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1. HHRORBRIEO KT
77X AT, FOMERKOHAER, KOMEREGGBIVEFZDOIRFIE L LTHEA I TWS, E7 2%
PAEME CTH D,
EHERMHAERHRS BnEESRSHES ] 1T STV D B S E & Ok R R EE S 2 1B
Fx. REBRIEORIEEIT -T2,
7B, EERROBEMIZ0.01 ppm& L7,
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2. HTABYEEM OGN, MEMEZEROMEE, RYEESICEE T D1
1) HE L OB L 2RI E
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{5 C2sH24N605S2
5y : 528.6
k24 (IUPAC) : 1-[[(6R,7R)-7-[[(2Z)-(2-Amino-4-thiazolyl)(methoxyimino)acetyllamino]-2-carbo
Xy-
8-oxo-5-thia-1-azabicyclo[4.2.0]oct-2-en-3-yllmethyll-5,6,7,8-tetra-hydroquinolin
um
inner salt
S Bl A~ P AORSIER R Bt 7 X AL L 0)
SPRME © AKITETITK K A 2 = i3 T I v (gt 7% 2 4L L70)
EafEBEESy (pKa) :2.51L2.91
ZEME PRI GREME T ICRSE T2 & nansd,
i RS EERSRS RSB SREE)
M HEE GRS 7% & BAZEZESHYAEELGHEES)

2) FEYEE

LORFAL FORE., O, 4FoOBE, oM. L 0.02 ppm

KOFA, KOREN, % OO EEHAII R T 28 O A K OWER 0.05 ppm

KO, & O OB AR T 2B Ol 0.1 ppm

KOE N, ORI, € OO BEEAIEICRET 284 O Bk &5 0.2 ppm

RO NEMIZOWTIX, B, ININEOHERE (MM34FEEAREREIT05) FH1EMHOH
A B ROBS B OB URT TR, PUEWE UHMEFRE R 2R E 25/ LT3k b

_1_



B, ] BNEH SRS,

[528r 515]
1.
1) ok
IR ENIEBMBOEENS | KOBENL ORI SOWTIFEIN DO EEZE NS . F O OFEHZ W T
ITERN D 2 — 8— 2 THEA LT,

2) LD L

O FofmPITIENEZRE . M —{b L7,

@ FOfRITHmAE RS . AP —b L7,

@ AOfTiEIL, A — b L7,

@ STIEAER (Raeate) a2 —bL7,

® 27EE, EEEHEMAL, 2RO RE (WK, AR ORZzET) 2% — L7,
©® LUZ&iE, HsabrE Mol —bLr,

@ ez L<RALTHHELT,

® HINT, BREFRIINA LI EZEDOETEIRAE LY LT,

@ BFHHOIFTZTEAMET L, IR (40°CLUUT) LThb, LEAELTH kL,
RO L, Efz i) —{b L,

2. 3L - K
n-~FHo . T Rr= UL (LLE, R EIEEER )
Xk, HieT t=v a (BLE, BRERERR)
74 Y+ (E7 A 545)
ZAF LV AR UESRI =N T L
(InertSep PLS-2, #CTA&500 mg, ¥ —x /LA = zfil)
Y7 X AREBEIERES (27 X% ARREEHE & L COMEEIT.S %, Ak T 3EM)

3. FEE
I =t
MS 2 Quattro Premier XE Waters
LC & Alliance 2795 Waters
4. PESM
LC &A%
VIR Inertsil ODS4
YA XA 21mm, B E 150 mm, KL 3 um
2t VA = AR S
BEEE (mL/min) 0.2
HEANE (uL) 5
717 HRE (C) 40
BEH AR : 5 mmol/L HEfET v & =7 AU
Bt : 7 h=FU




75T N
REfE(4) | AiR(%) | BiR(%)
0.00 90 10
10.00 70 30
12.00 70 30
12.01 90 10
17.00 90 10
MS S/
WEE— K MS/MS, SRM (EIRSE=41 > )
A A AbE— R ESI (+)
Xy 7 UEE (V) 1000
Y —ZiRE (C) 120
PR (°C) 500
a—2H A =3, 50 L/hr
YA 7T A 3%, 800 L/hr
al) Vg HA T3 0.2 mL/min
EEA A (mlz) +529—134[ =1 — 2 : 30(V), 2 U ¥ a T RF— : 12(eV)]
EMEA A (mlz) +529—396[ =1 — S : 30(V), 2 U ¥ a T RF— : 12(eV)]
PRFFRE O B 22 9%y
5. T&

Y7 X LARREEE A 0.1 vol% X ERICIAfR L, B 7/ AR L L CT500 mg/LOEMEFK 2R L=, &
7% ) MEHERGZ T b= KU L, FEELUVK (200 : 1 :800) JEIZTAB L. 00005, 0001, 00015,
0002, 00025, 0003% X, 0001, 0002, 0003, 0004, 0005, 0006if}*Z0.01, 0.02, 0.03, 0.04, 0.05,
0.06 mg/LOJEFE DIEAEARE 2 i U=, FEHERTKS pLELC-MS/MSIZIEAL, b7 — 7 HfE,N D
Mot i BARTE CRERR 2B LTz, RBRIRIES nLEZLC-MS/MSICIEA L, Gbh-v— 7 mig L Bk L7-

Bl ® 77X AOGEEZREB L,

6. WINECEO R

EiF, H72E, LUA, BINENTHAD (RINEE : 0.01 ppmAHY) : 3 kH0.0glc7E b= kYL,
XKL OVK (200 : 1 : 800) IR TR L7-& 7% 7 ARET mg/LOEERE 0.1 mLETML L <IRBE
L7=1%. 304 [FiE LTz,

LOFFAL A ORFEE OVER (BRI : 0.02 ppmiAY) : 3 kH0.0 gic7® b= F VUL, FEEK UK
(200 : 1:800) {RIECHB L7t 7%/ AR mg/LOMEAERTKEZ20.2 mLESIN L L <IEA L%, 305
A L7z,

ROB N ASINFEEE © 0.2 ppmAHY) : 3EH0.0gic 7 h=F UL, FEEUUK (200 :1: 800) 1EiK
TR L= 7% AJBE10 mg/LOEHERE 0.2 mLESI L L <IBE L%, 300 MIiE L=,
FOREN (ASIEREE : 0.02 ppmtHY) : 40COKIB TR S E7250kB5.00 giz, 7 h=FVU L, X
S OVK (200 :1:800) IEIK CHME L7727 F /) AJREL mg/LOFEERIKA0.1 mLIZT & 1 mLAE Iz
BA LIRIEETHIN L L <IRE L7ctk, 300 IAkE L7z,

7. REBRIAIR DR

1) BRIED T HERE

77X LEREN O ATV UFEETFTTTE b= R UL, FEEKLUVK (900 : 1 :100) IR Tt L.
AF LU AR UHEASERI = T AT L%, LC-MS/MSTEREK R LT,



O #h

a i, Il B, F. I8, AR ONELAO DA

B (B AHSLAN) 10.0 52200 mLiELEICE D RS T2, 13HA OO, #EH0.0 g% 200 mLizx
DEICEVERY . K70 mLEZMZ CTEN LT, 2T h=hUb, FEEUVK (900 : 1 :100) JRiE
50 mLE QR ~F%H 250 mLEMZ, ST FHA XL, 74 VU EEZEIKL ecmlZ8W 7= A& VT
1AL, 300 mLAE 7 7 A 2R LTz, A EOEREWIZT & b= KU/, FEEKLUIK (900 : 1 :100)
JRIE30 mLE R ~FH 230 mLEMAZ THRET T A XL, EREFRICAE L, Honi-AREEb
300 mLAEDRE— ML, FEZ200 mLEA A7 7 A2 B LEEE, 7T b= U, FEEROUK
(900 : 1:100) {B#ZMZT200 mL& L7z, 200 mLA 7 7 A 22, Z O 2 IEMEIZ40 mLERY |
A0 CLL FTIE B A DUMIA mLU R, 1ZHA20F18mLUL FECTEEL. 7 b= I LEZBRELZ, 2
DI K20 mL%& N 2B EHAFE Z21TVRES LT,

b fEIFOHE

#UBFS.00 g2 200 mLiE OEICEVEY , 7T b=FU b FELUUK (900 : 1 :100) 50 mL&E
n~FX 50 mLa Nz, REDTAAL, A YU LEEEIFL emlZHEN T AE HWTERS A L,
300 mLA 7 7 A2 ZHE L=, A EDOFEREMIZT v F=F VYL, $EAOVK (900 :1:100) JEi%30 mL
KO ~FH 30 mLEMZ THRETFA XL, iR FARICAE L, S5 A1E%E A D300 mLAE
MiEE— MIB L, KEZ200 mLAEA AT T AZE L%, 7T h=FUL, FELOUK (900 : 1 :
100) JRIEZ Iz CIEMEIZ200 mLE L=, 200 mLA 7 7 A 22, Z OhHK 2 IEMEIZ80 mLER Y . 40°CLL
TT8mLUFETEML, 7 b= VERE L, BEWICK20 mLEINZBERAEZITVIES L
77

© K
AF LV NARCBUVHESERI T LI~ N T T T 4 —

AF VLV NARCPUHEAKRI =T L (500 mg) (Z7 & b= b U A KUKSE10 mLAENEXRE:
AL R Z T, 2007 2O THLNIER Z A L%, K10 mLTHEZREZEVIABRIEA L,
MR T, RN TTE F= R U ALKROYK (1:19) JRiK10 mLAEAL, MEEITHE T, S5,
TER=RUKOK (1:4) BK10 mLAEAL, WHIKEZ10 mLEA A7 7 22250, BHRIZF
f210 pLZEMZ7=1%, 72 h=hULKOUK (1:4) BEKTEMIZI0 mLE Lzb OZRBAERE Lz,
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JERALIA « 388H10.0 ¢ (X B> 1 K70 mLINz %)
NENG - #k5.00 g

7 F=F UL, FEFEOUK (900 : 1:100) JRikHhH!

TER=RUL, FEEEUUK (900 : 1:100) #E#K50 mLE Ro-~F %250 mLENNZ .,
REVFA X

5| A, AR EOREMERD

W72 =RV L, FEREOVK (900 : 1:100) {BHE30 mLE On~F+4230 mLEMx
REVFA X

W5 A, AiREEDE., THEZ I

T r=hUL, FEEKOVK (900 : 1 :100) JRIK CIEMEZ200 mLE 9%

RERALAAN i #R40 mLAyEL, WUEEME, 77 = MU A ZFRE, K20 mLEMZIES

JERG « HhiHIK80 mLAyEL, JUERME, 7 b= F VUL &KRE, K20 mLEMNZIES

FLU VLo AR B EAKRI =0 T 2

|
|
|
|
|
|
|
l
B
|
|
|
|
|
|
l

[InertSep PLS2 (500 mg) |

7t b=~ UV KUKE10 mL T FHBES

BRI AT, /K10 mLTHEg

T h=hUKROUK (1:19) JEIKI0 mLTHES
TER=RFUAKROUK (1:4) {BH10 mLTHEH

WHIRIZXER10 WLEMZ 5

T2 h=hFUAKOUK (1:4) BIETEMIZI0 mLE L, REBREHE T2

[LC-MS/MSE &

5 uLiEA

8. ~ MU v 7 ARNERERIR O i

1) &

ERFFHSIRE (ERERAOHEEH)

EOFmAL O, FOE. AL OKORRIT., 77 o 7 EE 51 mLaBR UEEEZ2BRE L=
#%. 0.002 mg/LOFERERK]L mLICIAfELT-b D%, ~ MY v 7 ATRNIMEARERK L LTz,

2) WIMENGEERIZ BT 2 EIER100% L5 E GUE~ F U v 7 ZDORE~OZEM)
oA, FOREN, FOEL O ERIZT 7 > 7 Wi 51 mLy B LB A FRE L721%, 0.004 mg

ILOFEREYRIKE]1 mLIZIEfE L= b D%, ST,

ARE, LUA, BIFE NI HEADITT 7 0 7 IWIRIN G 1

mLy B LRI 2 RS L7217, 0.002 mg/LOFERERE]1 mLIZIEM L7-b 0%, OB T 7 > 7 Kk
2261 mLayB LRI 2 BRE L7z, 0.04 mg/LOEMERK]L mLIZEREL7-b D%, ~ MY v 7 AR
MR & LTz,
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1. HIERIEORES

1) LC&HH

a WIET 7 LOFEEA

BT X ) AOBRFRICIT R A s XTI U Y BNV T ATEREERIRETH o T2,
AtlantisT3 & Inertsil ODS-41IPRFFRFRHILISNO B — 2 0K, HEINE, BE L RIS TH o7z, S EIL,
Inertsil ODS-4Z£:H L7z, et L72HIE D 7 L% Table LITR L7,

Table 1 BEHIAWZHIE D T L & R

WEA 7 2 2 TR ()
Mightysil RP18 GP .
N 20mm, £ 150 mm, K f£& 3 pum B L 6.8
Atlantis T3
A 21mm, K& 150 mm, KL T 3 pum Waters 8.3
Inertsil ODS4

NEE 21 mm, £ & 150 mm, BRI FE 3 um D= aV P (e VS 83

4. WERFR LIEBBMHENTF — 2 28R L7,

b BEHS

7 X LOREFE, AT AR EHERT D720, BEWEITIN A D I M O 0O Pl Y & WEiR 7
YE=ZT LKLY, FERERWTToTe, 4. JESRMTIRTLCEMED 9B, BEIFHAZS mmol/LEHE T
V=T AFE 1L mmol/LEEREIZ LT, 0.02 mg/LOFEAERES pnLIEAIL X Al 5217 - 72,

Wefe L 0 bHERE T o E= U L2 HWIEBEHD 03, 7 F ) LORER BRI CTh o772, BEFEIC
135 mmol/LEFE 7 &= A& L=, MahiiR % Table 212K~ LT,

Table 2 BT v &= L & e CTO L

BEFHA v — 7 g PREFRERT (min)
5 mmol/LEEEE T > & =7 A 22870 8.11
5 mmol/LFfEE 3864 8.02
2) MSEA
A F o AkE

Y 7X ) DIEA A T— R TA A UAENATRETH o 7223, AA 42T — R TlIA 4o DR k270

Slfeh, EAAVE—REBER L, T2 —A 4034, WESRMEDOERA AL (m/2) &, AT
M AEKT-1KR D212 LTe, B 7 F 7 LOEHERR (0.002 mg/L) 5 pLiE AKRFIZH51T 5 S/NE A Table 3
2R LTz, SINKOSERIRMEDS B m/z 529—134% TE A 412, IRV TRIFTH - 7-m/z529—396% E A
AR LT,

Table 3 ¥ 7% /7 A®S/NE. (0.002 mg/L)
TV —Y— A F TaXy b A A A AbE—F SINLE v — 7 Mg

529 134 ESI (+) 113 2990
529 396 ESI (+) 54 1274
529 324 ESI (+) 29 334




ESI+ Cap 1,Cone 30 coll O
CEFQUINOME_MS1 30 (0.303) Scan ES+

100- szgy 1.67e7

%

530.4
] 3742 396.2
18.2 531.3
1 324.3 |
0 mwmwuwg““” bbb bbb ey M2
300 450 500 550 600 650 700

X1-1 7%/ LDVAART ML
A% UEiH : 300~700 m/z
BESEM - ESI+, CV=30V

(CV : cone voltage)

ESI+ Cap 1,Cone 30, coll 12, Des 400

CEFQUINOME_MSMS 15 (0.151) Daughters of 529ES+
100 133.8 1.64e7
e L .y
/’EE% ’Eﬁi 529.0
7 395.9
o
528.4
323.9 530.4
O SRRA w1117

50 160 | 1é0 | 2(50 25‘_)0 300 3‘50 400 | 4‘50 | 560 550
X1-2 7%/ L0707 NAFx AT ML (BERLKOEEH)
TV —Y—AF . m/z529
HIESME - ESI+, CV=30V, CE=12eV
(CV : cone voltage, CE : collision energy)

3) MREMROERRE

[42-1, 2-2 % O2-312F 7 ¥ / LA OMEAROHF %7~ L7, 0.0005 mg/L (0.0025 ng) ~0.003 mg/L (0.015
ng). 0.001 mg/L (0.005ng) ~0.006 mg/L (0.03 ng) &% 1*0.01 mg/L(0.05 ng) ~0.06 mg/L (0.3 ng)
D PEFIPHC BB Z R~ LT,



2000
1800 = 594171.42 x + 54.56
1600 R% = 0.9971
1400
£
| 1200 |
2 1000 |
E 800 |
i
600
400 |
200
0
0 0.0005 0.001 00015 0.002 0.0025 0.003 0.0035
twIX/LER (ng)
W =R
X2-1 & 7% L ERG)
6000
5000 | y = 851351.42 x - 57.68
R? = 0.9990
g 4000 F
|
4 3000
&
*E 2000 |
1000 |
0
0 0.001 0.002 0.003 0.004 0.005 0.006 0.007
twIX/LEE (ng)
W, =R
X2-2 ¥ 7 Lk ERG
90000
80000 |
y = 1317946.85 x + 5516.46
70000 g2 =g 9971
g 60000 |
l 50000 |
9
& 40000 |
=3
M 30000 |
20000 |
10000
0 , , , , , ,
0 0.01 0.02 003 0.04 0.05 0.06 007
wIX/LER (ng)
WY =R
X12-3 &7 ¥ SRR
= =N
4) EERR

0.01 mg/kg [ (10 mI/2 g*1) X (0.01 ng/5 pL) ]
5.00 g X 80 mL/200 mL (JERFDHE)
10.0 g x40 mL/200 mL (RIS DHE)

*1

T

T — K ALERAE E R E S O —

TR (7‘_73—) : TargetLynx (Watersf)
E— 7 OEREFE - v — 7 mtdlk

Fi ?@@"E /N ARE

MR Y — 27 O FEE : 0.0025 ng~0.015 ng

MEHRMEZ (a) :a = 594171.42
mREHRYIA (b) b = 554.56
T — A ALBRAE [ TE SR D — 1]

F§fE (X —H—) : TargetLynx (Watersfl)
v — 7 OERSGE V' — 7 HEE
RO /b Rk

BRI Y — 27 OFEE : 0.005 ng~0.03 ng
BEHMEZ (a) :a = 851351.42
BmEHRUA b) :b = -57.68

T A RLBREE L E SR O — 5]

HfE (A —H—) : TargetLynx (Watersil)
v— 7 OE R - ©— 7 gk
FREMROFEE « i/ Rk

R EEE Y — 7 O EE  0.05 ng~0.3 ng
MEAMEE (a) :a = 1317946.85
ey (b) :b = 5516.46



2. BRI OB

1) Vs

T 7 AR E VAR S AR OV TRE A T o T,

o~ TR R=RUL, TR, AF = K, DAFNVRNLVLET I RIZHONWT, B7F
Ll L T256 mga BIRIEES0 mLa W CIsfR 2R A T, m~FH> 7' = UL T AX/)—
JAFHBRTIRIERE S W L7, K TIIENRRE S ORGP BR TR SN, YATFAFRLLT IR
X AR CREDIERD b no 722, LC-MS/MSIZ L5552 TE L T\ bERH Lo 1z,
Wiz, E7% 7 5 ELT25 mga0.1 vol%XHe50 mLZ W CIafRzikAal-& 2 A, BHICK DR
DRD NI e olofed, EMZ DI ETETX ) ARNGEMLEL D B2 LN,

Flo, FRRICEZXR /7210 T2 mgaT7 & h=FU/b, LUK (200 :1:800) k50 mL%E H
WCRfR R BT 2 A, BRICE D RNEDRRO b laoTlz, XMEMZA5HZ T, 7 =RV
NWEMATIRK THE X ) ARSI ELZ LN THo T,

0.1vol%XEe L., 7 h=hr U/, FEEU/K (200 :1:800) EBHENFELEICET7F ) LAEERMHSET
WA DERT B 720, 0.1 vol% XM Tl L2t 7% A5 (500 mg/L) &7 & b=k U/, F@mED
7K (200 : 1:800) IR CHRM L7 7% AFHK (500 mg/l) ZhZhmnb, 7 h=hU/, Tk
UK (200 : 1 :800) RiiZMWTIERAIR L, E7F /7 20.01 mg/LARY OEEREZER L=, Zh
ZLC-MS/MSIZ THIE L., B —7 RO 41T - 7=,

0.1 vol% Xk Tl L 725Uk 72> & AR L 72 AE BRI (0.01 mg/L) ZJIE L7z & & 0 v — 7 k&% 100%
LD, 7 b= FU b, FEEOVK (200:1:800) K CHHEL L 725K A OEAERHTE (0.01 mg/L)
D FEIL98.9% Th - 7=,

LLEX Y, 7% 7 A5 (500 mg/L) OFFRAHEE LTI, 0.1 vol% XL, 7 h=hU /L, ¥
K OVK (200:1:800) IRIEIZIFAIZETH L LB X LV, 728, AR TIdE 7 X/ AOFHKHHELL0.1 vol%
WA TN L7,

2) BEMEIRIR DR ENE

7R MIRES GEENET) ICRSWHRE T2 E0MREND, LOBERRO o272, WML 2D
20K D, RBRISIEIIBIEORIKICT D Z ENEE LWEE X T, B, BUETTO® 7 X 20OLENE
BHRIIRHATH -T2, BEMEMHERT 5720, LLTOME #1772,

0.1 vol% XM CTHH L=t 7% LK (500mg/L) &, 7 h=hrVU/L, FEEUJK (200 : 1 : 800)
RIE TR L2 7% 7 AR (500 mg/L) Zi2hinn, 7 h= KU, FEELKOVK (200 : 1 :800)
TR CABGREE U 72 AR ERUR (0.01 mg/L) Z il (BBl 7 A%5%) ([ CRE LZEMDHEGRE1T -
7o BEAER (%) 1T HICE 7%/ SMEAEL OB VEL D 25D F - IR U - A HERIE & DEERIZ L
B L7, #EHE%Table 412777,

Table 4OFEFR LD, 7 F=1FVU /L, FEKLUUK (200 : 1:800) JRIEH ., WKFTRE CRISHEM D%
TEPED R IR T,



Table 4 FEVERIK DL ENE  RIFER (%)
A% (A) RAFLA# 1721 A #
0.1vol % P CHREL U 72 5 5> H Al 103 98
T R=FUL, FEEOK
(200 : 1:800) JE#KE TR L 2R HATR

102 103

EB, BEHIIICEWTIATFARNALLT I RCTHB LIt 7% ) ARRE A % 7 — /L CIRRAIR L7
BRI B RIS E— 7 mRENED LTS Z ENBIE SN, A X ) — VR TREETHD Z &N
FTREINTZTH, AZ ) — )V CHARHHR U 7R AR AR L, IBEERK D~ A AT MVETER LT,

91 AT U 7B YESIRS mg/Lze W -~ A A7 h L& KBIRT,

ESI+ Cap 1,Cone 30, coll 0, Des 400

CEFQUINOME_MS30DAY 13 (0.131) Scan ES+
100 428.3 1.38e7
J 460.3
< 384.3
| 416.3 482.2
Ot \“‘\“ \‘H‘w“\“‘ el “\H”\ by ““\ ‘\‘ { K\“‘wm

R e e e e e 11174
300 350 400 450 500 550 600 650 700

K3 ©7x% ) LD AARYT "L (A X ) —IVIRIK)
A% v #PH © 300~700 m/z
MESLE - ESI+, CV=30V
(CV : cone voltage)

m/zB29MBER I T, A X ) — VIRIRTT CO RO ATREVED RIR S 7= 728, ABRIETIIA X/ —)L
ZRAWRNWZ &L LT,

3) HhHITEORGT
a VSO MG
T R=NUL, FEEEOVK (200 :1:800) JRE T L7-& 7% ) MEREYSHE (100 mg/L) =7 &
k2 T100FE AR L 72 RN AR R AR (1 mg/L) 23RS L7z, 4DREN5 g&40°CTHNR, M@l =&, i
IAREYERE (1 mg/L) 0.1 mLANZ, X <IEA UFHEERE L 7=l 2 il iRt o it etk & Uiz,
IR OFHZBW T, B 7%/ 45K (500 mg/L) fHEUZIIARAE Tholzd, Tk hv, 7Tk F
=hr U, K, TEF= MU ILKROKDIBIRICOWTHIHIAS L U THWSD Z L S aTREDM RS L=,
TR LNOTE F= U, KT EZERIED 2 ERHKRN 2D, BRI ~F 200
ZHEW % 2 IR IR S ) — 7 RREIC T 5 2 & TR A RS 5 2 L & LT,

O7t b~
atHEES gl 7 R 100 mLAN 2 155 A€ DT A ik, 74 VY 7+ 22 S emlZ#HW 25
MAEHNCEE|AE LT, A EOEREWICT® F50 mLa iz, mEYFA X L%, LRt & FEEEIC

_10_



AL, T RUEESDY, T R TERIC200 mLICER LT-, ZOHHES0 mLAHLY | itk
IZTCTT7® b 2RE%. K20 mLEMX B SRAFE L, o ~FY 210 mLE Nz g aiT-o7-, /KE %[0
L7,

@7t h= MU AR ~FH

Bt HREs glc 7 b= b U150 mL, - ~F %250 mLZ M 2 155 MR T4 Afititg, 71 Y o+
ZIE S emiZEON T2 AR E O TS AR Lz, A EOEREMIZT 2 =K U /L30 mL, m~FH
30 mLZENx, REVFTA X LK, LitlFEtkizcABL, 7 =R I Eedabd, 78 =HFJ b
TIEfEIZ200 mLIZER L1z, Z OIS0 mLAH Y | JHERMEIZ Ty & b=k U L ZBREH, /K20 mL
Ze N Z R AR L7z,

@K KRy ~FH%

Bt e gl2/k50 mL, m~F 9250 mLA N 2 153 A€ U A At Lz, ik emno <y
gy tlpolzlzd, BLOPEEE, 71 Y 7 EEESKL emiZBW T2 AKE RO TRG A LTz, A ED
FERWIZAK30 mL, m~FH 230 mLEMZ, REIDFA X ULT%, Rl REEICEO R, AEL, K
J& %At K TIEMEIZ100 mLIZER L7, Z OfHHK4A0 mLAH: Y | BUERHETIC THRI20 mLE THRMEE .
ALV L7,

@7 b=hUAKOK (9:1) BEE R ~FH

WREREIS glo 7 h= R U LRUVK (9:1) JRIE50 mL, n-~F4 250 mL& X 153 HAE VA
%, A Y U EEE S emiZBW e AE W TREI Al Lz, A EOEREMICTE =1
JVKTOUK (9:1) 30 mL, m~F %230 mLEMNMZ, "EVFHA XL, EiglFtkicAEBL, 7& b
=R AKOIKBEEGEDE, 7 = RULKUUK (9:1) JRECTIEMIZ200 mLICER LTz, Z OHHIK
80 mLAEEY | JBIEIRAMEIC T8 mLLL T CTlfiE L. /K20 mLA NN X @8 H P ALE L 7=,

O~@DENETHE LN TIER Z 7 RBRIEK O OO A2 TORBRIAIR 2 ER L, HIEEIT- 7=,
Table5lZfitH = (%) Z/R LTz,

TR TER=RIATEETZ X AOMEEITIEN 7208, KELEFETER= RV AKRUUK (9:
1) IR TIE80% LA LD NG Dilz, EABEORGTCE 7% /7 AR (500 mg/L) OIS
B % N Z 72 WKIRVEIED A+ ThH o T2, gt Lzt 7% 2 AOFREHEE (0.02 ppm) TidAK~DfhiH
MNA[EETH > T2,

LirL, KEOn~FHr (1:1) OFE TORMBEAEIINEN LS A ORTIES L U405 EHT I\ T
LT Y 3 VOERPOE L BAEENRS DD ARBR TIIATRA L L,

T r=RUAKOK (9:1) BELEDTr~FV (1:1) OEGTOMBERETZ LY g D4R
MWEEACELS BT RIFCh o T,
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Table 5 fliHAEEC K D AR 6 OHliHER (%)

il v At R (%)
O7 & b 0
@7+t F= MU AL KTN-~FH 15
@K Pn-~F 89
@7 F=FU KO (9:1) JRIK o
K On-~FH

b fhHHEEEOIRAFIG O,

FOREEZRWEZTE b= U VKOK (9:1) IRES Ro~FH> (1:1) OFIE TORMEIEHEERE,
HRHIE & b BAF T o 728, IRIAASR O BB CIE RIS OREHIRD A & BT bOR D B0, T b
=hUAKUUK (9: 1) IEIEHOKROEIGIHBHROKR Z MK L THIL THE 7%/ AOfMHR)
BB DN, HERT5HUERS 5.

ZZ T, 7TE = MU AKRWKOFEEZEL ST ROMERZIT o 7o, BB E LTI, a il
HEAIEORE L REEICE 7% ) AT U 40lE 2 VT, 7& F= kUL L kDHRIS . a
IO O@ & REEOBAEEAT o7, fiF%ATable 6-LUIRT, T h=RrULKUK (4:1) BIEST
T h=hFUAKOUK (7:3) IBIKTITE X/ 2OHMHERR0% % FHEIS7-Z Lnn, KOEIEHEZ S
L7 X AOMHEMET T 2HENBIE SN,

ek, T =R UAKUK (3:2) RIETIREODBESLERBEDO T LY g L OERDPRD b
=7 BEMERIE B B IRak LTm,

Table 6-1 7% = F UL RUIKDEIG 22 S EIHE OFONENI b ofhit=R (%)

7 b= U ARUK fi= (%)
1:0 9
9:1 92
4:1 64
7:3 70

FROMERNS | FAD XD ITKGDZVEBDOGE, £ 7% 2AOHHENMELS 25 Z LR ES
Too WIS, FHHREGEZ BV E LT, fAEBI ¥R 2 N2 o2 et Lic, 78 b= U LK
AIBIR I FFED0.1 vol% & 70D K O IZXMma A, a fIHEEORETO@ & [FEROBAELIT o 72, R
ZTable 6-21Z7~ L7,

Table 6-2 7 & =k UL, FMEOKOEIEEZZLSETHEDOFDNEN 6 oftitER (%)

7 h=FUL, FREOKOEIS i (%)
1000:1:0 6
900 :1:100 90
800 : 1: 200 85
700 : 1:300 90

FMREMALZ LIZED, KOEEPHEATHZETHET7F/ AOMRNUE Lz, ABRFETIE, &
BHROAKRG BB L, o ~FHAHEF, 72 F=F U F@EOUK (900 : 1 :100) JERIC THIH
_12_



o hEERA L,
Flo AHEHIIN A o~ 203 A &0 SR K MBI B DFRED IR TE 5,

¢ 1 IHHITBIT DIKOFR

T R=RUL FEEKOUK (900 : 1 :100) EEZAWZHIHRFHIIB W T, X B A DD RENA S
LI olo, 1EHAD10glcxt L, 7 h=FU /b, FEEKXUUK (900 : 1:100) EHK50 mLTIiX7 & k
= MUV EEFEDLHODBENFHEL, AEOBRIZIEDLAHONET A MIBEL, E7F% /A0 bADE L
HIZETA MIRE LTI EBZ b,

XL HDIIHHRENEWZOIZT B h= NIV EREELTZ L Z 2 Do, IXTHHRO~ONIKEEL R
L7

MK EDRFHIIZEITE L NEEEE AW, ENETHEAD10 gl2/k %10 mL, 20 mL, 30 mL,
40 mL, 50 mL, 60 mL, 70 mL, 80 mLZRB|~ IZMIES L%, 7 h=FVU/b, FEEUK (900 :
1:100) JR#E % AV T200 mLICER L72EE, IKk70 mLUL ECTHIXE, & L7 h=F U VB LK
OSBRI N2 o T, 1THAO10 glZk LAKTO mLEMZ 5 Z & Tr & b= kUL BT,
YT A b~OEY AL GEREATRETH S 72720, X HHDIZ OV TINAKIBA BRI T2 HikE Lz,

_13_



2) WG EORGT
a =7 LOEFIRE

TR ERE & 72 D7D, 1T DCAN T 2BRIAIK A pHL L 72 S 1258 TH I 7 ATIRFFAEENR Y
~—HRI=H T LEHNNTHE LT,

AF VLTV AR B UOHESKRI =TT 5L LTInertSep PLS2, YE=/AX_XU B -NE=/L Y
ol RHLEEARI =T AL LTOASIS-HLBZ /-,

R=HT7 L% 7 F= MU KRUUKSL0 mLCREOVER L7z, 0.1 mol/LIEFE20 mLIZ & 7 % / AfEHE
Wik (1 mg/L) 0.1 mLZEMx AfrL, /K10 mL %, 78 b= FU KUYk (1:19) EH#K10 mL,
TER=RUAKOUK (1:9) BIKIOmL, 7 h=FU KO (1:4) JBiE10 mLZIEXRAEH SH7-
& X BRI ETable 712~k L72, OASIS-HLBTIZ7 & F=hUAKOUK (1:19) K10 mLTHEH
RO 57223, InertSep PLS2 TIIIAHNRO b hoTz, ABHRTIE, 7 =MV LKOK (1 :
19) IR TPeE A BE 72 InertSep PLS2% &R L 7=,

Table 7 X =0 7 L0 b DEFEHRIL (%)
7 h=FULKROK

77 A (1:19) 1:9 (1:4) &t

10 mL 10 mL 10 mL
InertSep PLS2 0 25 72 97
OASIS-HLB 46 52 tr 08

InertSep PLS-2 (£ TA&E 500 mg, ¥—=/LHA x> Rl
OASIS-HLB (F£TA & 500 mg, Waters#)
& £ 0.1 pg

b AF LUV E=ARUBUHEBEAKRI =0T LK SRR

a J=T7 LOFERRMNEREZ, A—D—DRRD2FEHD I =0T JIONT, IEHIRIOMERE1T
-7

T h=hUb, FEEELOK (900 : 1:100) K40 mLIZE 7% ) 2EHERTE (1 mg/L) 0.1 mL& I
Z. 40°CLLF T4 mLLL & CRUEIRME L, K20 mLICEEME L 7o 3RS 2 1ER L 7=,

AF LUV mNARU P URBEAKRI =N T 2% T b= b UL KROKSE10 mLTTRGEHE L-%, A
FL oV AROPUHBEAEI =0T H12Kk20 mLTER L 2R BiRit = A L, k10 mL, 7% bk
= RUKOUK (1:19) {10 mL, 7 F=FULKOUK (1:4) IBKI10 mLENERET S E7-E X
DT, EHRIZ Table 8iZ7~ L7z, InertSep PLS2X 1), SepPak PS2& # /K20 mLAfM#E., /K10 mL,
7 =R AKROUK (1:19) EFEIO mLTIIEHET, 78 h=FUAKOK (1:4) {B#K0-5 mLT
9FILL EDOE M, 5-10 mLT bk L— AR S vz, UL EX Y | SEHAR AN %, K10 mLIZ THF, 7
T h=RFUAKOUK (1:19) BKEI0 mLESHE%, 78 b=V AKOUK (1:4) EK10 mLIZ THEHT
L4 L=, 5L 72InertSep PLS2. SepPak PS2 & & [HEIGDFEETH -7-, 4 lAliXInertSep
PLS2% M L7z,

Fo. WEOE, 72 F=FVU L, FEKLOUK (200 : 1 : 800) JRIE TARPR L T DEEAERIED 7
N, TER=BFUAKROK (1:4) BIECHRRRLZEEAR XL b E—BRBBEFTH o727
O, RBRIERICHOXBE M2 HZ &L LTz,

Table 8 AF L U PV NARUB U IBEAIKRI =8 T 205 OBHIRI (%)
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K 7 h=FUILKROK

77 A (Bmy) (W) (1:19) (1:4 ARt
20 mL 10 mL 10 mL 0-5 mL 5-10 mL  10-15 mL

InertSep PLS2 0 0 0 97 tr 0 97

SepPak PS2 0 0 0 94 tr 0 94

InertSep PLS-2 (ECA®= 500 mg, ¥ —=x/LH 1 xil)
SepPak PS2 (£ CA&E 500 mg, Watersfl)
HEE 0 0.1 pg

c TFLUVTIV-NTa LY YL U B F NI =0T BT K DR

TF LT IV-NT eV UM Y BTSN =T AT b= h UL KRUUKE10 mLT T
WL, = F Lo DT I - N7 e ey Vb U 7w =57 MK mLCEfR Lz, wHNR
% Table 912/~ L7z, 7K mLAMHK & UVK10 mL T RAF 2R BIEEDS H i,

AF LUV ARCEBUVEGERI =N 7 AOHOKHCHREIFE T CORUR 7 v~ 7T AN
SN2 NS ARRBICBWUIZF LU T I -7ty Vb U AV =T A Vg
Mmool

Table 9 =F L U7 I -N7a /L UMb U BN =007 A6 OEHNRIL (%)

K
(R 57) () G
5 mL 0-5 mL 5-10 mL
30 55 11 96

InertSep PSA (X CA&E 500 mg, v—= /LA = R
HEAE 1 0.1 pg
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3. USHNENERER

O, FORE. SO, S, 97E. LUA, 4FH, BINL L HAODOIRMITKO Bz
MMZT2108 02 W CIEER L] 7. SRR O TR - THINEMEER 2 920 L 7=,

TINENNEER I 351 2 [N 100 Y% M Y OFEIEFEHEEIR AR5 D 7 7 v 7 50 R ORI DR/ 72
rnu< 877 LEMA-1~4-101T R LT, Fo, BREGWOT T 0 73 B O R % v VHIEIC L H2RERR F—
ENAFrrua~ NTTLNEKBITR LT,

1) BIRVEOFH

=1 ERMEOFTE 19180 BEE A BARBSSTT s

_ o PEE — 00 HERE ¥ - DEiEES i
No | piiEicen | mme |G | REE AR s e | e | BRI | S0k | maan| B | s | 8
wp e (pprm) EET | B (a) (b) EE (a)i(b) ’

RearE PN 20 FRFE 001 002 002 * | EERF | 001 = 0333 @i 0 #OMFOL [
@ Reln 0.01 0.0z 0.0z s« | EEFRF | 001 = 0333 @ 0 #OM/0! (@]
20 g 001 002 002 * | EERF | 001 = 0333 @i 0 #OMFOL [
b 0.01 0.01 0.01 EEFRF | 001 = 0333 @ 0 #OM/0! (@]
St E 0.01 0.01 0.01 EEERER | 0 = 0333 @i 0 #OMFO! (%]
L@ 0.01 0.01 0.01 EEFRF | 001 = 0333 \@m#E 0 #OM/O! (9]
3, 0.01 0.02 0.02 * | EERF | 0.01 = 0333 @i 0 #OMFO! (%]
#aEp 0.01 0.01 0.01 EEFRF | 001 = 0333 \@m#E 0 #OM/O! (9]
[FEAD 0.01 0.01 0.01 EEEREF | 001 = 0333 @i 0 #OMFO! %]
[ETOR= HA 0.01 02 02 EHE{E o2 < 0100 |mH 0 #OMOL ]

T BEEIL, BEREERRTEO RS0 ~REEON ppryEAL S,

T2 OEARE SR RIRES B Rs CEERM IEREIO MR, TERRR < 2EE< EERM X 3X0B1BE) 1013, D IPNFTRSNEG, TR IDFRSNI 5387 7
FiLEWE. FIRECFEAFREYN RS0, fik FERFREIRLO )02 FHNEE TR RN T ET 2.

3 FIDEERT RO B ATEL 7 B R DTS 2. CEEICEUTRBEAETI)

™4 B PO RED T RN FRE (BEHERE T EERFIRE) JTBSIT0 L3I0 Fo0 08B0 HERFR T INL R
TS OB EY — DD RES N - 1o 8BS 03 IEETROY — DEE (S 13 ReVETH R,

T8 @HEGED Y. BEY - SO FFEED HIESEISEST ARSI T0) EaLAGREIDIAT X FRET A,

10B AN OREHZ BN THEFEE — 27130 6T, BIRMEIIRIFTH -7,

FEREC F U D2 R AL A,

2) HE, FEROEERR O

#2 BEE. BERUTEERIOHEM B4R MEEA BRER SIS
Mo SRHRES P E(EFE%’? e | FIuRE EEEE?; BER [EIRZE(%) HE | HiTHEE SINEE® ® =
ppm) {ppm) (pprm) | ©FFE e | g | 2 | n=1 | n=2 | n=3 | n=4 | n=5 (%) | (RSD%) | Max. | Min. | F#a
IR 4 FOFR 0.1 0.02 0.02 # 778357 | 80 1 93 EM 25 L] 91 1 4 #OM0!
B 001 002 002 * 934308 | 124 | 1 98 EE] 99 EE) a5 EE 2 #DM0!
O IE 001 0.02 002 * 1325003 | 15 1 80 87 77 78 83 81 5 #DI0!
ks 001 0.01 0.01 45020 | 4 1 85 80 91 80 a7 85 8 243 | 158 201
51 001 001 0.01 005004 | B4 1 a3 EH a5 EH 93 03 4 242 | 242 242
[BEEN 001 001 001 1143240 | -67 1 89 85 a7 78 78 84 g 242 | 134 188
3, 001 0.02 0.02 * 851351 | -58 1 85 EE] 85 82 80 84 4 #DI0!
= 0.01 0.01 0.01 594171 | BE 1 26 86 a3 83 93 92 8 154 | 238 195
13542 001 001 001 48780 | -17 1 a1 102 | 88 g7 | 103 84 8 242 | 158 200
BOEIE 001 02 02 * 1317947 | 5516 | 1 98 95 95 98 a7 94 4 #DID!

T EE(EIT, BEERIBEDBSICIT—REEQD ppryEALS,
7 OENRENEERFBRECREGLESICL. [RIVRTING, TOHSITL, SNEOREIITETH S, RlE EERAOHEET.
T3 SN ORED PTRAETSA A —F(Mad) RUBRDEFSASE —2(Mn) DT TN SNIEFFRDS,

HEII81~98%. PHTHEIT2~8% CRAFZLERNE LN, £7-. EEBRAEEORMEINGERZ 1T
ST, EiF. 97 E, LUA, BIIE NI HADIZEIT D SINELOIHE)EIT188~242 T -~ 7=,
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3) EEIEFOHEE

=3 TEMRAOHET B BEEA BERRHITEY I
N . ; E—mHL 8
No.| BB LSH wga | TERR | ERE) AAR ;iﬁﬁ’j s N ENTREET AREERRE SN " =
o (oo | (PP ; ®eon | B’ | w1 | o=z | FEaee | ne2 | Fm | et [ oer | ewe | SN
tIF L 2D AREE o0t 002 0.02 * miE o 2318 2040 2180 2114 2180 2152 149 1749 101 164
4@ REfn 0.01 002 0.02 * miE o 5042 4685 4864 5423 4921 5172 184 184 94 184
ERoliid: 001 002 002 * ik 1] 7005 6643 6824 7382 TORT 7228 332 280 94 31
=T 0.01 o0t 0.01 miE a o #OIvf0l #DM0!
S 0.01 o0t 0.01 miE a o #OIVAOI HOWO!
LU oo 0ot 001 mE a 1] #HOIVIO! HOMAO!
3L 0.01 002 0.02 * 0.002 miE o 4622 5079 4850 4726 5214 45870 192 220 98 206
3280 001 0.01 0.01 mE a a #DIVIO! HOMAO!
IF5 4> oo 001 0.01 mE a 1) #OIV/O! HOMAO!
BOEE 0.01 02 02 * 0.002 miE o0 5935 5884 5909 5363 5725 5544 309 244 107 276

EEEIT. BREFRBED SEICIT~REEWD 01 pprm) ZHL B,
EERFOHTEHTOARRIBESEERFARLY BUDBE) 102, TP RTENE.
M PO IRED ERIRFIBLIRE I BLIIT, IS DE dLT (7 Uy DR FE AR
T DTN ‘ RO I8 Sz E FT B, (LEICELTREBFIETS.)
FEUOITE - ohs e his > ThUw B2 DB TS D EEEL DA EER 2,

Ph BRI M FRICTRY B —OmEE(RITES) O (%) Eskedd .,

FLYEME RS ORINEIGERER 21T > 72, O, FORER. o, FILE OB D 7 7 o+ 7 &
B ORI TR L7 E R Y EBIE DO~ MU v 7 ARIEEAERIR & TR U 7= A= YEATR o i
HEOSHIMEIFI4~107T% TH o7, T2, ~ bV v 7 RARNIMERERE OSINEE O EREIZ164~311TH -
7=,

EEBROHTICBITHRFEN R v~ N7 T L& K5-1~5-5l1T LTz,

a3

TR BN EIR T E LT 4R

ROFRIBERE EIFRRT B,

£

& ch

4) Bt~ b v 7 ZADRE~DE

R4 AT 20AEADEE LR L BAES DL 2
_ I SRR b bEHGES
No.| sstg:itets 285 fiﬁrﬁf g(%) ' ”?MF BE? | mls | .| v Snaiese EIREERA C_omhE| %
PP por) RV o= 0 | 7T sl n=2 4 T | ot | o2 | T | (BT
TIES L D FRe 0.01 0.02 0.02 0.004 e 0 4280 4108 4194 4048 4041 4045 1.04

Dl 0.01 0.02 0.02 0.004 miE 0 10629 9966 10297 10696 10412 10554 0.98
ERaliiitA 0.01 0.02 0.02 0.004 miE 0 12334 12348 12341 10882 11287 11095 1.11
&k 0.01 0.01 0.01 0.002 miE 0 5468 5704 5586 5391 5262 5327 1.05
S 0.01 0.01 0.01 0.002 miE 0 5801 6004 5902 5443 5860 5651 1.04
LLGa 0.01 0.01 0.01 0.002 miE 0 5181 5321 5251 5599 5450 5524 095
F3. 0.01 0.02 0.02 0.004 miE 0 11255 10853 11054 11497 11432 11464 0.96
/R 0.01 0.01 0.01 0.002 miE 0 5717 5721 5719 5872 5302 5587 1.02
[EE=F-"Ne) 001 0.01 0.01 0.002 miE 0 5358 5422 5380 5671 5682 5677 095
BEOEIE 001 02 02 0.04 haki 0 123977 | 119186 | 121582 | 121273 | 119982 | 120628 101

" R, EEERATO B0 —EEE0.01 ppm) ERL S,

" FAEINERES 515 I 100% 1R LRI T B LS 12, T35 DAL SRS T I I AR (7 U 7 AT BT R B

=

%]

7 Uy D2 FHIE
FEHIE -0
T U D2 N it
T b U DR FEAERR D R R

&

=

=

RDEI TS O EEEL o BERA A,
FROTHRBET S,
CHT A - JEE(RIZENO HERDE,

=

5

=

3]

IMENGRER 1T 2 BIGR 100%MHSIREICRD X HI2, 77 7B ORI CHE Lz~ MU »

7 AUHNEEREYRIR & TRIECRREL U 7- B MEVRIR O HIFE L O SEETY 0.95~1.11 Th -7z,

[#57@)

vI7X ) LEBED ATV UFEETRTTTE =ML, FEELOUK (900 : 1: 100) B CTHIH L.
AF LV ARCBUHEELSRI =T A THE L%, LC-MS/MSTE &K OWMRT 5 HiEaies
T 5,

[Z 3]

R anfiEFEs BniEoBamEE 7%/ 4
P ERAHEE 7% & RinZeELE B ERGEMRES
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PA=5=dl WA NN
1) WEGREBRIC BT ARFEMR 7 o~ N7 T 5% X4-1~4-1012R LT=,

=N =pan S =P
77 kL 77 vk
Cattle_muscle_cont Cattle_fat_cont
CEF111206_012 1: MRM of 3 Channels ES+ CEF111209_009 1: MRM of 3 Channels ES+
99+ 529.3>133.8 - 529.3>133.8
2.00e4 99 2.00e4

%

%

l |

1~ T T T T Time -1 e e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00 2.50 5.00 7.50 10.00 12.50 15.00
WINECEE N)IEEw S
Cattle_muscle_Add_1 Cattle_fat_Add_1
CEF111206_013 1: MRM of 3 Channels ES+  CEF111209_010 \ 1: MRM of 3 Channels ES+
529.3 > 133.8 . 529.3 > 133.8
99 40004 99 5.00e4
1 sl 1 8.91
& <
175 RN T e e Time L B B B B e B s Sl 111 (<
2.50 5.00 7.50 10.00 12.50 15.00 2.50 5.00 7.50 10.00 12.50 15.00
B UEVRE
FRAEIRIR
Std_0.004ppm Std_0.004ppm \L
CEF111206_009 1: MRM of 3 Channels ES+ CEF111209_006 1: MRM of 3 Channels ES+
90 529.3>133.8 991 .64 529.3 >510303§
] 0.63 4.00e4 .00e
& <
e o T T 1 Time ST e e e T Time
2.50 5.00 7.50 10.00 12.50 15.00 2.50 5.00 7.50 10.00 12.50 15.00
Y Vo S = = S —
X 4-1 4£OFFAD SRM 7 v~ k7' I X 4-2 DD SRM 7 v~ k7' L
7% 7 A (mfz529—134) 7% A (m/z529—134)
WO 0.02 ppm

USHNREE + 0.02 ppm
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A A/ A v

Cattle_liver_cont

CEF111211_039 1: MRM of 3 Channels ES+

- 529.3>133.8
99 2.00e4
s
I e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
N =an
NI S
Cattle_liver_Add_1
CEF111211_041 1: MRM of 3 Channels ES+
- 529.3>133.8
99 5.00e4
1 8.84
<
B e T L IL LI o o o E  E EREE S e o e anana N11]5)
2.50 5.00 7.50 10.00 12.50 15.00
Fh VRS
PRYEIAR
Std_0.004ppm
CEF111211_036 1: MRM of 3 Channels ES+
- 8.66. 529.3>133.8
99 5.00e4
<
I e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 4-3 DT> SRM 7 a~ ~ 7' A
7%/ A (mlz529—134)
WAONYEFE < 0.02 ppm

R, BN
AV /8 v 5
Salmon_cont
CEF111201_070 1: MRM of 3 Channels ES+
- 529.3>133.8
99 2.00e4
<
-1 e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
J =an
NI S
Salmon_Add_1
CEF111201_071 1: MRM of 3 Channels ES+
- 529.3>133.8
99 2.50e4
1 8.39
=
B I o L B o o R e ma el 1111}
2.50 5.00 7.50 10.00 12.50 15.00
Std_0.002ppm
CEF111201_066 1: MRM of 3 Channels ES+
- \ 529.3>133.8
99 2.50e4
b 8.39
=
B e I o L o o A B e e e 1111
2.50 5.00 7.50 10.00 12.50 15.00

X 4-4 &FOSRM 7~ K75 A
t 7%/ A (m/z529—134)
WINFEEE  0.01 ppm
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A A/ A v

Eel_cont
CEF111205_071 1: MRM of 3 Channels ES+
- 529.3>133.8
99 2.00e4
<
It e e e e e e [ime
2.50 5.00 7.50 10.00 12.50 15.00
N ESNIN
NlIEaw s
Eel_Add_1
CEF111205_072 1: MRM of 3 Channels ES+
- 529.3>133.8
99 2.00e4
8.71
<
[ .
B o D LI e o R e R e el 101153
2.50 5.00 7.50 10.00 12.50 15.00
Fh VRS
PR UETRI
Std_0.002ppm
CEF111205_067 1: MRM of 3 Channels ES+
: 8.79 529.3>133.8
99 2.00e4
<
-1 e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 4-5 972 XD SRM 7 a~ ~ 7 F A
7%/ A (mlz529—134)
WAONYEFE < 0.01 ppm

A A/ v 3

Corbicula_cont

CEF111205_043 1: MRM of 3 Channels ES+

529.3>133.8
997 2.00e4
=
-l e e e e e [ime
2.50 5.00 7.50 10.00 12.50 15.00
J ESSTA
NI S
Corbicula_Add_1
CEF111205_044 1: MRM of 3 Channels ES+
- 529.3>133.8
99 2.50e4
1 8.75
<
B R L o I R o o R e e e e 11113
2.50 5.00 7.50 10.00 12.50 15.00
Std_0.002ppm
CEF111205_039 1: MRM of 3 Channels ES+
~ 4 529.3 > 133.8
%9 2.50e4
B 8.80
K
B e IS e e e e e e 101
2.50 5.00 7.50 10.00 12.50 15.00

K46 LULDOSRM 7 o< 75 A
t 7%/ A (m/z529—134)
WINFEEE  0.01 ppm
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A A/ A v

Milk_cont
CEF111202_010 1: MRM of 3 Channels ES+
- 529.3>133.8
99 2.00e4
<
-l e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
N, =pan
NI S
Milk_Add_1
CEF111202_011 1: MRM of 3 Channels ES+
- 529.3>133.8
99 4.00e4
| 8.36
<
IS e e e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
i E YR T
PRYEIAR
Std_0.004ppm
CEF111202_006 1: MRM of 3 Channels ES+
99+ 529.3>133.8
] 835 4.00e4
<
I e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 4-7 490> SRM 7 1~ K 5 L
7%/ A (mlz529—134)
WAONYEFE < 0.02 ppm

A A/ v 3

Chicken_egg_cont

CEF111207_036 1: MRM of 3 Channels ES+

- 529.3 >133.8
1.50e4
5y
1.30
A A
-l e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
J =an
NI S
Chicken_egg_Add_1
CEF111207_037 1: MRM of 3 Channels ES+
g 529.3 >133.8
1.50e4
8.64
<
-l e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
Std_0.002ppm
CEF111207_033 \ 1: MRM of 3 Channels ES+
- 529.3 >133.8
99 1.50e4
8.63
<
e e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 4-8 FEIID SRM 7 1~ ~ 75 A
Y 7% A (mz529—134)
WINFEEE  0.01 ppm
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A AV /A v 5
Honey_cont
CEF111208_036 1: MRM of 3 Channels ES+
- 529.3>133.8
99 2.00e4
<
I e e e e e e [ime
2.50 5.00 7.50 10.00 12.50 15.00
N =an
NI S
Honey_Add_1
CEF111208_038 1: MRM of 3 Channels ES+
: 529.3 > 133.8
99 2.50e4
1 8.84
B3
I e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
i E YR T
PRYEIAR
Std_0.002ppm
CEF111208_033 1: MRM of 3 Channels ES+
99 529.3>133.8
| 8.84 2.50e4
3
1 e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 4-9 1THHHODSRM 7 a~ K75 A
7%/ A (mlz529—134)
WAONYEFE < 0.01 ppm

A A/ v 3

Swine_kidney_cont

CEF111212 012 1: MRM of 3 Channels ES+

- 529.3>133.8
99 2.00e4
5
Al e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
J ESSTA
NI S
Swine_kidney_Add_1
CEF111212_014 1: MRM of 3 Channels ES+
: 529.3 > 133.8
99 5.00e5
R 8.67
5
-l e e e e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
Std_0.04ppm
CEF111212_009 1: MRM of 3 Channels ES+
3 N 529.3 > 133.8
99 5.00e5
1 8.74
3
IS e e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

4-10 IKOEED SRM 7 a~ K75 A
t 7%/ A (m/z529—134)
FRINEFE 0.2 ppm

_22_



2) EERAOHEIZEB T HIRENR n~ M T LA %K51~5-51TR LT,

A A/ A v

Cattle_muscle_cont

CEF121028_003 1: MRM of 3 Channels ES+

529.3>133.8
100+ 3.00e4
R
- e e e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

< "V v 7 ARNIERELS K

Cattle_muscle_Spike_0.002
CEF121028_004 1: MRM of 3 Channels ES+
100 529.3>133.8
3.00e4
8.62
<l
0 T T e Time
2.50 5.00 7.50 10.00 12.50 15.00
g VRS
PR
Std_0.002ppm
CEF121028_005 1: MRM of 3 Channels ES+
100+ 529.3>133.8
3.00e4
8.61
<
O e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 5-1 £DOHAEO SRM 7 a~ =7 T L
7%/ A (m/z529—134)
B 1 0.01 ppm A2

A A/ v 3

Cattle_fat_cont
CEF121028_012

100+

1: MRM of 3 Channels ES+
529.3>133.8
6.00e4

%

|

T T e T
7.50

T Time
10.00 12.50 15.00

~ U v 7 AUHIEAERR TR

Cattle_fat_Spike_0.002
CEF121028_013 1: MRM of 3 Channels ES+
529.3 >133.8
100+ 6.00e4
8.62
=
0 T T T e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
N A RTE
TR IEAT IR
Std_0.002ppm
CEF121028_014 1: MRM of 3 Channels ES+
100 529.3 >133.8
8.63 6.00e4

%

O-Sr T e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

¥ 5-2 FOfEND SRM 7 v~ k75 A
7%/ A (mfz529—134)
B 0.01 ppm
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Cattle_liver_cont
CEF121028_021

1: MRM of 3 Channels ES+

529.3>133.8
1007 7.00e4
O\D,
0+ T T T T e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

~ MU v 7 ARNIEER TR

Cattle_liver_Spike_0.002
CEF121028_022 1: MRM of 3 Channels ES+
529.3>133.8
1007 662 7.00e4
N
0 T T T e e e Time
2.50 5.00 7.50 10.00 12.50 15.00
s D AN
Ay LR i
Std_0.002ppm
CEF121028_023 1: MRM of 3 Channels ES+
100 529.3 >133.8
8.62 7.00e4
B
0 T T T T T e e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 5-3 DT> SRM 7 a~ ~ 75 A

7%/ A (mlz529—134)
B 0.01 ppm FH24

R, =
A E/A v
Milk_cont
CEF121028_045 1: MRM of 3 Channels ES+
100+ 529.3 > 133.8
6.00e4
S
0= T T e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

~ MU v 7 ARNIEERR TR

Milk_Spike_0.002
CEF121028_046 1: MRM of 3 Channels ES+
100~ 520.3 > 133.8
6.00e4
8.61
!
0 T T B e e L1 (1115}
2.50 5.00 7.50 10.00 12.50 15.00
SR R e
TR AR TR IR
Std_0.002ppm \L
CEF121028_047 1: MRM of 3 Channels ES+
100+ 520.3 > 133.8
8.63 6.00e4
=
0 T T T T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00

¥ 5-4 4.0 SRM 7 a~ 75 A
t 7%/ A (m/z529—134)
B 0.01 ppm
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Swine_kidney_cont
CEF121028_064

1: MRM of 3 Channels ES+
100+

529.3>133.8
6.00e4
S
0 T T T T T T e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

~ MU v 7 ARNIEER TR

Swine_kidney_Spike_0.002
CEF121028_065 1: MRM of 3 Channels ES+
100~ 8.61 520.3>133.8
6.00e4
B3
0 T T i T T T T T T Time
2.50 5.00 7.50 10.00 12.50 15.00

TR AR VPR

Std_0.002ppm
CEF121028_066 1: MRM of 3 Channels ES+
1004 529.3 > 133.8
8.62 6.00e4
S
0+ T T T T T e e e e Time
2.50 5.00 7.50 10.00 12.50 15.00

X 5-5 KOENED SRM 7 g~ ~ 7T L
7% A (mlz529—134)
B 1 0.01 ppm A2
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3) T I RBOREFER R N—FNAF L u~ NI TAEX 6T LT,

O N

Cattle_muscle_cont

CEF111206_028 Scan ES+
. TIC
99 2.00e8
263 3.88
1117 11.73

13.51 13.99

%

9.02 10.08

-1- T T T T T T T T T T T T T 1 Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00
Hs N
AT N
Cattle_liver_cont
CEF111211_056 Scan ES+
g TIC
99 2.00e8
295 430 T
S 9.26 9.55 10.88 12.92 14.35.14.84
-1 T T T T T T T T T T T T T 1 Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00
O RE  BEIN
Eel_cont
CEF111205_084 Scan ES+
g TIC
99 2.00e8
| 288 *° 10.11 13.90 14.37
5 6.23 7 g78.05 970 12.3213.43. ’

I e e o e e e Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00
g N
L RN
Milk_cont
CEF111202_028 Scan ES+
TIC
997
3.90 2.00e8

11.50 13.41 14.94

I e e e e Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00
THAHo HERN
Honey_cont
CEF111208_049 Scan ES+
g 2.72 TIC
99 3.43¢8
=
8.06 9.01 g 13.59 14.03
345.85 7.23 9.9710.91

T T ) Time

T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00

EORERE IR

Cattle_fat_cont

CEF111208_025 Scan ES+

- TIC

99 2.00e8
376

13.7514.36
o.

%

-1 e e e e e Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00
S R
Salmon_cont
CEF111201_083 Scan ES+
g TIC
99 2.00e8
191

9.88 10.94 12.96.14.19.14.5414.88

I e e e e e Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00
L U RN
Eel_cont
CEF111205_033 Scan ES+

991

%

I e e e e e Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00

ORI

Chicken_egg_cont

CEF111207_049 Scan ES+
. TIC
99 2.00e8

14.83
| 1055 11 g4 13.19. 1450
S 193292340 493629,:766 g1 -9

-1- T T T T T T T T T T T T T 1 Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00
BEX. [l 3
RO g RN

Swine_kidney_cont
CEF111212_031 Scan ES+
g TIC
99 2.00e8

7.00
7.46

- 8.850.06 1082 1232138914 41 14 75
-1 e e e e o e Time

2.00 4.00 6.00 8.00 10.00 12.00 14.00

REO F—F N A Fu~w T T (Ax v &P : 50~1000 m/z)
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