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ST BPTERATERR I Z AL I EET
PR 2 W B 13 1 B KR A
DSR4 RFRZ By

Lig* o A% 2@ 4% | LyE* PR A% 2243 |- T£: 80" 3
A &7 4 A F (flunixin) 2 3= %78fk | 2 %7 & A ¥ (flunixin) 2 3= =78 #AATEE ) Z
(tolfenamic acid)2. # 2 ° (tolfenamic acid)z. ¥4 % o Tgpo s > ¥
2. B E RMERFE AL S |2 kRS2 RS EREE R Hol ks &
Beis o iR An K 47 8 B R R (liquid | B~fs 0 iR AR K 45 ¢ B E ¥ R (liquid "L d& R OB T
chromatograph/tandem mass | chromatograph/tandem mass & e
spectrometer, LC-MS/MS) # 47 2. > | spectrometer, LC/MS/MS) & 157 2. > Pexm g p T
eI pEIR KEREL4E & T B-
2.1 KR 2.1 &R PR BRERY
211 iwdp K AT e B R 211 idp B AT P B R e i 0 B 7
2.1.1.1. %+ & TR 3 2111 33+ Gk TR B "R

(electrospray ionization, ESI)
2.1.1.2. K +7¢  CORTECSC18:2.7
pum>s pfE2. 1 mmx 10cm> & B & & o
2.1.2. =2 #(Homogenizer)

2.1.3. % & & fT X ¥ (High speed
dispersing device) : SPEX SamplePrep
2010 GenoGrinder® » 1000 rpm ! *+ >
AHTERTAZER o

2.1.4. -k;x(Water bath) : & a3 -KE
AL Bk 1CHp K o

2.1.5. .o 8 (Centrifuge) © # :£5000
xg I o, o® ;g_)gﬁlﬁlja-r #10°C 12T

= o

2.1.6. 3= ¥ (Shaker)

2.1.7. *x iR & E(Vortex mixer) °
2.1.8. Fidk B P T %k (pH meter) o

(electrospray ionization, ESI) °
2.1.1.2. K +7¢  CORTECSC18:2.7
pum>o pfE2. 1 mmx 10em> & B % & o
2.1.2. 2§ #(Homogenizer) °

2.1.3. % @ & 4T & % (High speed
dispersing device) : SPEX SamplePrep
2010 GenoGrinder® > 1000 rpm 2 *+ >
e g o

2.1.4. Zr.< #(Centrifuge) :
qgrit g EB10°CH T i
2.1.5. ¥ F % (Shaker) -
2.1.6. R & F(Vortex mixer) °
22, FE T Z T FRIDERY A K
1705 Ak pE e ~ 7 p& >~ fiF L4 (sodium
acetate) ~ # 4 ~ A KR IFHE = 4
(trisodium citrate dehydrate) % # #p&

¥ 15000
fra i e

22, BE L H R T ARIDET R ik
1705 ke > 7 B~ fif BL 4 (sodium
acetate) ~ #& K £t fik 4% (magnesium

& = 4 (disodium hydrogen citrate
sesquihydrate)¥ok * R & 45 & 5 & -k
PR g R * A 47 B-F F OMERER

sulfate, anhydrous) ~ # it 4 ~ 18 #gf&
4 (sodium citrate) 2 8 ¥ L & = 4
(disodium hydrogen citrate
sesquihydrate)¥os * & &% 5 B-F

B RER Y ;ﬁi % % (B-glucuronidase »
type H-2 » % glucuronidase > 85000
unit/mL % sulfatase < 7500 unit/mL) ;
3 k(R Rt 25°C T iE 18
MQ-ecmi4 b)) 5 & R F 2 3 SIREH
Br R 5 o

fi# ;% ;% (B-glucuronidase » type H-2 > 3
glucuronidase > 85000 unit/mL %
sulftase <7500 unit/mL); 2 &+ -k (+*
@ [Er25°CF # 18 MQ-emit +) 5 &

%R g FINE R Y L 5 .

23. BEZ
2.3.1. #~F 1 50mL > PPHF -
232, FEAL50mL > & o

TR TRk R
WRe= 4 -
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23. BELZ

23.1. g P 50mL > PPHF -
232, ZE£FL50mL v 4&d o
233. B % ¥ F % (Ceramic
homogenizer) : Bond Elut QUEChERS
P/N 5982-9313 » & r & & o

234, B pAE D 5w ok e e

4g~ & o lgs RIFFEH 1 g* RIF

Fed - 405g AR sE o
23.5. A0 34 /£0.22 pm > PTFEH

Ao

IR R AR B AT

T WL P o
24. #FE2 AW
2.4.1.0.2 M5 e 4 % timie
Feo-pppagn16.4 g0 4 ~ 4 S -£900
mLi% f& > ©UkpE e FpHE 2 5.2+
0.1 F 44 43 k@ 21000 mL °
242, 71%7 paz o i3k
Bo® A2 10 mL v 4c ~ 2 % i 2 1000
mL -
25 HEgpinie W
2.5.1. B#4pi%RA
Bo? E20.5 mL v 4e 3 HF R
1000 mL » 50k i g 0 B B 0T
FEARBRA o
252 #EApBa BT R o
2.6, TR 2 Fyl
&iﬂ%ﬂﬁﬁﬂﬁﬁ%*ﬁﬁw
& 95mgo AR A BT R
ﬁ*l TR EIS50mL > 1F5EERR
WA NPT TR R E L EER
R g o1 R 3 100 ng/mL >
R

2.7. ’lﬁui’ \:’%A‘ﬂ
2.7.1. U~ OBRE gk
%‘Jfﬁﬁ%". 'k7’f”?ﬁl§: » Br ]2g ‘H: %ﬂ—

RS F Y o RELBT T
13§ 2 0.2 MP$ i 4p % 7% 10 mL

FEpes g oo B A ATE E 211000
pmds i &L E F PR T 1A A A~
B- & MEAE L 3 % 100 pL >
37°C-Kig @ KfR1 ) o de » 5 1%°®
fez e % aRloml ¥ F e ¥ E

233. B F ¥ F * (Ceramic
homogenizer) : Bond Elut QUEChERS
P/N 5982-9313 » &\ o & & ©

234, FP% k| L 7 moKERPA4E4
g & e lgs m-RRIFR= Hlg2
BRiFFE - 4H05g 2Rk o

2.3.5. Jg¥ 1 34/20.22 um > PTFEH
*F.fr °
WAl A

2.4.1.0.2 Mpy fh4p 3 theige
FLP-frpedp 164 g e 4 3 -k900
mLi% f& > ©UkpE R FpHE 2 5.2+
0.1 F 42 &3 -kiz 21000 mL °
242, $1%° Bz ¢ R

B ? A2 10 mL » 4c > ¢ % @ 21000
mL -

25 #Eapni B

251 BEApBIRAC

Pe® F20.5 mL v 4 2 B RS
1000 mL - 5 B n > Pk B 0T
I ARBIRA -

252 #FARBIRB LK .

26, RMER 2 e
ygﬂgagﬁmﬁﬁw?ﬁﬁ%
L XSmg MR E AN BB
ﬁe#l T FI50mL s 17 ARE R
et Er g E R RRRE LT AR
232 1000 ng/mL » i F4R 23 7 o
2.7 Wiz

2.7.1. s~ NOBRE o

-5 ¥ 9717*”’?19 VB2 g0 MR FEfl
LRNHCEY o BEIET T
138> 4 » 0.2 MA§ e 4 ' 7% 10 mL >
Fr@pcpEoMFELAATEEN

1000 rpmik §F &« 12+ ezl 3R F 1A
& 0 4~ B- wk—}ﬁ:ﬁ*ﬁ& B % % 100
uLa%’\37oC J\/f’\t’ J\ﬁ’gpl ‘ 04‘:)\

2 1%" paz e % 3% 10mL> ¥+ 3
sE E 0 MR A frE E 211000 rpm

f—ku_—i,;ra;})aflﬁ » oA x
BBt R E E O EoET
PR B o bk BT A L B
i# AT A R Y1000 rpmdk B 0 £
S| 4R I 1A 48 0 +10°C > 5000 x gdft




r B i A AT R Y1000 rpmdk e
WA R 1A4 0 A B
¥ A T “%‘” Fape ? “"’,uiil:lp;;;rr, #”:‘f
&‘(’Pfﬁﬁéﬁéﬂh RSV A T
2% Y1000 rpmdR F 2 0 £ Ee 7] iR
flﬁff&:‘ » 410°C 145000 xg e 14
48 o Bt F/IQSOOML(a)’ﬁ)\é:%@‘_;
k¢ #84 51000 uL (b) » iR &£ 323
ﬁﬁ%@ﬁ’%ﬁﬁﬁo
270 st
ﬂl—%ﬁﬁg,w i o HmER2mL B
B p? ZF AT LI 4202
M fi 4p 58 i 10 mL > £ At 3
oo A HE R 41000 ipmiE
ANPIES S A5 A IEERTIPNY R
Ve g i "?ﬁ‘*/w %100 uL > *+37°C-K i

ORI e LT B 2,714 4
o TR o
28 AT etk B a2 0T

e v el o R2.7-8A s 2 At 7
o BE500 ul (a) 0 A B 4e ~ fRIEA
2~100 pl » f 4c > 3 B3 -k i 52
## 1000 pL(b) > R £323 » HiFHR
T RmESRB R RTAEERF
mmﬁs %%ﬂ%/ﬂfmﬁm R %
IR AR B AR
F AP SORERR 0 A B 102~
10 ng/mLz. A B 7 et & 4 o
AR R A5 B T R R 2O
& +7 ¢ : CORTECSCI8>2.7pum > p
f£2.1mmx 10 cm o

FEApA R AREBR T iR E
EBERR AT
P ¥ (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
# e 4poniE ¢ 0.40 mL/min -
A~ F 120pul o

4t~ 5 B % /& (lon spray voltage) :

1A 48 o B~ i 500 pL(a) 4t »
3 3+ oK% §84F 5 1000 pL (b) - iR
93 0 KREiBip 0 BT o
2.7.2. 34+

BRR 36 FmRER2mL
%ﬁ‘.m’g ¢ 4\1”}‘%%&”’??1%? » e
> 02Mpppegh % B 10mL > 3+ &
SR E R A n{;a%_’.‘lOOOrpm
:}ﬁjfg\i_l'lij;&fjl:}')éjfllj}ﬁ_, be » B-
7 B WFERLH AF I3 i 100 ul > »+37°C
kg KR P e T BRIR2.7.1.
B T TR o
28. AWtk Bz fiE
ookt R27.8 A WE 2 T
e EB500 Ul (a) 0 A B4 ~ HRER
%02~10uL > #ﬁ%éé’,pw ki %g
& 5 1000pL(b) > R &323 » KiFA
Frpek B R kT AFERE
AR K AT B PR A AT RRE L3 2
PSR R G fE 0 BRIk
Ko s w8 150.2~10 ng/mL2 AL F
fete & &
AR TR m R R EE 2O
& 47 ¢ : CORTECSCI18>2.7pum > p
22.1 mm % 10 cm ©

B AN T Ai #BIR T AL

TR A
P ¥ (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

#Fd4p ez ¢ 0.40 mL/min o

A r~E 120ul -

£ ~g.v @ /& (Capillary voltage) : 5.5
kVZ -4.5kV -

#r+ Jf & (Ion source temperature) :
100°C -
e #BOF R (Turbo  heater

temperature) : 500°C -




BT TS (BSINFE * 5.5
V o

£33 7R ap3 v (ESI)4 * 4.5
kV -

#r 3+ 8 & (Ion source temperature) :
100°C -

e BOF R R
temperature) - 500°C -

=

o

(Turbo  heater

% % ¥ (Nebulizer gas, GS1) : 50
psi °

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

BRS¢0 2 £ F R o R (multiple
reaction monitoring, MRM)- 1 jp| 4t
¥ o~ 2 F # 7 B (declustering
potential) 22 #t R it £ (collision
energy)ir™ % o

sl
P R
AT o (m/z) > %@ TR
‘ A ‘*(V) (V)

(m/z)

. + | 297>264* | 60 | 32
Flunixin ESI 2975959 60 | 48
Tolfenamic ESI- 260>216* | 60 | 23

acid 262>218 60 23
CREMS H

=R

it /?Jﬂl’-v—fiéz:\ﬂ]tﬁ-?p _Ep%, (& 5

f%’*ili“‘ag PQ{R_E | F_iE % o
29. FHERE Z A/EJ
ﬁ'ﬁ%%ﬁiﬁﬁwﬁ t £ A3

i 220 puL > & B~ dp kAT B B
Tk rz2.§f.m',£ EECE SRR L
Wik 2 AT etk B AU R AT R
M FGPEEE S ER R R
oo B OVgm 2 o 3 T 3 E N

EEIR R R WA T A

£ (ppm) :

Wi Y &R R ARSI 7R
_ CxVxF

(PPm) = 1000

C:d AP miERNLETRRY 4
Ro3 g3 SAREL 2k & (ng/mL)
VixP a2 3 1%7 fh2. ¢ %30
#4# (10 mL)
M:PHeotifetlz £ 2@ A
(mL)

7% 1“ % %8 (Nebulizer gas, GS1) : 50
psi °

ot B4 4o £ & 48 (Heated gas, GS2) : 50
psi °

BRI C % £ & & R (multiple

reaction monitoring, MRM)- } ;p| 4+
¥ ~ 24 F % % R (declustering

potential) ¥ i & it £ (collision
energy)4c T % o
B
—— 3} .
oy [ W SRS Py Fi g
LIS I T PR .
T aras V5 V)
mpn | M)
iy L [ 297>264% | 60 | 32
Flunixin ESI 2975959 60 | a8
Tolfenamic ESI- 260>216* | -60 | -23
acid 262>218 -60 | -23

L

AR EEE AT A G PF o R AT

2 RE &Lﬁ“?z? E_iE 2 o
29. #W|E%KE 7 ERIT
HAELPRIRE AT T ﬁo ' &3

% 220 uL o A Bl AR R 4T B B

FHR? o R29.&FEEEET AT

yﬁﬂﬁﬁﬁ fete £ 3 % o E

B2 GFTRERZ S E R BRI

$ap s 5p kR Vgml > ¥ kT Y

AR LR 3 A NN 2
£ (ppm)

WY AR A § R

CxVxF

(PPm) = T 7000

Cid AF RBERLTRR? &

R g de SS7RAL 2k & (ng/mL)

ViZPH2 1% iz o %3 %

8 4% (10 mL)

M: A2 £ F(gml)

F‘ﬁ%ﬁﬁ:dbmﬁ@

UAPHR T R R d T A % T

Bap LG g @ (S
100%) » % 3 § Fl4c T

A %R (%) | FF R

> 50 +20
>20~50 + 25

> 10~20 +30




F:fFf# s d bakw
LR AR RS H
Bl #2 e fide ke (<
100%) > % # § Fl4c ™

B4 55 R O%) | B %)
> 50 + 20
>20~50 +25
> 10~20 + 30
<10 + 50

il A% 22 LREERT 4
3 3 3 70E 5 5 0.002 ppm o
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s K& R ERE &N
g
g
B

miz 297 > 264

iz 260> 216

IR R
. g
g
B.

3
g

Bl ~ *4LC-MS/MS & {7 4 R % % 3¢ 3¢
7R fs 12 & 5.2 MRM B 3

<10 +50
Rl AR 2 LR &
K% & 3 5X70EES 5 0.002 ppm -
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