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o O B S OSFR B B A IS SR O — B BT IR BT S BE%E (PR 24~26 4E FE)
BKEVHOHMAEER —FHIMEORARUVZAMETMICONT

R ) Ay - A B 1k ] B H i !

T EIE S 115 iR &2 RRIC, K VMENR —FMEEMET L2720, IHBIECEME S 7 4
WX DB EDORG 21T o 72, HHEBREC SV @I DD, T7 2 —X L MR+ 7-
BB TELENTOIR:E SMEEEZERALE, £72, BRIV E, BRICHVIEMY 7 20%, 4
IRTINT YN Y BV REKE TH Y, EHKICIE, BiEEEEEO 2 MEOBBAEHRT 5
VBN o T2,

BEt LI irikic o <C, BEFBEDO A RTA4E3%, 7T8H BH, KW, FH, 7
BOE, 49, EbAH) oYM MR A i L (SINEE 0.01 &0 0.04 pg/g, & 2 £7=
X34 2 BERMBEEZ 1 B 24T, 372 B .

A RTA O BEMERZ LIk 0 E6X, BA, KA, FA, S, BINTH8H, 4k
WNEHADTHIOE L7220, MARGREREN/HE LN, REIXEEEZRBE—-F ok LTHEM
LEZoNT,

1. [FLC&HIC
LAY E R R IRE OB H I ML, SK 2. Ak
FEM DIFK DIRFSL T O DIEH S h, &£ 2.1 8%
PEMED M LIcHFEELTWS, —F, #EUcks A RTA L OFIRELSZIZ, BAE, KA,
ENTICEKERMA~FEE LSS, B b~ A, ST, B, FE, EbhbAaRoO0 THEEY
it S 7 O B D FEEL A B & T RTReME A RkbE L7z,
5, WA, KA, FRIEEEEICR L TR EDOK
Bhiy A E S O HNE, ERR 18 LD R YT Mz, 77— 7oty P —T~—X MRIZR
47 VR NHIEZRY, HHIxES 5 B 23 Kb 28 D ECTERY)—{b Uiz, S, HwINEAKEZMNZ
Ml7z, Zoked, ZEOEYHEF S %2 3R T, TOFFERY L, FH, FbHO
MOREE LS RINT 2 - FoiEnRO T IR OHERRETH D70, TOFEEH
W5, EOITESEATE DB EE~DOE L O Wz,
HIWHZ WD TR WX, JBEASEE O JERE) —b L7172, 50 mL AU oL il
HARTA 2 UL, YRR 2 4T 5 HOEIZS.0 gYE (EHAD20g) 275
ZERMEE IR T, EoIcEY, —30CTHAMRFLE, HT 5
B —oEPHESRGLORAET, @ HORTH £7213Y BICRE LT,
EIVRLRBLEMBAE YD THIGL TE RN, —
HEAENEME R 2 LB AR+ 72 2 5D 2.2 ®MEHKS
MERH-T-, T T, —FONEOEANH 3R L, BIHEIEN 115 & xt4
O EREE IR L, B oS EEED LT,
L7280, FHGESCEME L 7 A2 L HRREIC
DOWNWTHA Lz, MafoREE, X vifiE ok 23IBERRUVAES
JERFHL— FANTIE MG T 2 2 LN TE I, BRI, TR OIR S AR MERR & 8 B EEE & &
OF T Y MR AR BR 2 Fo e L, 24P 4 il MABbE TR L,
LD THET D, TG R MER IR ERE N (LUF, ARAi3R)

#o PL 813K LC/MS Mixl (v 7 7 K, ik

*1 K IR R AROK PEER K E IR B2 o &7 — B LT
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A RAEPUAD , PL #843K LC/MS Mix2 (¥ / =
VAl 4 20 pg/mL, FOCHIERER S (LLF,
EHEE) Mo HERLESIEER (7
274 F8), BAEELESEER (ALvE
V) 4 20 pg/mL 4 L7,

EBAEYE X, FieMisEfRo R o=
Vo, 7Yy, XYYy, Urak
YU, vy, BTV, B
TFNT, SutvlAyy, Vatv Ay
v, TR — ), TN TI F T A
Tz H =), T AT 2 H Y — VALK
v, TSI T T, BT UTIL, TRy
BT =), X RZS— ), NI TRy
BS—, MU FGRUES— L Fx) o, F
TROH =), 5-E KX FTRUOL Y —
L, AXRUHES—)L LRIV —)L, Zra bR
—)b, RS hA v, THYERXay, TaFs T
L, FUTVy, MT S AR, Auxh
L, FhTorgzry, Arryrarxzy, 7=
Xov, e RuarvFyy, RXERE T
gLy )y, ALV YA AT a—, /R
vy, VoavwAfvy, JI7r7F%0 3 0,
AT Ry, NIV Py, 77 87—,
T RAR— R, BEFPALY L, BT =T A,
TIX LN T2 )X ATFAR=Y T
vexHUy, 77X /L, /a7 AT =2
—J), ZuiTdz=a—)b, FT AT z=a—
v, x> rsu¥f=F, Zurtzror, V=1,
VIR, V7 IRV, KO~ KRT TP
v, RSt oA ) S A, FTv
Vo, AvT R~ vy, FATDNNRT L,
BKEMBRLZEREIHOT VL TR
k, X=Y=TFT~A2 0, TV 7 4= L%
AL, 2N b oEEEMNTITE h=FV L,
NN-T A FILHEAL LT I RE&EE2H VT 200~
500 pg/mL IZFREL L 7=,

ETORAGEER & EINERER &G DY,
1 pg/mL 225 K957 EF=FULTHR
L, BREEREKRE L,

Wix, i fo 7T =MV L (W
BEISH AR OLC/MS A, LR MeCN) , # X
J = (B BEHESHFA, LT MeOH) , K
(LC/MS ) , NNN-P A F AL LT IR
(Infinity Pure) % 7=, BRI RS O
Wi 7 2= A (Frfk) , &8 (LC/MS H) ,

25%7 =T K (Ffk) ZHWT,

FERA A Z 2%, GL ¥4 = AR S 3
DX T HETFTIN YA U BT T A
(InertSep C18 ; 500 mg/6mL, 1000 mg/6mL, LA
TCI8 BT L), 7I /77 Uikl
F1 7 v 77 2 (InertSep NH2 ; 500 mg/6 mL, LA
TNH2 T 4), =ZF LI T7IVN-T Y
U b U B v 717 A (InertSep  PSA
500 mg/6mL, LAF PSA 17 &) Z i, Bk:
FTHAVT T 7 4 V% —% ADVANTEC 8
DISMIC (L% 0.2 um, #i/KM PTFE) Z H 72,
HIFGAE—=RET AU R OBEE 2.5~3.5
mm DO % Hu iz,

2ABERUEE
TJ—F7uav oV —x A /EFRANY S »
X7y X —FV-F3, @m#lAET S A ¥ —IX
DREMEL #:% MH-1000 % 7=, 5.0 %0 B
1% B 32 TH$% himacCR20GII, Sigma t1:#! Sigma
1-15K Z# Wiz, 77y 7 EEMT,
EYELA # MG-2100 % A 7=,

LC-MS/MS % Agilent Technologies £1: % Agilent
1100 (F#EE 7 v~ 877 7) KO Sciex
B API4000 (HESHTIERE) & iz,

2.5 AIESEH

AT T AE, AR W E RE Al B 5T B AR
B L-column 2 (2.1 mm i.d X150 mm, K T£
3um) ZfEMH L7,

BEMIZ, A ®IZ 0.1%EBAKRIK, B iR
MeCN Z i L7z, 77 LA{EE X 40°C, FiE i
0.2 mL/min, #FEAREIZ 10l & L7,

AFALIEIX ESIIC L DR Y7 7 (Posi-
tive) M ONX H T 4 7 — K (Negative) TIT\>,
4y BT & — R IX Scheduled Multiple Reaction
Monitoring (Scheduled MRM) & L7z,

A A AT LV —FEJEIL 5 kV (Positive) , -4 kV
(Negative) & L, A4 A4 IR E X 500°C
(Positive) , 400°C (Negative) & L7z,

HPLC @ 7 7 ¥ = k&A1, Positive :0 min
(B 5%) —1 min (25%) —3 min (25%) —
12 min (65%) —14 min (65%) — 18 min (95%)
—21 min (95%) —21.5 min (5%) —30 min (5%) ,
Negative : 0 min (B % 5%) —0.5 min (5%) —
1 min (40%) —3 min (40%) —10 min (95%)
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KRR v 7 — 4

—15 min (95%) —15.1 min (5%) —25 min (5%)
&L,

MRM £f:1% 50~100 ng/mL o il Tdd L
Te &R Ry DIEER IR Z > ) YR 7 & M
WCEBE MS/MS IZHEA L, BEjRE#EIC XY

WE LTz, BERELORE, REN K S RAIT
TholeA A rzBRL, EEMA A ITHRE
L7 (£3) ,

2.6 HERIBRDFR

REBREIR O RIEZK 1-1, 1-2 12737,
2.6.1 BpY, BKA, 4B, I+, B, 430
HHES

WEHZ T 7 A B —X#) 3 g, MeCN/0.1% Xk
KR (9:1) 1BHE 20 mL (BB MeCN/0.1%
K (7:3) R 15 mL, 43L1Z MeCN 15
mL) Mz, FTTIHoMBLIIEE S Lz, I
&9t mOEE (1300Xg, 547, 10C) %
TV, EiEZS0mLAEA AT T A2 (B, 4
X 25mL &) I8 L, HEWIC ERRORK
15mL GHUN, FFIEHK TmL) 2Nz, #iKRE
I M OEmLSEEEITY, BEEEADbYEE, Zh
W pH OO0 IM BT T =7 LKIR
W% 200 uL & 1%, MeCN T50mL (FBUF, “F3L
:25mL) IZER LTI,

B, KA, FH, ST OVWTIEERLE
I 0 A B NT=72%, 6 mL & BIIZ
Y, mboyEE (1300Xg, 547, 10°C) %17
W, BRI A AR T2 RSB 72 S mL & 1 mL
AN EN T ARBRE IR L, BEKML T TR
#i L, MeCN T ImL ICER L7z,

BN, AEE, K94 mL 2BNICERY, =LY
HEZ AT WB B R IR 21572,

C18 777 2 (1000 mg) |2, MeCN 5mL, MeCN/
A (4:1) 1B 5 mL ZNAICEAL, 227 4
vazmu Tl E4Tol, TNICERLELEED D
B, Ak 0.4 g MY D 0.8 mL (FEIN, 4% :2 mL)
AM L2, 02%E W& A MeCN/K (4:1) &
% 7mL, 05%7 > F=7a&H MeCN//K (4:1)
B 3mL ZEIZEAL, &2 TO A %E 2 mL A
A& T 7 ARBRE (T L7z, B L7 AR
IZ 1M EERR T > E =T AJKEER 100 pL 200 %,
EHRRP T, 1mL LLF £ CHME Lz,

M L7= AT, MeCN 600 pL i1z, &5

104 2014

WCAKT2mLIZER LI, ZHET 4 LF—IT

wmL, RBREkE L, A%, RBRE®EMA

<WHEGAETX, =078 (10,000Xg, 10 57 fH,
0C) 2T\, BONT BB R E 7 4 VX —IT
WL, RBREKE L,

_61_

SUBE5.0 g 424

WwA, KA, FH, S

— MeCN/0.1% XK (9:1) R 20 mL
(E AR EE0.01%)
R
MeCN/0.1% EFEKIEIR (7:3) IR 15 mL
(XA 0.03%)
£, MeCN 15 mL

— 7 AE—X
RED 14314
B 1300xg, 5%, 10°C

LRy

RE D - b Loy

G
F—MeCN
E O S0mL (GE9N, 4% 25 mL)
%% H&lme (Y0, 3L 4 mL)
Dy e
| I, A,
| Lﬁ% | [ % ]
43 EﬁlSmL
N

55 W08mL  GHIN, 4L 2mL)

C18 (1000 mg)
a7 4vazv)”
MeCN 5 mL—MeCN//K (4:1) JEiZ 5 mL
H
D0.2% X5 MeCN/7K (4:1) RIK 7 mL
@20.5%7/5=78 4 MeCN//K (4:1) JRIE 3 mL

3

Gz
A

MeCN 600 uL, 7K
E K 2mL

TAVI=A0t8

FAIR

AMBRROFAR IO —



KRR v 7 — 4

2.6.2[FB5H#DDRAH

FOBHZ 30 mM FEfE 7 v = 7 AKIRIR 8 mL
EMNZ, BRICEMT L ETCETHMLIELD
L, FRROKBETIOMLICER L, Zhz
BRI, =L (1300Xg, 5455, 10
C) &7V, BERIRERT,

C18 777 A (500 mg) {2, MeCN 3 mL, /K 6 mL
ZIEIZEAL, 2T 4 va=r T aiTo7,
ZHIZ ERROWKR 2.0 mL (GUEF 0.4 gtHY) =&
fil, WHEZE T, 512K 3 mL ZHEA
LI R 2 #5C iz,

0.2% X 25 A MeCN/JK (4:1) IR 5 mL, 0.5%
T =T EA MeCN/K (4:1) 1RHK 2 mL % JIE
WCHEAL, 2 TOAHEEZ 2 mL A A& HT R
ARBREICEI L7z, EU L7 AR 1 M BERE T
VE= T LK 100 uL Nz, EHERE T,
1 mL AN E CRME L7, IBHE L7z AIRIC, MeCN
600 uL M %, EHICAKT2mLICER LT,
INETZ4E—IZEL, RBRERE LT,

#HEF2.0g
30 mM EERET /=) A K 7AHE 8 mL
14514

.

e D
L

o

1300xg, 543, 10C

4y B 2.0mL
I
C18(500 mg)
e | 1
woM
R R
D02%XeEH MeCN/K (4:1) 1B 5 mL
@0.5%7 /%75 H MeCN/7K (4:1) R 2 mL
w®E
MeCN 600 uL, 7K
JE 2% 2mL

TAVI=A0E

25" 4va=v)" MeCN 3 mL—7K6 mL

7K 3 mL

«

i

MEZGEN

RBRIA

1-2 HAMBRORHRIO— ([XEHD)

2.1 €€k

BRERITI~ MY v 7 ZIFIBERE L, BE
#iPHIX 0, 0.1, 0.5, 1, 5, 10, 20 ng/mL & L 7=,
IRAMEMERIT 20 L & 1 mL A A7 7 A2 |TH
0, RGBS EEIL TO2R WA R O BRI

104 2014

W (LT~ Y w7 ZAEH) 2 HWTERL 20
ngmL{&E Lic, 2D 20ng/mLiZE~ Y v 7
AR T 10,5, 1 ng/mL & 725 X 9 ICHmR LT,
S HIZ 1 ng/mL iK% 0.5, 0.1 ng/mL &72% K9
AR L7, 0ng/mL (X~ bV v 7 2RMK%E H
Wiz, AT ORS T RAF R B (r=0.99 BLE)
DS NT,
BHEREEGHOTFAI VLT UTN, K
BMEARNERO - LR EB-hLrARR
SIZoOWTIE, ARV TV FEETIE,
FE—INEELTVWDLHD, DT E—
JLELTERLE,

2.8 Z LT (M ELBR

YR RBR L, A KT A RS
X — D E BE I L 7,

WMREIX 2 RE L L, REEERZ R K
TR 0.01 KT 0.04 pgl/g & 72 % X 5123 E
IR L, 30 43 L B LTy & 30k oo Aif AL BE
EAT- 77,

YR ARBE, ofrE 3 AN 2R IT2 A
W GEA, KA, BI, 45, EbHD) KO
SME 24N 2T AR (B, ) o
THRE XY EM L, H5o iR,
Microsoft Excel Z T — ol & O 5 i 0TiZ
LD R T, BE, JMTRE, ENHEL
Kb,

BIRMEIZOWTIE, BMEOT 7 07 o
B — 7 HAEAS, TRINIEE 0.01 ng/g [T 58
FEDORERERR (2 ng/mL) 6B/ 5N 5 B — 7 mik
DIBRMTHDL EEFIME LT,

ERBILSNZ10 & 72 5 RER (BiED
~ MUy 7 AWM ER) OR/NREEE L, iR
IREE 0.01 pg/g LR THDHZ EEHFMELE LT,

3. RRUEBE
.1 AED®E

B M EE S O M EEIZIEX, MeCN X
MeOH, KEDERKTHEHEIND Z ENE
W O ARIORR DI BT 7 F LKk
N7 = A RZMAEWEIZEB VT, MeOH H1 T4y
NI HNTZT2%, MeCN Z W5 Z i L7z,
7272 L, MeCN DA TILH /37 BEAEERE L,
BB KENE Uz, KERESLZ L
Iz L7,
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Fe, RECRINRE BT D0, NER
PEDAZY UEEORDYICERmAE W0, fg
DWEIT 0.1~1% mitE CHREL I DB 20820
WD ERYE T CREERRS DS DT Y
KIBED ST D 0.1%E Lz,

W, RO D MeCN & 0.1%E BRKIE
BORBEEZ NS OB L, Z0ba2BALE
glicinz, mEREY A -z Lo H#BER
BTz, FOFER, HA 9L, HBIFTIDOLE, +
DIREIRENTET, FHITAKI R L, MeCN
DH TN TE I,

X HHDICDNTIE, MeCN— KR ZMNZ 5
&, ERSOFEENELT S0 ), 30 mM FERE
T =T AKIEHE (pHE) WD Z LT LTz,

B OMM R E R T D720, BA,
HIE, FHOK S g ITIRGIEMEKZ 0.2 ng/lg & 72
L E I, [EIUGRER & FE i L 72 (4% n=1) .

St 2 2 BTV GRA 20 mL X2, N,
430015, 7mL) , /KT 40 AR L 723 BRiE
WERE L, REX 2R, 3L 8
FILL E DSy TRUNE 70~120%N Th - 7=,

B W w| |11 |7
MeCN /0.1% &Mk KK (|9:1)
% 96 | 12|7
MeCN / 0.1% & [ /K ik (7:3)
4 95 911
MeCN | 115 5y

FY R (%) [170~120 [J<70 l>120\

2 BHUEBEICKDEINHERER (n=1)

3.2 BRE DB

BKEMIEL GEENDIREAE IR L BRE
T 5720, EHY T L TORMTIEEBE L=,
[EFH 5 Z 2 121E C18, PSA, NH2 7 T A (4% 500
mg) ZER L 3O AR S AR X < BN
D, MKORL D SHORHKEFR L,
WHRBRZ1To72 (% n=1) .

20 ng/mL IZA R L 72 IR AR 1| mL 2 & 7
T LA L, FWHIK S mL ZFEA L, K
2, WH LA ZRME L, KT2mLIZER
L7zbDxERELE, BREM3IICTAT,

-
>
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115 B4y

’ [FY R (%) E<50 [150~70 [170~120 E>120\

MeCN

MeCN/ &k (4:1) RK

0.2% X®EH eCN

0.5% T7/E=7& 4 MeCN

0.2% XM&4A MeCN/ /K (4:1) JRIE
0.5% 7v&=7& A MeCN/ /& (4:1) IRk
0.02% XE&AH MeCN/ K (4:1) RIK
2% TvE=TE&H MeCN/ K (4:1) 1BIE

M3 FEMEHSLOAHARKER (n=1)

3HEONTLADH L, CI8 BT ATHRHIK
MeCN— KB D HEIZ, &b %< O HBKY
EIWRHTE I, BEA A L HMEO NH2 KO
PSA 1 7 A CIEWAENE X, BH Iy
&L ol

a
b
c

d
e
f

8
h

-
>



TR R RREER it~ 7 — 4R

CI8 T LB WTIX, 02%XWmaa 7k b
=k U/K (4:1) BIR (e ¥R) 1T KD K
LRI CThotz, —FH, =V RAu~vA T %D
oy X, EEEOT VE=TEHH
MeCN/7K (4:1) J&i& (f, h #R) I X 2B HD
FIMBIFTH T,

L7=Wo> T, EMIECIS T 2z2HW, e &
N RO 2/ CTIHEHT D LIC Lz, TR
R A BT 5720, FREE 1000 mg & WD 2
iz,

EHHRODOEHAEIL, BEEZEETHSNZ N
72 ' C18 (500 mg) & — H HAIRS & - F
S, K3mL THDZEEL TN, e KO T
WCTHHTHZ Lic Lz, ¥EHI/K 3 mL Tl
WHT 2 B0 NN L 2R L,

3.3 AEDE hkDwEt

BERE AP L oMY (LT,
BRI H) <ix, RBHEO N OWHEITIT ) HE
T5, FREENPAR T+ THLEaT X I R—
varRlEEOES T ORNARS D, T
T, M TREOE MO, W TomED
FICHBEZRY, W7 A —X%N %,
FCHLLIIRE DT 251 (LT, #iRE D HbH)
ERRETL, &FEOMM B EEL R LT,

B, STICIRAEMERZ 0.01 pg/g £ 705 &
WML, MeCN/0.1% X KIEIKR (9:1) iR
WEMZ, FMHTEZ 2BV K LZ, KIZ
B 2 EBR T 2.6.1 1o TR L, [\
IR 21T o> 70 (BB L HE n=3) . R
2K 41257,

R, ST EBICIRE SO G, FEHE
IR 70~120%, FHXHEMERZ~E (RSD%) 25%A
iz 7z LT s 2 - 72, BIEE 50~
T0% DRy % Aot 5 & 9 HILL E T RSD25%A
W CTholz, LIZzN-T, LVEENHERIE
EOof A TS Z LT LT,

S ARERDIRE

A U 7o BRI IR T IR B T 2 RHER ) D B2
%%@ﬁékw,@ﬁﬁiﬁ&vb)yﬁx%
hg &R R R A e LT,
QWHgL,EAEEM%Om&UOM%@
EmnEolcmmL, EBRIE 2611 T
PR LR A E L (BIRE n=3) |

#1045 2014

RSD (%)
50.0

40.0
30.0 A
20.0 +

10.0 ~

0.0

0 50 100 150

RSD (%)

50.0 ~
40.0 A
30.0 -
20.0 ~

10.0 ~

0.0

0 50 100 150
AR (%)

O AT YA Y —I2 L BHE ML (n=3)

OHTAE=XIZLBIEL IHE (n=3)

4 BEBRTRESHBEICIEIERTDIM

2 JEFE A 70~120%, RSD% <25 (0.01
ng/g) KOV<15 (0.04 pglg) TholzDlE, ~
NU 7 AU B DS 104 AL ,ﬁﬂﬁiﬁ
MIIRY TH -T2, ZDZ e, KRR

E/%%%ﬁftﬁ“é%%#aﬁé&%z%htt&),
<~ hU 7 AR EREH VD Z L2 LT,

3.0 HLMFTMELER

7 B EXRIT, BE LI oo % S R
sk A L=, RER 1 OLBY A~E
WL, BB REZR 21T, KaBO
MRERIITRT,

SR, A QIREECHEE, FE O BEEZ
=LA ﬁéﬁé>,B<m%f%MTéﬁ
MEOBREELZMZT) , B (KEERINCTE
E, BEOHEELZMZT) , C QEECTEE
50%LL B 70%ATH, FEEEA BAEME A2 T)
D (A, B, B, CL4h) , E (HIERRE) & L7,

LA OFEIGIX, BA, KA, 4R, ST,
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1 Fli5E

FFAm %
2WECTHEMAW - LA T 256
A BE (%) (70 =~ =120
W (%) : <25, <30 (0.01 pg/g)
BE1T, =W <15, <20 (0.04 pg/g)
0.04 ng/g O 7 HEAE & i 7=
B =E (%) 270 =~ =120
W (%)
) <15, <20
BT, =W
0.01 pg/g O A H FEAE 2 i 72 3
B HE (%) 270 £ ~ =120
FEEE (%)
- 1 <25, <30
OFHT, EN
2IRE L HICLL T OSMEE-T
c BE (%) 150 = ~ <70
W (%) : <25, <30 (0.01 pg/g)
PE1T, | <15, <20 (0.04 pg/g)
A, B, B, C LI%+
QREETITELLPORET, RO
b WP 1 O THEEY
HE (%) 1 <50, 120 <
W (%) $25=, 30= (0.01 pg/g)
PE1T, | 15=, 20=  (0.04 pg/g)
- g BB OO FERRE 2
I TG E— I BREL
. WETE sy
- E RS A A i E 4

M A~D TR, E BRI O S A7 T

HWINTHK 8 Hl, FALNIEILADOTH 9 HI&
720, MRBREFREENELONT, 7 BAICh
720 FM A &7 o 7= DIE, 115 Ry H 66 By T
o,
EARRNCEHG A OWIZFEAN D OFIEG 23 & <,
#Al B, C IXEWEB TH -7, EICEY L
DX, KRAOEZ7 7Y OHRTHY, 7T
JE— 7 BPREEBRERCEE TIRICHEN
ol

X HAHOlE, i D, E Oy, KRiZ
Bl cdh o=, Z i LC-MS/MS & D
ELRHENEGEATHRWVWEZD EEZ DR
7=

HINTIL, FEAM B> O FNIE A3 FEAM A 2KV T
Mole, BT LD ES DL ADE, T
TRBERMOBNEER AN TV, holZ
ELEDRRE, T - ENEEZMZLTE
v, SEIOBNKEEORIIIMARICEEZLE
ZAbiLDH,

Al C, DIZEZM T DR 1E, HEORMIZ
PleoTWLEHENRELL, FFlIZIaxHh v,

®2 ZYUMAMABRER (B&A)

A B B' C D E Total
- 98* 1 16
s A (85 0 M 0 (14) 0 115
92 1 1 7 13 1
[z 115
(80) 1 @ ;e an @
97 1 5 3 9
+ A 0 115
(84) H @ 3 ®
& 7 o8 2 . 0 10 0 115
(85) @ @ )
90 2 12 1 10
&9 0 115
: (78) @ ao @O O
108 1 1 5
4+ A1 0 0 115
’ (%94) n @O @
b Ho 110 ! 2 2 0 0 115

O @O 2 @D

o B REARICRE S T D ko #
o BRI T 2E A (%)

N 7SRO EY—)L, axHh LYy, %
o= RREETHoT-, ZNHDOSITD
VWNTTUE, 1 AT RE 72 I R R P OB RS R O
FRRLEELEEZ N,

4 FED

HIKFEW) & %G, B EIE A 115 5o o
—HFNEE R L, M, BT 7 A
WX D HREDOHET 21TV, L0 U C sk R
IR aNTIE A LT,

W L= oTiElc >V, 788 (BA, K
W, W, S, BN, 351, 1TbHD) &%t
LI, ZM MR A i L7z, WA L7k
OEIEE, BA, KW, FRH, S, BIIT
¥8E, AR NIEHLAHAOTHIREZRD,
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No. PIEID e . WA KA R ST B R
(min) (m/z) #2 A B B C D
Positive

1 Cephapirin 5.8 4242 >2922 D E D D A A A 30 0 0 3 1
2 5-Hydroxythiabendazole 58 218.0 >191.0 A A D B' C A A 4 0 1 1 1 0
3 Sulfisomidine 59 279.1 > 124.0 A A B' B' A A A 5 0 2 0 0 O
4 Lincomycin 59 4072 > 1260 A A D D A D A 4 0 0 0 3 0
5 Lebamisole 6.0 205.1 >178.0 A A A A A A A 7 0 0 0 0 O
6 Cefquinome 6.0 529.2 >134.0 A A D D D D A 30 0 0 4 O
7 Ampicillin 6.1 350.1 > 106.3 A A D D A A A 5 0 0 0 2 0
8 Diaveridine 6.1 261.1 > 245.1 A A B' A A A A 6 0 1 0 0 O
9 Thiabendazole 6.1 202.1 > 175.1 A A A A A A A 7 0 0 0O 0 O
10 Norfloxacin 6.2 320.1 > 276.1 A A B' B' A A A 5 0 2 0 0 O
11 Ofloxacin 6.2 362.1 > 3183 A A A A A A A 7 0 0 0 0 O
12 Ciprofloxacin 6.2 332.1 > 2882 A A A A A A A 7 0 0 0 0 O
13 Marbofloxacin 6.2 363.1 > 72.1 A A B' B' A A A 5 0 2 0 0 O
14 Trimethoprim 6.2 291.1 > 230.1 A A A A A A A 7 0 0 0 0 O
15 Clopidol 6.2 192.0 > 101.0 A A A A A A A 7 0 0 0 0 O
16 Danofloxacin 6.3 3582 > 3402 A A A A B' A A 6 0 1 0 0 O
17 Ormetoprim 6.4 275.1 > 259.1 A A A A A A A 7 0 0 0 0 O
18 Neospiramycin I 6.5 3503 >1743 A C C A A A A 5.0 0 2 0 0
19 Enrofloxacin 6.5 360.2 >316.3 A A A A A A A 7 0 0 0 0 O
20 Sulfadiazine 6.5 251.1 > 1559 A A A A A A A 7 0 0 0O 0 O
21 Cephalonium 6.5 459.1 > 337.1 A A A D D D A 4 0 0 0 3 0
22 Sulfathiazole 6.6 256.1 > 1559 A A A A A A A 7 0 0 0 0 O
23 Mecillinam 6.7 3262 >1672 A A A D A A A 6 0 0 0 1 o0
24 Orbifloxacin 6.7 396.1 > 3522 A A A A A A A 7 0 0 0 O O
25 Azaperone 6.7 328.1 >165.0 A A A A A A A 7 0 0 0 0 O
26 Sulfapyridine 6.8 250.1 > 156.1 A A A A A A A 7 0 0 0 0 O
27 Spiramycin I 6.9 4224 >1741 A A A A A A A 7 0 0 0 0 O
28 Sarafloxacin 7.0 386.1 > 3422 A A A A A A A 7 0 0 0 0 O
29 Xylazine 7.0 221.1 > 90.1 A A A A A A A 7 0 0 0 0 O
30 Difloxacin 7.1  400.1 > 356.1 A A A A A A A 7 0 0 0 0 O
31 Sulfamerazine 7.1 265.1 > 1559 A A A A A A A 7 0 0 0 0 O
32 Morantel 7.3 221.1 >123.0 A A A A A A A 7 0 0 0 0 O
33 Cefazolin 7.5 455.1 > 323.2 A A D D B' A A 4 0 1 0 2 0
34 Tripelennamine 7.7 2562 >2112 A A A A A A A 7 0 0 0 0 O
35 Sulfadimidine 7.8 279.1 > 186.0 A A A A A A A 7 0 0 0 0 O
36 Sulfamonomethoxine 7.9 2812 >156.0 A A A A A A A 7 0 0 0 0 O
37 Sulfisozole 8.3 240.0 > 156.0 A A A A A A A 7 0 0 0 0 O
38 Pyrimethamine 8.5 249.1 >233.0 A A A A A A A 7 0 0 0 0 O
39 Mafoprazine 8.6 4022 > 193.1 A A A A A A A 7 0 0 0 0 O
40 Tilmicosin (cis,trans) 8.7 869.7 >1740 A A A A B' A A 6 0 1 0 0 O
41 Sulfamethoxypyridazine 8.7 281.2 > 1559 A A A A A A A 7 0 0 0 0 O
42 Cefoperazone 8.9 646.1 > 530.3 A B' A A D A A 50 1 0 1 0
43 Oxibendazole 8.9 250.1 > 218.1 A C A A A A A 6 0 0 1 0 O
44 Sulfachloropyridazine 9.2 2851 >1559 A A A A A A A 7 0 0 0 0 O
45 Oxfendazole 9.3 316.1 >159.0 A A A A A A A 7 0 0 0 0 O
46 Mirosamicin 9.6 728.4 > 158.1 A A A A A A A 7 0 0 0 0 O
47 Oleandomycin 9.7 688.4 > 1582 A A A A A A A 7 0 0 0 O O
48 Sulfadoxine 9.7 311.2 > 1559 A A A A A A A 7 0 0 0 0 O
49 Sulfamethoxazole 9.8 2541 >156.0 A A A A A A A 7 0 0 0 0 O
50 Sulfacthoxypyridazine 9.8 2950 >156.0 A A A A A A A 7 0 0 0 0 O
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51 Sulfatroxazole 9.9 268.1 >156.0 B B A A A A A 51 1 0 0 0
52 Erythromycin 10.1 734.5 > 158.2 A A A A A A A 7 0 0 0 0 O
53 Sulfisoxazole 10.2  268.1 > 156.0 A A A A B A A 6 1 0 0 0 O
54 Roxarson 10.2 2639 > 2458 D D D A D D B' 1 0 1 0 5 0
55 Miloxacin 10.3 263.9 > 215.2 D D D A D D B' 1 0 1 0 5 0
56 Oxolinic acid 104 2622 > 216.1 A A A A A A A 7 0 0 0 0 O
57 Tylosin 10.5 916.6 > 174.1 A A A A A A A 7 0 0 0 O O
58 Sulfabenzamide 10.9 277.1 > 156.0 A A A A A A A 7 0 0 0 0 O
59 Prednisolone 109 361.3 > 147.1 A A A A B A A 6 0 1 0 0 O
60 Ethopabate 109  238.1 > 206.0 A A A A A A A 7 0 0 0 O O
61 Kitasamycin 11.0 7724 > 109.3 A A A A A A A 7 0 0 0 0 O
62 Tiamulin Fumarate 11.0 4944 > 192.1 A A A A A A A 7 0 0 0 0 O
63 Sulfadimethoxine 11.1 311.2 > 156.1 A A A A A A A 7 0 0 0 0 O
64 Sulfaquinoxaline 11.1 301.2 > 156.0 A A A A A A A 7 0 0 0 O O
65 Hydrocortisone 1.1 363.3 > 3273 A A B B' A A A 51 1 0 0 0
66 Prifinium 11.1 306.3 > 86.1 A A A A A A A 7 0 0 0 0 O
67 Oxfendazole sulfone 11.4  332.1 > 300.1 A A A A A A A 7 0 0 0 0 O
68 Mebendazole 11.6  296.1 > 264.1 A C A A A A A 6 0 0 1 0 O
69 Josamycin 11.9 828.6 > 174.0 A A A A A A A 7 0 0 0 O O
70 Benzocaine 11.9 166.0 > 138.0 A A A A A A A 7 0 0 0 0 O
71 Benzylpenicillin 12.0 335.1 > 160.1 A A A A B' A A 6 0 1 0 0 O
72 Methylprednisolone 12.0 375.1 > 3569 A A A A A A A 7 0 0 0 0 O
73 Flubendazole 12.2  314.1 > 282.1 D C A A A A A 5 0 0 1 1 0
74 Betamethasone 122 3932 > 373.1 A A A A B' A B 51 1 0 0 0
75 Nalidixic acid 12.4  233.2 > 215.2 A A A A A A A 7 0 0 0 0 O
76 Flumequine 12.7  262.2 > 202.2 A A A A A A A 7 0 0 0 O O
77 Sulfabromomethazine 12.9 357.0 > 92.1 A A A A A A A 7 0 0 0 0 O
78 Trenbolone (o) 13.0 271.2 > 2532 A A A A A A A 7 0 0 0 O O
79 Oxacillin 13.4  402.2 > 160.1 A A A A B' A A 6 0 1 0 0 O
80 Fenbendazole 13.4  300.1 > 268.1 D D A D A A A 4 0 0 0 3 0
81 Virginiamy cin 13.4 5263 > 337.1 A A A A B' A A 6 0 1 0 0 O
82 Brotizolam 13.6 3929 > 314.0 A A A A A A A 7 0 0 0O 0 O
83 Piromidic acid 13.8  289.2 > 2432 A A A A A A A 7 0 0 0O O O
84 Menbutone 14.0 2593 > 159.1 A A A A B' A A 6 0 1 0 0 O
85 Nafcillin 144 4153 > 199.2 A A A A B' A A 6 0 1 0 0 O
86 Ketoprofen 144 2552 > 209.1 A A A A A A A 7 0 0 0 0 O
87 Praziquantel 14.5 313.2 > 203.1 A A A A A A A 7 0 0 0 O O
88 Meloxicam 148 352.0 > 1150 A A C A B A A 51 0 1 0 0
89 Dicloxacillin 15.1 470.1 > 160.1 A A A A B A A 6 0 1 0 0 O
90 Flunixin 153  297.1 > 279.0 A A A A A A A 7 0 0 0 O O
91 Triclabendazole Oxon 155 329.0 > 167.9 D D A A B' A A 4 0 1 0 2 0
92 Famphur 156  326.0 > 93.0 A A A A A A A 7 0 0 0 O O
93 Rifaximin 157 7864 > 7544 A C B' A D A A 4 0 1 1 1 0
94 Altrenogest 15.8 3114 > 227.1 D D C A A B' A 30 1 1 2 0
95 Carprofen 16.0 274.1 >228.0 D D A A D A A 4 0 0 0 3 0
96 Clostebol 16.2  323.0 > 143.0 A C A A A A A 6 0 0 1 0 O
97 Febantel 17.1 447.1 > 415.1 A A A A A A A 7 0 0 0 O O
98 Novobiocin 17.8  613.3 > 189.0 D D A D D A A 30 0 0 4 O
99 Triclabendazole 184 3589 > 3440 D D A D D A C 2 0 0 1 4 0
100 Chlormadinone 18.4 4052 > 345.1 D D A A A A A 5 0 0 0 2 0
101 Melengestrol acetate 184 397.2 > 3373 D C A A A A A 5 0 0 1 1 0
102 Tolfenamic Acid 19.2 262.1 > 209.1 D D A A A A A 50 0 0 2 0
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Negative
103 Thiamphenicol 6.2 353.9 > 185.1 A A D B A A A 5 1 0o 0 1 0
104 Cefuroxime 6.7 423.0 > 2069 A A A A A A A 7 0 0 O O O
105 Florfenicol 7.4  355.8 > 184.9 A A A A A A A 7 0 0 0 0 O
106 Dinitolmide 7.4 224.0 > 180.9 A A A A A A A 7 0 0 O O O
107 Chloramphenicol 7.6  321.0 > 152.0 A A A A A A A 7 0 0 O O O
108 Clorsulon 7.8 379.8 > 3439 A A A A A A A 7 0 0 O O O
109 Sulfanitran 8.9 334.1 > 136.1 A A A B A A A 6 1 0 0 0 O
110 Penoxymethylpenicillin 9.0 348.9 > 208.0 A A A A A A A 7 0 0 0 O O
111 Zeranol 9.7 321.1 > 277.1 A A A A A A A 7 0 0 O O O
112 Cloxacillin 9.8 4339 > 292.8 A A A A A A A 7 0 0 O O O
113 Nicarbazin 10.8  301.0 > 136.9 D D A A A A A 50 0 0 2 0
114 Diclazuril 11.5 4049 > 333.8 D D A A A A A 5 0 0 0 2 0
115 Oxyclozanide 12.2  397.8 > 1759 D D A A D C C 2 0 0 2 3 0
1) RT : Retention time : £ £FEF i

2) Tl T EHOEFE (A~E) O
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