 dpS ok
900 mL 7% ji# > 4 kpp phed B pH E 1

52 + 0.1 £ 42 g3+ -k = 1000
mL o
2.4.2. /Z: 1% ﬁ/}k7 z ﬂ% //\/]Q .

B~7 A2 10 mL > 4~ 2 3 2 = 1000
mL -

25. #Etpn iAW

251 #dApn i A

B9 A2 05 mLo 4 r 2 330K né%»
1000 mL - .§4_//,§5’;3r-@//,§5 //,%/Ii’ o
HEARIB R A

252 B 4pizir Bl sy oo

2.6. ’]‘E—?‘//\ni” ﬁ‘*@l:
B’m/’»vp&# \?Kfri‘ﬂﬁ@’*%ﬂ%@w
Q5 mg HEEfLE > A u T AR
AfET . F T 50 mLo T L EE R
o Tt PEEE BRI RRR & 0 1
" FEAF L 1000 ng/ml o i iERAE
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2.7.1. Fp ~ NBRE Fpip

el M OGS B 2 g AR
R BAC Y e HEIST
F 13> 4%~ 02 M pp ﬁ‘i&@\iﬁh—,,z
10mL F%&u?*"lﬁﬁk
FE 1000 rpm 3 F & 1+ e E] 4R
flﬁﬂ%%ﬁﬁaﬁﬁmﬁﬁ%
& 100 pL > > 37°C-kip @ Kfg 1]
Prode 7 1%°% Bz e %3k 10
mL- F1ae g g Ak
¥ ** 1000 rpm & £ ‘r‘z—-’h;‘;%;ﬁ#)&;f
1ads 4 r E5% AT F LA
s f F N 4R i Bt ’Fﬁiﬁ

233. M % ¥ ¥ F (Ceramic
homogenizer) : Bond Elut QUEChERS
P/N 5982-9313 » & & & & o

234, FPB% kR 1§ moKEipLAE 4
g % 4 lg- mokR¥ER=4 10
2 R¥piE -4 050 AR&RE -
235, Jg" 342 0.22 pm > PTFE 4
o

24, #FH2AY

2.41.02 M pip pe g % e -

e pedh 164 g 4o r 3 B30k
900 mL 7% ji# > 4 kpy peed B pH B 2

52 + 0.1 F+4c2 33+ K% 2 1000
mL -
24.2. 7 1%" paz o 50

B~7 B2 10mL > 4 » 2 % & = 1000

mL -

25 BEpaR B W

251 BEApinie A

B~7 A2 05 mLo 4 x 3 830K l%l;\-

1000 mL > S im b i 0 Pripik B

HEqpinie A

252 B#pnir B o

26. HRBERR2L U

B’*i F R G ”’Cf"‘ﬁ‘@ﬁﬁﬁ * AR 5
N5 myg HaEfT o AT g

pﬁ4=l XL 50 mL» 5 4EE R

o TRt EEREERERIRRE Y

" prfF L 1000 ng/mb o i i AR
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2.7.1. vup v p P;ﬁ; LH

Efp bl o S B 2 g0 A

T B o e BBF
£ L3 4er 0.2 M fip phgph 32 7%
10mL Frgpeg i FE e
R i 32 E 5 1000 rpm 3R i 2
A EIRE A e~ B E R
FEFLH ﬁq,pnz 100 pL > ** 37°C-KiF
“J\ﬁ*l ‘04\:)‘;_410/0 fkz o
YR lomL FragpeE E oo M3
# e AT i&fhﬁé‘f%}ﬁ“ 1000 rpm

SRR LA R e
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KRB 0 L 2B A 4K R > 1000
rpm 4&F & 0 £ gzl PR 1 s T
10°C » 5000 x g & 1 4 48« B~ i
7% 500 uL (a) > v » 3 Hp3 -k KA
% 1000 pL(b) » 2 £ 353 » S "B
o TR

2.7.2. 34+

KR > FEER2 mL ¥
WHE E Y o b 2 ELIBT R L3R
e~ 0.2 M fEpe4h 3 e 10mL > £
] Vi A A T & ** 1000
rpm 3 iF & 2 £ Tl R L A b 4
» B-F B OMEEERLH BR5 % 100 pL o
¥ 37°CKiE R KfREL R T
Tk 27064 (7 IR o

28. AF T RRERLWIE:
Pozuofetlc k278U 2 G
o 2500 pL (a) > /»\‘;—J]%t%’fﬂ_g-
% 0.2~10 pL > f 4v ~ & Zp 3 oK
4% 5 1000 uL (b) > iR £ 323 ,f,L:f’r
i%%{‘f"“ fetg EAZ R RT7IEER
7R Ap R 17 ¥ %%‘*’é#é\’}‘r’fféif»
%o IR 2 L G A R 2k
B o & w8 i% 0.2~10 ng/mL 2 f—ik%i’f
™ fe e £ A

AP 4 8 m R R 2 )

& 47 ¢ + CORTECS C18 > 2.7 um >
pE2.1mmx 10cm e

B AR DA R BT A
i R A
R (min) | A%) | B (%)
0.0—-2.0 80—80 20—20
2.0—6.0 80—20 20—80
6.0—6.5 20—0 80—100
6.5—9.5 0—0 100—100
9.5-10.0 0—80 100—20
10.0—-13.0 | 80—80 20—20
#do4piniE ¢ 0.40 mL/min -
A~ E 120 ;,LL °

£ ¢ T & (Capillary voltage) : 5.5
kV % -45KkV -

PR B o 1 BATAEH B 0 F
e ST R 0 T 83 1000 rpm

T EART 1 A 3
10°C » 5000 x g &t~ 1 A 48 o B+ i
xi' 500 L (a) » 4v > 2 H5 ok i€ A
% 1000 pL (b) » iR £ 355 > SR B
ﬁ’%ﬁﬁﬁo

2.7.2. :

%—%ﬁ%ﬁ,bhg s HEEER2mL B

"f%ﬁ:u’? = e N P% ﬁ_‘i«j%ﬁ‘? 1;;‘ )
s 0.2 M Efedh 5 e 10mL> ¥
E=)

PR FE OGN R
48> 1000 rpm 4= F & v 7] iR
F LA e B FERER AR
% 100 uL > *+ 37°C-kip @ kfz 1]
2220 J‘z"\‘d’l},%fié 2.8. 1.5 i » 1%
ek e

28. BT s Hit:
Pzl R27T.8AERB L
i &B"SOO uL(a) )y Jo B e )\ﬁ'——lg-
B 02~10pul > £ 4 » 3 33+ k2
4 5 1000 pL(b)> R &£ 323 » k0T

%gq_ fete & &B R RT FIEEE
FiRAp R AT R B A TR A K2

ZoALSTREL 2 R G f o B R R
B o w8 iF02~10ng/mL 2. £
TR E A

AR AT B R g ()

& 47 ¢ : CORTECS C18 > 2.7 um >
mE 21 mmx10cm e

HEARA R A RS B R ANE
EREER AT
R (min) | A (%) B (%)
0.0—-2.0 80—80 | 20—20
2.0—6.0 80—20 | 20—80
6.0—6.5 20—0 | 80—100
6.5—9.5 0—0 | 100—100
9.5—10.0 0—80 | 100—20
10. 0—>13 0 | 80—80 20—20
# # 4p ik 0 0.40 mL/min -
A E 20 uL °

£ g T & (Capillary voltage) : 5.5
kV % -45KkV -




w3+ R R R
temperature) : 100°C -
e & g B A& (Turbo
temperature) : 500°C -

% 1 5 % (Nebulizer gas, GS1) : 50
psi °

#f B4 4o £ 5 B8 (Heated gas, GS2) : 50
psi °

BORIHC ¢ % £ & Rl (multiple
reaction monitoring, MRM) = 14 jp| &t
+ ¥ ~ 2 F # 7 & (declustering
potential) ¥ i 4 s & (collision
energy)4r™ % o

(lon  source

heater

# + R B A (lon source
temperature) : 100°C -
e A F ® A& (Turbo heater

temperature) : 500°C -

% 1 % % (Nebulizer gas, GS1) : 50
psi °

ot B4 4o £ & §8 (Heated gas, GS2) : 50
psi °

WORBCN L 3 £ K R @R (multiple
reaction monitoring, MRM) - & jp| &g
+ ¥ ~ 2 BE # 7 /& (declustering
potential) ¥ i ¥ s & (collision
energy)4cT % o

o S O o R
B [AE W SRS % FAE / [ SR F Py A

A M| m)> | & | LE A P | m)> | w| LE

U Args RV (eV) | Aras E'V (eV)

mz | V) my | V)

.. + | 297>264* | 60 32 . + | 297>264* | 60 32
Flunixin ESI 2975959 60 | 48 Flunixin ESI 2975959 60 | 48
Tolfenamic ESI 260>216* | -60 | -23 Tolfenamic ESI- 260>216* | -60 | -23
acid 262>218 | -60 | -23 acid 262>218 | -60 | -23
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29. WK E: F R E
HEEPKRRE AT T REE ARG
e & 20 uL > A WL o~ AR K 4T B B
TR o R 20,85 2 E A
Retwi 2 AT T kR B RIB R ATHE
HE 2 FTEEZE S EF R4
a3 ﬁﬁ}i(gi)g—j‘?aji X R A E
AR £ R R A NN 2
z £ (ppm) :
B L L3 A M 7R
(ppm) = —XYXF

M x1000
C:d AF " miEARTHRR? &
o3 3 7REL 2k B (ng/mL)
Vi EBstz 7 1% fhz o i3
% % 4% (10 mL)
M: P2 i 2 £ £(0)
F:fFfed, ¢ bla i@
AR R U H
i%iﬁi%%agw%aﬁ
(<100%) » % 35§ Fl4e T

Bt
PRI RE AT A P T
F 2 RE R LF AR LIEE o
29. #FwE% s 7 Epla:
HAEPHin 2 AT fth 072
ek 20ul o A WE O~ AR K 4T B B
FH&Re - % 29.8EER7FAT
Fetw it £ AT T e de B SUS R CTH
A2 FGERE S EF & plAp
s Vg 5 ey
FRNRMY &R F N SINE 2
z £ (ppm) :
B LA A NE 5
(ppm) = SXVXF

M x1000
C:d AF " mREEARLTHRRZ? &
k¥ 3 7R 2k B (ng/mL)
V:EBHiz 5 1% iz e %3
A (10 mL)
M: B~ d2 £ £(0)
F:fFfd d bla £¥
IApHES B REY TS HE T
B AT $H2 G s A @
(<100%) » 7 ¥ 4 4T




o $Ha 5 8 (06) | 3006 || | st 5 2 (06) | % 3¢ (%)
> 50 +20 > 50 +20
> 20~50 +25 > 20~50 25
> 10~20 + 30 > 10~20 + 30
<10 + 50 <10 + 50

Rt l AR 22 TR R

&R F R P RELS 5 0.002 ppm e
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