KAHEFIL, RBERBICBIT 2MEHRREE LD DO TH Y, MBRIEOFMICE L THEL
LTREW, B, MEEONA &M E 23 HRaliRik & ORICHE S & 2581213, mamE
TETRRBRIENEE T 52 L TRELSIZS N,

A H AT = RERIEDO MG R

1. BHEROSRBRIEDORT

ABB A VT 2 AFLIAFNI N, 7 vy S A o AR KD B SN BRIR b= — LR
DOFBFITH Y FEEAKICEG T AT B FILCOANNERF Y T —BEHETDHZ LICk &Lk,
BINEMEEZ R T LD LB LN TN D,

M - g RS R SRS BRI - BPAEELBSREIC O N T [ZRRfshTnd
B S E R OFR R R 2 I 2. RBRIEDOBIE 21T o 72, 3. BZEI0519%15 (EAk224E5
H19H) TiE, AR AT Tz &iX, BEVEOHENEIZH > TIAE R A7 = RUGEHPML
(4-B FaXxi-3-A v F-1-AFH A 0[d4d] ) F-3-2 24 ] ZAER AT T2 CHRE LD
DDOFEN, FBEMIZH > TE, AtrAT 7oy, RPEYMIEZ AR AT 7 2 IZHBE L0,
RFPHM2 (4-B FEFT-3- (-8 KX AF L2, 6-DVAF)-T = =)L) -1-4FH A’ r[44]/ F-3-
TU2-F ) BAYR AL T 2 U NIHBE L2 O OGEHIIM2OI AR E A 0 AT = ITHE L
TboofMaEns Z L, | LT 5D, BRI T 2R, SRR X X8 H ESE S Oy T
HOLWEDORBPIEICBIT DAL R AT = OEBIEREBRIEN R ISILTWD D, EKEDC OV TIERH
PM2 K O DRI EDNIERRITE ENTWRWY, D EaZE L, /iR fSnftsy
Bl ot ) ISR S LTV D B S B e O VB R 2 B & 2 L (UM & O O fa &4 %
TERT G E LR BRIE DR 21T o T2,

i

1) K gmd

AR AT =

4-v RO ¥ -3-ALFL-1-F XV A 0[44] ) F-3-=2-4> (LT, TREML Lo, )
4-t FuFx -3 (4t RaFTAF -2, 6-VAF V-7 =)L) 14XV A a[44] ) F-3-10-2-
Ar (LLF, MUGEHHM2) 2o, faaiREte, )

2. RSB OREEN, WEM LRV N O EE (C R 2
1) &AL OB 2R

AR AT v REHIMI FEIM2
@)

CHa My £ C(CHa)s o 7 “on il 7 “on
rneef L0 O
CHs /<::] CHs 2 CHs g

5 @) O O

AR ATT 2

b2 : CasHz004

538 @ 370.48

{b#4 (IUPAC) : 3-mesityl-2-oxo-1-oxaspiro[4.4]non-3-en-4-yl 3. 3-dimethylbutyrate
S B EAKSE JRUVVRRE R

O :1.13 glem?® (20°C)



Ml REARTIL . 98.7°C. FEAnT2 : 96.7°C
w5 >350°C
FREJE 1 7X10% Pa (20°C) . 1X10° Pa (257C)

WERYE - 7k 0.13 mg/L (20 C)
N-~7%2 23, ¥ 3250, v/ unAX L >250, 2-7'vsN ) — b 115,
1-A2 %=1 60, RUTFL 7Y a—L 22 7 hr>250, Fifg—F /L >250,
TE F= R UA>250, PAFIALZLERFL R 5 (BLE g/L, 20 C)
G 2 ) — VK GTEAREL : log Pow=4.55
ZENE © 250°C £ TRE
Koy e - 53.30 (pH4) . 24.8H (pH7) . 43H (pH9) (LIE 257C)
(HH8h - JRIEPDER)

KEtMm1
b3 : C17H2003
Sy rE 272.34
b4 (IUPAC) : 4-hydroxy-3-mesityl-1-oxaspiro[4.4]non-3-en-2-one
AREJE : 7.2X107 Pa (20°C) . 1.5%X10% Pa (25°C)
RN - 7k 0.019 (pH4) | 18 (pH7) | 1800 (pH9) (LI E g/L)
F 7 ) —KABARE : log Pow=3.1 (pH4) . 0.2 (pH7) . -1.8 (pH9)
ISy ftt - pH4A, pH7, pHOTZE (25°C)
(HHsh - JRIEPDER)

M2

b7 CrrH2004

5y : 288.34

{b574 © 4-hydroxy-3- (4-hydroxymethyl-2, 6-dimethylphenyl) -1-oxaspiro[4.4]non-3-en-2-one
g Bl B

2) FLUE(E

EDFA 0.02 ppm

EDfEN 0.1 ppm

DN, A DOENE. Ao 0.2 pppm
. 0.01 ppm

faJr¥E 0.06 ppm

[5EBR 515
1. 3
1) A
I IRENIEMBOEENS, L UATIHNOTEN S, £ DOOFEHZ DWW TUIEIN D A —s3—(2 T
HEA L7,

2) ABtOLREUTIA
O ORHPIINENE % FTREZR IR Y BRUN 214, 30EH00 gZ IEfRICED | =& / —/L FEEKUUK (9:2:9)
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IRIR30 g% Mz, BRI —{k LTz,

Q4D AEL &2 ATREZR IR 0 B 7= 1% . #iBH00 g2 IEfEICEY . =% /) —/L XERK UK (9:2:9)

IRIE30 g& Nz, BRI —{k LTz,

@ OIFIRITFEIL00 g% IEfEICEY . =& /—)b, FEELOUK (9:2:9) JRIKR30gZEMNZ, BRI —(b

L7,

@IBOFEPNINENE &2 FTREZR IR 0 B 7= 1% . #iBH00 g2 IEfEICEY . =% J —/L FERKR UK (9:2:9)

IRIRIRIR30 g% Nz, BERE)—{k LT=,

O FFLILEEI00 g% FREICED . =&/ —/L, FEEROVK (9:2:9) RiK30gxMx., H—bLiz,

@OFINL, HEREINA LIFHEEZ GO TLEA L2k, 3UBH00 g% EfEICRY , =% / —)L, XiE

FOUK (9:2:9) JRIE30g&NZ, BERG—L LT,

DI HHOITZTITEEZFERA L, IR @OCLLTF) L7z, #AEH00 g& IEfICEY . =% J—)L, XERK

Ok (9:2:9) JRK30g&EMz, ¥—{bLi=,

® ) 72X ILIEBAHEA L, S 2RV R/ (W, 5 &0 A5 Te) k00 g% IEfEICEYD . =X

J—Jb, FEEKOVK (9:2:9) JRIK30g&EMZ, BEH¥—{bLT-,

@ Fixar e (Ragte) B0 g% EfElcED . =% 7 —/b, FERKOVK (9:2:9) JRIK30 g%

Z. BR—{b L7z,

L Ui, HBERW =%, K55 MKEI0 2175 7230800 g2 TEREICEY . =& J —/b, FEEK UK
(9:2:9) JRIE30g&EMz., BEHY—L LT,

2. 3K - R
1) FEHER,
A B AT o URERESR, - HFE99.8 % (Rt T 3MY)
RBHIMIUEEYE S, « HE98.9 % (Rl T 3eMy)
REIMEEYE T, © MiE99.0 % (FERRMLM)

2)
TER=NIV, =F = BB TF LR On-~F o FRE RS (B b )
MEOKREET U 7 A PCBYATH (BB b5
T =MV mEEEs v~ N7 7K (BER{ETE)
WAL U UL FEEKOWREE - Frtk (BIH(b7H)
Wk - RFEERR (VR
TF LTV T I - e Y b Y BV =% 7 A InertSep Slim-J PSA
(ETAES00 mg, ¥V—= /LW A x> )

3) HEERE, AR ORI
OEEAERR O PR 15
FEMEFE : A8 A7 = EER20mgZ FEFE L. 71 b= K U LIZEEME L T100 mLIZEZ L, 200
mg/LE R 2 i3 LT,
RBHIMIUEYE 184 mgZWEFE L, 7 = MU MICIAfEL TS0 mLICER L, AT A7 = R
& L T500 mg/LIRIR & sl L7z,
REIMUAEHESL 195 mgZ WL, 7T F= MU MTEN L TCAE R AL 7 = VB L LT500
mg/LIEHK 23 LT,
BRI - A e AT 7 = SRR, REYMUEERIR K CREMUEERIK 2 7
T F=hFUAKTO1 vol%FHe (1:1) RIERTHIRL, A rAT 7= EHYIMIKLOEIM2
0.000125~0.0075 mg/L D FE DIR G IEER IR 2 Fi3 L 7=,
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TIMAERERT : A0 A V7 = R, S YM U YEFR & OGEME G 2 7 & - =
FULTHRIRLTA02, 04, 1.2, 25 U4 mg/LOWEE DIRAEAEG K 2 R L=,

Qi DI 15
0.1 vol% =X
X211 mLIZ/KZ N2 T1000 mL & L7=,
7 b=k U AKD0.1vol% X (1:1) JRIK
7% b=k U500 mL& TR0.1 vol% FEE500 mL& IR A L7,
X =)L, LUK (9:2:9) R
T X ) —N45mL, FEE10 mLK OVK45 mLEIRE Lz,
T R=FU, FEEKRDIK (80:1:20) BRI
7 h= kU /1600 mL, FHEE20 mLM O\7k400 mLE{RA L7z,
10 wvo it F R U o APEHR
Ak B U 7 100 gizk 2NN TR L, 1000 mLE L7z,
WEA =T L M Q-3 (1:19) RBIK
WEfE = F /150 mL M On-~FH 2950 mLZRA L7,
FERR = F L M On-~F 2 (10 1) 1R
FEfA = /1500 mL K Q-4 500 mL&RA L=,
T h= MUV ROWERE (99 @ 1) IRIK
7 b=k U495 mL K& OWERES mL&RA L7,
7 b= N U VKO (19 : 1) JRIK
7t b=k U475 mLE OEE#E25S mLAREG LTz,

3. HE
RESTFAY—: DIV RTET T AT25_— w7 (L F « Pyl
0—& U —T /R L—&— : R-200 (BeHElFE) &

LC-MS/MS

vk =t
MS & API-3200Q F T v AB SCIEX
LC & Agilent1200 Agilent Technologies
fiZfir 7 ~ | Analyst AB SCIEX




4. BERME

LC &t
VI RTANN Inertsil ODS-4
AR A 2l mm, BE 150 mm, HF£E 5pm
2t V- A o A SR
BEiEdiE (mL/min) 0.2
AR (L) 10
717 KNiE (°C) 40
HEhH A% : 0.1 vol% X[
Bii : 7 h=HFU
7T x s M
e (49) | AR (%) | BiE (%)
0.0 80 20
10.0 10 90
16.0 10 90
16.1 80 20
21.0 80 20
MS S
WEE— K MS/MS, SRM (GEIRFILE=F U )
A A ApE—F ESI (+)
¥ 7 UEE (V) 5500
VAR (°C) 700
IR AT A 223 40 psi
al) g HA EH
E'EA AL (nk) AEB AT 2
+273—=187[2— 2 FBJE : 41(V), 2 U ¥ a = R/LX— : 21(eV)]
Rt M1 :
+273—=187[ 2 — 2 FEJE 1 41(V), 2 V3 = RLF— : 21(eV)]
R M2 -
+289—241[2— L EE 1 41(V), 2V ¥ a TR LEX— : 21(eV)]
EYEA A (m/z) AR AT =
+273—-255[2— 2 FEIE 1 41(V), 2 Y V3 ymRILF— : 21(eV)]
R M1 :
+273—-255[ 2 — 2 FEJE  41(V), 2 Y TV a T — 1 21(eV)]
Rt M2 :
+289—-271[ 2 — 2 FEJE 1 41(V), 2 T3 =R LF— : 21(eV)]
PRFFIEH (min) AR A7y 155 AEHML 115 REHM2 : 9.1
5. &

(2B J5iE] 2. 3) OIZHEWVFREL U7 iBAEEEARRL0 pLA LC-MSIMSIZIEA L, b/ B — 2 ifi
FE D B Haseh i BfRE CTRERR 2 1B L 7=, RBRIAIK10 pLZz LC-MSIMSIZIEA L, BN -E— 7 [Hifk &
TERR L7 b A e A v 7 = v REMWIMLE OREIM20 &4 R LT,



6. WSIECEOFH R
2. 3) T LI-BSMRSEERRZ#T L,

FBOFER, BN, AL NI B (WO : 0.01 ppmiHY) @ 1. 2) OFREN0.0 gy T+ 55
ZEOEY . IINARAEYE0.2 mg/LZz 0.5 mLFIN L L < IRE L=, 304 IkiE LT,

oA (FSINREE : 0.02 ppmAHY) @ 1. 2) OEH0.0 9IS T2 EZEVED . IRINARAIE
YEPRIR0.4 mg/LA 0.5 mLIRAIN L L <IRA L=tk 30 RlfkiE L=,

HIRE, ST KL UA (FRINEEEE - 0.06 ppmfHY) : 1. 2) OFREH0.0 9IS T2 EEZEV Y,
WINAIRAFEERNZL.2 mg/L & 0.5 mLshn L & <IBE L7=tk. 30 MihkiE L7z,

O RINIRE 0.1 ppmAEY) : 1. 2) OES.00gIcHS T2 EZEY ERY | HINARAEYE
TAIR2 mg/L#0.25 mLEshn L L <IRE L=k, 300 [MhkiE L7z,

O RINFERE : 0.2 ppmAEY) : 1. 2) OEN00gIcHY T2 EZEY ERY | HINARAEYE
Taik4 mg/Lz05 mLIRIN L & <IRA L7tk, 304 lfkiE L7,

7. PBRIAIR DR
2R A7 REIMLEOGEHYIM2 Juahkz i, ) Zzos /—/b, FEEKOK (9:2:9)

IRIE CEER— b LTz B -~ U HFE T 7' b= MU b, FER&UVK (80:1:20) TRk Chi
T 5, BT F /LR On-~FH 2 (1:19) BIRZHWTRIEDEIC L D A e 227 = v R OREmML
rAMEIC, REM2E O OREEREZKEIZHET 5, AEEIZO W TIZDOEE, KEIZOWTIE
RIM2 D F &K % Wl THK 3R L TREMIM2 & L, BEfR =T L R On-~F 4> (1:1) JRIERTHH
L7etk, =F L UTIVN-7Ta ey UMb U A5V =7 A THRE L, LC-MSIMSTEZ &K
R Lz,

1) FhiH

1. 2) O#RE0.0g EVOYATX5.009) (TN T 582200 mLEOEICEVEEY, 7 =1V
Jby FEEK UK (80:1:20) JRIKI00 mLIFONIn-~FH 220 mLE M %, RETFA X L=, 573000
[lfE Coor i B2 1T o7, 7' b=hUL, FEEKEOVK (80 :1:20) RIKEZERYD . n-~FH
JER ORI T b=t U/, LUK (80:1:20) B0 MLAZMNZ THREY A AL, b
FLEFRRICEODEEL, BFonTE h=RFY L, FEE&ROVK (80:1:20) REEZGHLE T, 7k
F=hkU, FEEUK (80:1:20) R CIEMIZ200mLE Lz, Z OEHKHHIEMIZS mL (IEIfD
TA 1310 mL) A7 E L 100 mLiz L IZERY . v —# U —x R L— 2 — & UV T40°C LU R TR1 mLE
T L7z,

2) WRIRSIE

1) TEOLNT-EEZLI0 W% IELT B Y 7 AEKA0 mL K ONER20.1 mLZ VT 200 mLAyigiRHo s L.
FElR = F )L J O (1:19) JRIRE0 mL$™ > C2lElfg & 5 fhi L7z, B = F L K On-~F %> (1 :
19) BikEZ A w 227 = 2 R OMGEHPIMLE Sy, K& 2 REPIM2 & O DR & RE Sy & LT L
Tro HEBRTF LR On-~H 2 (1:19) JRIEEIZ300 ML=/~ 7 A 2|28k Y | KRR N v ok
TNz CTHE2 48 0 IR 203 B 15 M ALE L7z, 200mL7e T I 7 7 A A LT-th, v—% U —T /KL
— & —% W TA0CLAT TRIL mLIZHRME L, ICEREZRE T TR AR E LT, ZOREYET &

F= KU ALKTR0.1 vol% ¥ (1:1) JRIEIZIE L, IEFEICIOmMLE L2 DE A AT 7 2V KN
REPMI ORISR & LT,



3) MDA IRDINK IR (FEPEY D F)

2) THROLNZKEZKTIEMIZS0OmLE Lz, Z ORIEH S EMEZ10 mLZ 5y B L 100 mbi L3 2 ER
V. HEEE6 mLAEMZ =%, Fk LTI CITHRE LI-A A WS 2N TR E Lz, |IRE Thlb L
%10 wiv% X b7 R U 7 2100 mL% VN T300 mLap i =HZBE L, Big=F L K Un-~F %> (1:1)
1RIK100 mL &% U0 mL 2[R & 5 filith L7z, fliHikA300 mL=/A~7 7 A 2|28V | #EKGET ~Y o
L% MZ TR IR IR 722N B RIE Lz, 200mL72 7 7 AaiZA@m L=, n—4 ) —x
RN —4 —Z HWTA0CLL T TRIL mLICIEME L, BICERZRE T CORIELRE LT, Z0REY %
T b= ULKOERE (99 : 1) JEIK10 mLIZIED LTz,

4) FEi

TF LT T IUN-TrENLT YL Y BV =71 A [InertSep Slim-J PSA (500 mg) | (27
T b= MU LVKOFERE (99 : 1) JRIK10 mLAEAL, MHEIIHE T, =F L Y7 I -N-TrE LY
UMMET U B F NI = AT AMZ3) THLONEEEAL, MHRITE T, KWT, 7 =KL
FOEERR (19 : 1) JRK20 mLZ7EA L, WHIRE50 mLsLEICERY . n—% Y —T KL —2 —%H
WTA0CLL FCHRIL mLICHESE L, IR/ EZRE T TRl A RE LTz, ZoEEWE 78 h=KU /L
JTR0.1 vol% e (1:1) RIKICED L, IEfEIZ2 mLE L2 b O RBRER L Lz,

[5HiE7 B —F ¢ — k]
| BUBHO00 glom % 2 —/b, FEEHUVK (9:2:9) JRK30 g& Nz,
L Rk, 0EH0.0 gfiY (f585 - 5.00 ghlY) Z&EVEED
BEmERATE FEAKT & b= b U U O n-~ 3 B
T h=hF U, FEEKEOK (80:1:20) JEHKI00 mL,
n-~FH20mLax Nz, RETFA X
BLAYEE (3000E#5/4y, 55%)
TEF= MU LEERD
B ON-~FH AT v h= kUL, FEERO/K (80:1:20) JRIKE50 mLEM .
REVFA R
BL4YEE (3000[EIEE/4Y. 547)
T h=hU, FEEKROUK (80:1:20) RikfEEZAOYE, RIRK CIEMIZ200 mLE T 5
FEMALASL - HhHES mLsy IR
FEN « 10 mLAYER
L K1 mLE CEME
R |
| HR0.1 mL, 10 wiv%E b7 b U &7 A¥E#E40 mL
| EERT LR ON-~F s (1:19) JRIKS0 mLEM %, 54fEE 5
| AEERD
| KBIZEFBTF LR On-~FH> (1:19) JBIKS0 mLENZ. 59RIES 5
| EER=F AR UNn-~FY 2 (1:19) RiEZ2 A DEIAKT S
| EEERTFARON-A~FF Y (1:19) BIREOR B R ALY T = v ROREIMLE S
L K-l amM2 & Oz oR A k5]




FEu Ay 7 = ROREHMIE )
[ (AR ) |
| OBUERA, SR

LC-MS/MSJE

10 pLEFEA

R aIM2 B O D3 A R 4]
| K& Z TIEMIZ50 mLE$ %
| 10 mL%yER
L EMEREe mL, AR L T90°C T3 fE
ER = F L — ~3 3 AT
| 10 W% b7 b U 7 A¥ER100 mL
Hefe = F L e On-~FH > (10 1) JRB#R100 mLE N4, 570k E 5
fifie = F L K On-~FH 2 (1:1) BIREEZERS
KIBIZERE = F L K On-~F %> (1:1) JRIRS0 mLZ Nz, 50WiIEE 9
Wi = F L R On-~FH > (1:1) BREE &bk T 5
DR (AR |
| PR, SR
| BEWET Y = MU AKOFERE (99 : 1) 1RIKI0 mLIZIEF
[EF L T IV N-TeEL L L U B AV =0 T 2
| 7= MU AKOFRE (99 : 1) JRIKIO mLTaryF 4 a=
| EEEA
I 7 h= MU AVKROERE (19 : 1) %20 mLCHH
DR (AR |
| BUERAE, R

LC-MS/MSJE ]

10 pLEEA

8. ~ bV w7 AUSIEUEYEHK D5
1) AR AT T = ROREHY M1 OFRBRIAIRIZ DUV T
OE ERFFE S IRE (EERAOHEER)
EOfFAL FONENL, FOIE. 5 72&E, SFEOL URIT T 7 ilBRIAKR D 505 mLsy i LA
Z R L7z, 0.00025 mg/L DIEAEESHR0S mLIZIEfE L7 b D&, ~ MU v 7 ZAWHIIHERERIR & LTz,

@QEIMNENGERER 2B 1T B EIR100% A0 Y EE GUEb~ Y v 7 ZAORE~DEH)
WORAL, BWIN, L NI BHOIE, 7T o 7 BRI 5 0.5 mLoy B LA 4 Br2s L7-1%. 0.00025
Mg/L DAEAERIR0.S mMLIZIAfE L7-b D%, ~ b U v 7 ATRIERERR & L=,
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FOFHWIE. 77 v 7 B BREIED 505 mLoy I LIsHBE 2R L7, 0.0005 mg/LOIEAERS#0.5 mLIZ
WIRLT=b D%, ~ MY v 7 ARNMERERIR E LT,

V7 E . SITROL UAE, 772 7R RBRIEED 50.5 mLy B LIaE 2 FrE L7=1%. 0.0015 mg/L DA%
HEFRIROS MLIZIEMRE LT b D%, ~ MU v 7 ATRIEERR & LTz,

FOREIIET 7 v 7 BRI D> 50.5 mLorE LRI A BRZE L7212, 0.0025 mo/L OFEHERSHK0.5 mLIZ#E
ELI-bD%E, < b w7 ARIERERK L Lz,

FORgIET T > 7 BRI D> 50.5 mLoy Bt LA R L721% . 0.005 mg/LOFEAERS#0.5 mLIZ A fig
Li=boz, ~ b v 7 ARIMERERRKR E LT,

2) 1R M2 OFRBRIEIRIZ OV T
OE &RAFELGIRE (ERRAOHEE M)

FOBmA, OV RO FORRIZT 7 v 7 RBREH ) 505 mLsy B LEE 4 FRZ%E U721, 0.00025
MO/L DEEHEFRHR0S mMLIZHEfR Lo b D&, ~ MU v 7 ZAPIEHERIR & LTz,

QOWMENGRERIZ I 1T 2 [EUFR100%FH L iE GRE~ U > 7 ZDOWE~D M)

HOMHA, BIN, FILLE NI AT, 77 v 7 BRERENR ) 0.5 mLoy L LEEIEE 2 B2 L 7=, 0.00025
My/L DFEHERRHE0S mMLICEIR L= b D&, ~ U v 7 ZAUSIERERRTG & L=,

FOFHWIL. 7T 2 7 B BREIED 505 mLy IR LSz FrE L7, 0.0005 mg/LOFEAERS#0.5 mLIZ
WL b D, v~ M) v 7 ARIMERERK E LT,

LOREIIET T v 7 BRI D> 50.5 mLArE LRI A BRZE U721, 0.0025 mg/L OFEHERSHK0.5 mLIZHE
fELT-bD%, v U v 7 ARIMERERR & Lz,

FONNRIZ T 7 > 7 BEBREE R D> ©.0.5 mLsy B LIS A 2 L 72 %, 0.005 mg/L OFEAEVEHR0.5 mLIZ A%
LizbD%, < 8N v 7 AUHMERERIR & LT,

[ S e OV 42

1. JESIFORET
1) MSS&AEOR

AEBR AT FESI (+) E— RCORENFRETH -T2, AB AT T = OESI (+) T—R
HERF DO~ ZAARY MVERLR LTz, AV AT T 2 Doy 81337048 TH 508, 71 b ANy
F (miz 371 [M+H] ") I3RS E—7BENEGLNT, T N UMM+ (miz 393 [M+Na] *)
RENABANZHAEL, WTIDA F U bIEAOHIMENEN T, —JF, BEmARE OIS
TWDMiZ 273 TIFFRD R E— 7 BEN GO, EEMEICHEN TV, miz273% 7Y 1—H%—A 4
vE LT, Mz213% ) h—H—A F L LTEGADT X T N A AT MVEXRIR LT, WE
ELTEMZ2713% T ) h—Y—AF L e LIEmAaD T X7 v A 4 ThbHmlz 25508 —FiR< . RWNT
m/iz 1877035 =728, miz 2551 LIZ LIER—R T A4 VORI B R BNT-7-0. K 0 RBIRHOEV 'm/z 187%
EEHA A, miz255% B A A & LT,

RHHIMUIZESI (+) E— R TOHRIENATRETH > 7=, EHIMLIOESI (+) T— FHIERFD~ 2 A
7 MVERBIZR Lz, TORENS, EEEY—7 L L QBB ELNT-0 T, EWMIO 7 o b AN
F (miz 2713 [M+H] ©) 27V h—H—A At Uiz, miz 2713% 7 ) h—H—A A4 L LIGED
TRy " T ART MV EKAIR LTc, BEE LCiEm/z273% 7 ) h—Y—A 4 & LT ED T
&Y A AT DMz 25508 —FI< . IRNTmMZ 18735 =28, miz 2551 LIZ LIER_R—R2A T A D
BRNBR R SN2, X0 RIPEO B m/z 187% EEHA A1z, F£iemliz 255% EEHA A & LT,
B, ATBRATT 2 U EOREIIMUTT Y I —Y— A A TaX s N AR CREDA 4
WD L LTz,



RFPIM2IZESI (+) F— R TORIENFIRETH - 7=, RFWM2DESI (4) E— FHIERED~ 2 22

7 MVERBIZR Lic, TOFEENS, HEEE—7 L L T8I0 G HNT-0 T, M2 7 1 b AN
% (miz 289 [M+H] ") 27U h—H—A AL Lz, miz289% 7 ) h—H—A 4 L LIZSHAED
TaXy hAF U ANRT MVEKBIZR LTz, EE L CTiEm/z280% 7 ) h—Y—AF L LIGaD T
QX7 "AFUTHD, miz 27103 —FFR < . IRWDTM/Z 24810558 7225, miz 27U LI LIER—A T 1 o~
DERANN SN2, K0 ERMEO & Mz 241 % EE&HA A 2, El-mlz 271 % EMRA 4 & LT,

QI 0.000 min from Sample 1 (TuneSamplelD) of MT20160729151325.wiff (Turbo Spray). Centroided Max. 5.0e7 cps]

5.0e7 2732

4807
467
ade7

7

aze

[M+Na]*

3.8e7
3667
3.4e7 3032
3.2e7

3.0e7
2807

nsity,

e
£ 2.2e7 295.1
1607 [M+H]+
1.2e7 394.2
10e7 2552
8.0e6 3712 3883
2461 32 asfs
v M TR N = N [ s v s L b

6.0e6-

1612

]

o150 o o 100 20 ' 2do 2B 20 2d0 20 20 #n zao 290 3uu o 350 360 370 380 300 400)

£

X 1 xtm%‘/71/0>vx;v\7 %
A EIPH - m/iz 150~400

WESM  ESI (+) . CV=41

(CV : a—FEJE)

227.1

%02
1o
1011
co P
104d 2he
o MH Y
s \ ‘
t%

il
g 260 230 240 260 280 360 330 380 360 380 00}
Da

K2 Z2aAL 72O FVI—H—AFomz213D 70Xy A F o 27 "L (EEROVEME)
A X ¢ Ui miz 100~400

WESM - ESI (+) . CV=41, CE=21

(CV:a—rEHE, CE: al) Vg rympgil¥x—)
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W 7Q1 0,000 min from Sample 1 (TuneSamplelD) of MTZ01607 20143800 Wil (Turbo Spray). Centroided Max. 3067 cps]

3.0e7

2887
2607
2407
2207
2007

1.8e7

cps

Lae7

Intensity

1.2e7

1.0e7

8.0e6

6066 2141 2843

2319
4066 229,92

245.2

50
| ‘ 2701 %532+

00 it N IR
2o 280

f ff
150 160 170 180 100 200 210 220 230 240 250 260 270

3 fREW ML D~ 2 AT R L
A%y #EiFH 0 miz 150~350

WESME ESI (+) . CV=41
(CV : =—8ETE)

2,066

M52 (273.00): 0,000 min from Sample 1 (TuneSamplelD) of MT20160729134234 wif (Turbo Spray), Centroided Max. 3.066 cps]
3.0e6 e ‘HE )EH

2,866 e

2,666

2.4e6

2,266

2,066

fi

§ < jm

cps

1666

1.4e6

Intensity

1.266

1,066
2271
8.0e5
2001
6.0e5 1001

1611

4.0e5
1470 15911 169.1
2.0e5

e )

1331

1190 H 143

110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 280 300 310 320 330 340 350f
miz.Da

4 [REHMLOT Y h—H—AF miz213 D7 a7 hAF L AT bv (EEROENM)
Z 2%y P m/z 100~350
BIESME  ESI (+) . CV=41, CE=21

(CV:a—V&ERE, CE: alVarzxi¥—)

QL 0,000 min from Sample 1 (TuneSampleiD) of M1 201607201 25040 Wil (TUrb Spiay).

T Wax. 2.787 cps.

27e7 2891
26e7
2507
2.e7
23e7
2207
2.e7
20e7
19e7
18e7
1767
L6e7
1567 a1
1407
13e7
12e7

Intensity, cps

3373
11e7
1067
9.0¢6

1320
8.0e6
7.0e6
6.0e6
153 5271
5066 1hao 2992
4,006 11010 2412 . 3
3.0e6 185.1 284.3|
259.1

312 3382

20061030 154 22522303

#% 2422 2532 Ly 2 | |51
il bl

230 20 250 2

o

ezt

o2 |32 a0
! RTINS
200 250 30 o 0 30 30 o

10e6] a1 1391
oo A b
%o o o 130 140

I
6

1001

1491 179.1gg1

L= ] ‘ LN
I t

TS o WP G 1 O T

150 160 170 160 180 200 210 220
J:

5 {REW) M2 D~ A AT R L

: m/z 100~350

WESME CESI (+) . CV=41
(CV : a—FEJE)
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11111

eeeee

55555

55555

aaaaa

e I e e o O
6 REWHM2DOTY I—H—AF>mlz289 DTl " F A7 ML (EEKROEM)
A% HEiH - miz 100~350
HIESRME C ESI (+) . CV=41, CE=21

(CV:a—2 &EHFE, CE: 2l Vgrmx)LF¥—)

2) LC &gt

B T 2OV, Inertsil ODS-4 (N2 2.1 mm, £ & 150 mm, R 18 5um) %, BEIFHIZ OV T,
T b= FUAKRO0IVOI%FEZ AV TR Z21To72 8 24, B — 27 Bk, 458, BB R OYREE DU
TG BIRERNMELNT-D T, BT Lidinertsil ODS-4%, BEHAIXT & F= U LK TU0.1 vol%F
BixHW, 72 b=V L KRD01vol%XEE (1:4) 706 (9:1) £ TOREARLAL05 M TITV, (9
1) TemMRFFToZ L& LT,

3) HE#R
M7izAe 8 Ay 7 x> ML ORGEIM2 O R B O 2 71~ L 7=, 0.000125 mg/L (0.00125 ng)
~0.000375 mg/L (0.00375ng) . 0.000125 mg/L (0.00125 ng) ~0.00075 mg/L (0.0075 ng) . 0.000375 mg/L
(0.00375ng) ~0.00225 mg/L (0.0225ng) . 0.000625 mg/L (0.00625ng) ~0.00375 mg/L (0.0375ng) &
1M0.00125 mg/L (0.0125ng) ~0.0075 mg/L (0.075 ng) D FEHIFH CIER L 7= MmO EFRER130.993LL
ETHY BAFRERMEE R LTz,

T — X ERE R E e D —
T—HEY 7~ (A—H—) : Analyst
(AB SCIEX )
v—7 OERFGE - B — 7 mEE
FRERR OFERE « F/h Rk
AR YE v — 7 o E R ¢ 0.00125 ng~0.00375 ng
% (a) :a=914000
glh (b) : b=-34
R? : 0.9990

=7tk

0 0% ) 000 0 OIS 004

T/ 2 Rng

7-1 A B A VT = UREHRE (nlz +273—187)

_12_



7000

6000

5000

4000

3000

E—omis

2000

1000

0
0.001 0.002 0003

"

0004 0005 0006  0.007
AEOA T B Rng

0.008

T — A ALERE R E S D — 1)

TR T h (A—H—)
(AB SCIEX#Y)

v— 7 OERFE B — 7wk

FREHROMERE « /T FRIE

REREE Y — 7 OEE : 0.00125 ng~0.0075 ng

: Analyst

fHx (a) :a=767000
glh (b) :b=133
R? : 0.9938

72 AEBAVT = UREHRG] (m/z +273—187)

20000
18000
16000
14000
12000
10000
8000
G000
4000
2000
0

E—omiE

e

0.001 0.006 oon 0016 0021

AFOAV T EEh

0.026

T A JUEREE R TE S D — 5]
F— BB T~ (A—H—)
(AB SCIEXHY)

v—7 OE®FGE . B — 7 miEE
REMROFES « /b 5k

R YE v — 7 o E A : 0.00375 ng~0.0225 ng

: Analyst

flEx (a) :a=821000
g (b) :b=-39
R2 : 0.9992

73 A B AV = UREHRHE] (nz +273—187)

30000
25000
20000

=

= 15000

T

4 10000

8000

/

0 . . L L L L L
0001 Q008 OO 0016 0021 0026 0031 0036 004

2EAAY T ERng

T — A ALERE B R E S o —

F— I T N (A—T—)
(AB SCIEX )

v—7 OERGE - ©— 7 mEE

REAF O « /" FIE

R v — 7 o E R : 0.00625 ng~0.0375 ng

: Analyst

fHx (a) :a=722000
8k (b) :b=38
R2 : 0.9980

7-4 AEHE AV REHRE] (n/z +273—187)

0000
50000
40000

L

& 30000

T

120000

10000

/

0 . . L L L L L
0001 0011 0021 0031 0041 0031 0061 0071 0081

2EO0A T ERng

T — X ERE R E e D —

F—RZEY T N (A—T—)
(AB SCIEX )

v—7 OERFE B — 7wk

FREAROTEE « F/h " RIE

MR v — - O FE R : 0.0125 ng~0.075 ng

: Analyst

fHx (a) :a=708000
WA (b) :b=2660
R2 : 0.9934

7-5 AEB AT i (m/z +273—187)
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5000
4500
4000
3500
" 3000
2500 |
Ly
| 2000 f
u 1500
1000
a00
El]] 001 0 Oéﬂ a 0 OIO2 0 0525 Q OIOS 0 Olljﬁﬁ 0.004
HEM B R (ng)
7-6 R M1 s &R (m/z +273—187)
8000
8000
J000
G000 |
#5000
I
Ll\ 4000
U 3000
2000 R
1000
OO 001 0.002 0.003 0.004 0.005 0.008 0.007 0.008
L BB (hg)
7-7 AR M1 R ERRE] (mz +273—187)
25000
20000
- 15000 |
te
LN
| 10000 F
u
5000
, ‘ . ‘ ‘
0.001 0.006 0011 0.016 0.021 0.026
i EE(he)
7-8  REM M1 K EARRE] (mz +273—187)
40000
35000
30000
25000
b3
= 20000 -
£
,_\'_I 15000 -
10000
5000 [
O0001 0.008 0011 0018 0021 0.026 0.031 0.036 0041
i BE(hg)
7-9  REHM M1 B ERRE] (mz +273—187)

T — A ALERE R E S D — 1)
T—HWEY 7 N (A—A—) : Analyst
(AB SCIEX#Y)
v— 7 OERFE B — 7wk
FREHROMERE « /T FRIE
RERETE Y — 7 OEE : 0.00125 ng~0.00375 ng
fHX (a) :a=1190000
G (b) : bh=424
R2 : 0.9996

T A JUEREE R TE S D — 5]
TR T~ (A—H—) : Analyst
(AB SCIEXHY)
v—7 OERFIE . E— 7 ik
REMROFES « /b 5k
FEREYE Y — 2 OFEE : 0.00125 ng~0.0075 ng
% (a) :a=1070000
G (b) : b=90
R2 : 0.9960

T — B QRS E R E S o — 15
T—HFY T R (A—F1—) : Analyst
(AB SCIEXHY)
E—7 OERFIE . B — 7 ik
FRERROFERE « F/h Rk
iR A Y — 7 o FE A : 0.00375 ng~0.0225 ng
fH& (a) :a=950000
ik (b) :b=-238
R? : 0.9982

T A AL R T e D — 1]
T—HEY T R (A—F—) : Analyst
(AB SCIEX#Y)
v—7 OERFE B — 7wk
FRERROFEE « /T FIk
e A Y — 7 O FEE : 0.00625 ng~0.0375 ng
fHZ (a) :a=958000
Yl (b) :b=-29
R? : 0.9996
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20000

70000

60000

50000

40000

E—omEis

30000

20000

10000

0 . . . . . . .
0001 QO11 0021 0031 0041 0031 Q061 0071 0031

/

M EE ()

7-10 AR M1 s ERE] (m/z +273—187)

2500

2000

1500

E—S®Eis

1000

300

o

0.001 00015 0.002

—

00025 0.003

00035 0.004

TR E 8 )

7-11

R M2 M BRG] (m/z +289—241)

a000
4300
4000
3500
3000
2500
2000
1500
1000
500
0

E—omEiE

/

0 0.001

0002 0003 0004 0005 0006 0007 0008

M E 8 (n)

7-12 AR M2 s ERRE] (m/z +289—241)

25000
20000

2 45000

=)

o

|
3 10000

5000

0 . . L L L L L
0001 00068 0011 0016 0021 0026 0031 0038 004

7

HB e EE (g

7-13 AR M2 B &R (m/z +289—241)

T — A ALERE R E S D — 1)

TR T h (A—H—)
(AB SCIEX#Y)

v— 7 OERFE B — 7wk

FREHROMERE « /T FRIE

FRERR I Y — 27 OFE & @ 0.0125 ng~0.075 ng

fHX (a) :a=942000

gl (b) : b=850

R2 : 0.9978

: Analyst

T A JUEREE [ R TE S D — 5]
F— B Tk (A—F—)
(AB SCIEX )

v—7 OE®FE - B — 7 miEE
REFROME « /" FIE

AR v — 7 o E A : 0.00125 ng~0.00375 ng

: Analyst

fHX (a) :a=550000
B (b) : b=91
R? : 0.9972

T — A B R E e D —

F—HWBEY 7 b (A—H—)
(AB SCIEX#Y)

v—7 OERGE - B — 7 mEE

REAF O « F/h " FIE

R v — 7 o E R 0.00125 ng~0.0075 ng

: Analyst

fHZx (a) :a=588000
8k (b) :b=24
R2 : 0.9958

T — X LEREE R E S D —

F—HEY T N (A—T—)
(AB SCIEX )

E—7 OEEFIE  E— 7 mbk

FREAROTEE « F/h " RIE

MR A Y — 7 O FEE : 0.00625 ng~0.0375 ng

: Analyst

fHZx (a) :a=513000
il (b) : b=134
R2 : 0.9972
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30000

25000 |

T — S ALBRAGE R E S O — Bl

20000 | TNy 7~ (A—F—) : Analyst
. (AB SCIEX#Y)
5 Ee s RS B RE
J oo | T SR OFESE « F ) RIE

FRERR I Y — 27 OFE & @ 0.0125 ng~0.075 ng
fHx (a) :a=363000
“ 002 004 008 008 i (b)) :b=75

R2 : 0.9982

jalslusiy

e EE ()

7-14 AR M2 s &R (m/z +289—241)

4) EERSR
ERRROFEHFEREZLL TR LT,
0.01 mg/kg [ (10 mL/0.25g*!) X (0.0025 ng/10 uL) ]
*1 500g X10 mL/200 mL (IEAS DA
10.0 g X5mL/200 mL (AgHA LIS DBE)

2. BRI EE ORREY
1) AEFREIZ SN T

FOMEGEHC A E r A 27 = 1 pgZ BN L30s A E %, ML O#REL (a7 e —F v
— R IS TRBRLIZEZA, AV R AT T =2 OFRMEIENTO% % FlED , AR AL T = M
FERF TR LT D Z L AHERI S vz, 7ok, REMIMLE CREIM2IZ DWW TS RITEED b
o T, BaBAEERE CIERBRBETICA Y e A v 7 = DR E T2, XA Nz T 217
STNDH7, BRI SN T H WA U L TR &8 < ik afat Liz,

TR WD IABEIAE AR & ORFMEEZ BB LT, =& 7 — VKR OVK (1:1) Bk E L, FOHfE
B VTN R 2 FERREEIC DWW TR L7z, ZFOIFIEEUEILO gloxt L THRIREDOXME A (=5 / —
JROUK (1:1) } BiZ3 gz, FORFERENC A Y 0 A2 7 = 01 ugZ i L3I0 ME%., 7t
F=h U/, XEEOVK (80 :1:20) K100 mLIFNZn-~F 4220 mLZ N2 CTHiH 217 - 72 B R
ERUR LTz, FBEOREMNSvol% L ECRIFRFEIENG LN, =& 7 — /L KROK (1:1) &
R OFPEREEIL10 vol%, Bibx=% /) —/L FEKRUUK (9:2:9) RikEZ ., SRR ORI &
LTHWAZ EE LT,

F1 BREOFHEA (=& /= KOVK 1:1) } EEKZMZEMENGEER 217> 72i ] (%)

TH = ROUK (10 1) IREPOXEEIRE (vol%)
0 1 2 4 5 10

n=1 n=2 n=1 n=2 n=1 n=2 n=1 n=2 n=1 n=2 n=1 n=2

AEBAT T 65 62 85 84 87 83 95 88 102 96 108 96

L 64 85 85 92 99 102

VI 1 g, FORFIEEUEIO ghiy i
~ MU w7 AREAERIR O HEFEE 2 100% & L CE

2) it ORE

KRS I MO SIED AFENRTRETH Y . REM2OHSEDOHHZRIZ SN T DK
TEARAECHoF D, ALE ALY = (RHIML, (RHIMECBIMOT A Uz FRFH)
TBHEC OV TLIRBREAT 072, A LB A LT =V RORBOHI %175 T B THIC OV T,
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Z DA FR2ITR LT,
2 BICETHEEN LT 2l

R o A
A E 7
e Sraiisey Ezf 40 mL i M2
(ASE & /L PNANENNEFh )
) M2 OFIEIR
o 3 . N e T didind
A - A EEEY) (80 : 1 : 20) R M1
fi e R 2 VR 209 00 i M2
R M2 OFIE R
T =R UL, EBEOUK . .
BT om0 ED (80 : 1 :20) 100 mL AERALT =
59 +n-~F%H% 210 mL R ML
T r=FU FEEKUK o - .
RTOBAHGRE o (80 :1: 20) AEE A=
209 100 L. Fe M1

OHNE, AR O MBIz DOV T

ARl EdR s (ASE) EANTTE h=FULKROUK @: 1) RikEMZ, 70°CT
MERH 217> TW5, L, ASER/vZ AW CIEME 217 9 FiEFEEOEE LTINTik
R, FEF - BEARRSER I, BEMICBAL T B F=FY L, FEELKTUUK (80:1:20) &
2 W THE, INRZITHOTICAEr A7 =0 AREIML, AEM2 & OREIM2 D1 G AR Ol
HEIT-> T D, Fio, BERUERCIITREL ERICBW T h=FIALTIRE S LIZET
T Rh=RFULKOK (1:1) BIRCTIRE SHHLZE ZA, WTIhb A r AT 7 =0 KU ONHY
(ZHORT 297 % LA ERFIH CE L L MERH D, DL EOEEN G | M2 O f SR 1T R LN
B MEZITDR TH I TRE Tod 5 &l L7z,

@A BE DML O RF

R TIET 2 h= MUV KROK (4:1) BIKTHEZIT> TWD2, ZOHETHONTER
BHIBIT 2 A0 A7 = CORIENERIZT0% % TRl TWD, 1) OFFRIY | AREIROFIE A
ERALT 2 DORTHD MRS NG, SUBTHEE R OSRBIRIERF D A B0 X U7 = D532 )
257120, TR b FME2 oMz, 7' b=hU, FEREOVK (80 :1:20) RiKE L1,

@i EDN-~3 B P O T

BT OB (GAEY) TIEIE L ORAMEZZEE L, 7€ b=k VUL, FEEOA (80: 1 :
20) BRI -~ 2 % IO T AT 5 T B, (e R EEEERC IR BIM2 O & I (Y
M2 0 & KHEHEA L = & B STV B0, AL R AL T = o, REHIMIE OREIM2A:
b7 h=FYb FEEOVK (80 :1:20) RIEEICHIL TE COVIREM2OIEES 7 & R
= UL FERROUK (80 :1:20) RIHIHICHITE T2 LSS, 22T, BAIRN2
THIHEEOBRA 21T - 1, L FICRANED 7 1 —%75 L,
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Ui 7m—F v — K]

[T

|
|
!

EDORERG - #0500 g
HIB0CITINE L CRlf#fs, A a2 7 =2 REHMLE OMEIM2405 ngiRil
B U CHF RS S D

BEmRREVE F & /K7 & R = b U VA O N~ 4 L B

!

Q) 7k hr=FrU/, FEKUUK (80:1:20) JEH#K100 mL+n-~FH>20 mL

b) 7 h=hrVUN, FEEOUK (80:1:20) K100 mL+n-~3+ 250 mL

c) 7 h=FrU, FEEKOUK (80:1:20) JE#100 mL+n-~+42-100 mL

RE VA AR

Oy EE (30000E#5/5y, 547)

TER=RU L, FEKOK (80:1:20) {RIEEEZHRD

B K On-~FH BT b=/, FEEKLUVK (80:1:20) 50 mLAENZ .,
REVFAX

w04 EE (30008545, 547)

TER=FU, FEEEOK (80:1:20) EEEboE, [FHRIK CIEMEIZ200 mLEd 2

[LC-MS/MSiHlE]

7 v —F ¥ — M THRMEINGRER 21T o 7o i R A2 RK3ITR LT, n-~F 020 mLa Nz CHit %
1Tolb O T3 &b BIFREIENE SNz, Lo, n-~F P2 OE%50 mL, 100 mL & H40
SHDBIZON, ACBAY T 2 OERIENFND 2 ERMR SN, AR A7 = 335 O F
Tl BB E DT, n-~FH o EEOCTETE =ML, FEELOUK (80:1:20) JEE~
DERN TN D EHER Sz,

#3 Eivuo—F v — Mo THRIMNEINGEER 21T 126558 (%)
n-~&%4%>0& (mL)

20 50 100

RESAYTES g e e
A 7 v R T
fve Y wse o

W& : %405 pg

LORENS g T

Kk iT2 CE i

~ U w7 ARRHERSE T O RSy O EFEE 2 100% & L TR

O~@DBFHEREN G, HFEE L TE T =R YL, FEEKLOVK (80 : 1 :20) K100 mLIZ
-~ 220 mLE M 21T > 72572 h= UL, FEEOUK (80:1:20) RIEEEED ., %
MEOn-~FH 7 b= U FEEOK (80 :1:20) {EHKS0 mLA Nz CTHil 9 2 7k o %
)k RS R Oy
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3) HWEIEORT

A —FREERE I M1 I b IR RAMEET 5 2 L MG STV AR, (B MI Ofs
R B E R TR, LT85 T IR RIAE 24T 5 RS M1 RO M1 0
BRERSET 5 BEN DS, UTFIC, OIESTOA 7 4 F LA UMb U BV =0T Mk b
SEIN AT RA AT o 12,

IR BT & D Sy Okt

HE - A AR SER T, BEWICE L T/KS0 mLIZXER0.1 mLZ&2 A, Hilg—F L K On-~F
B (1:19) IR THRIRSTES L. K8 ICREIIM2 K OV DOFI AR, BER=F L K Un-~F 4 (1:19)
RBIEBIZAE R A7 2 R OMREIIML % 430 L TV 5, [REIIMI OF AR EIM2 L 0 b KiEbE
DEWIZD, KBIZZE SN TWD EEX DD, ARG CHEBROFIETHETE 205 Lz, 2
DGAETEHBHEAE T TR Bl EAAT o T2 BE. A OMEEEHC B W T~ vy g V2B LT, KE
10 wh% b b U U ARIBICAET Lzt 24, m<AVa VRdESNEEZD, KTER<10 wiv%
HAbF N U U AEEE RO TR 21T 72, A r Ay 7 = REMILE OMUEH#IM2450.01 ug% 10
WV%IEAET B U D AVRIRA0 mLIZHRIN L, /0.1 mLE M %, Fi=F L L On-~F %> (1:19) {RIK
50 mLC3[EHR & 5 I 21T o To i R A RAUTR LT,

2w A7z KOREMLIZ2EIOHH THEZ = F /L & On-~F %2 (1:19) IREICHIH S,
REPM2ITHh I SN2 o 7272, IRIRBIZ X DB ATRE T o 72,

#4 W= F AR P p-~FH o (1:19) BiE~OHHE (%)

50 mL 50 mL 50 mL e
(1=H) (2 [\ H) B FEH) e
AT AT 2 88 8 0 96
R M1 78 16 0 94
R M2 0 0 0 0

WINE @ 40.01 ug
FhH£0.1 mLEIN

WU, I T R OFFR = F LV OHRIZOWTHRGEE L 72, AR AT 7 =2 EML KOG
M245-0.01 ug% 10 wiv% it b7 b U o7 AVEHRA0 mLIZESIN L, 0.1 mLE Iz, n-~FH 50 mLCT3[H]
R & O 24T o TR R 2 REIR LTz, n-~F 3 0 OB TIHEIML n-~ %Y U @1 —¥F Lo &
nigimote, o, BT F L ORE LT CTHETF L L On-~F % (1:9) JR#K50 mLT3[EHR &
I AT - TG R A2 R6IR LTz, BEE =T VIRE % LI 2 SAGIM20 — 5 03Bl — TV & Un-~F
Ho(1:9) REEIZHHINTLEY, JETE o7,

K5 n-~FHo~OfHE (%)

50 mL 50 mL 50 mL e

G EIRED) (2[\1H) (31A1H) s

AEB AL T 84 8 0 92
R M1 0 20 13 33
R M2 0 0 0 0

N 40.01 pg
FHZ0.1 mLiN
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#6 W= F LR n-~FH o (1:9) BE~OHHE (%)

S50mL S50 mL 50 mL e
(119 H) (2[AH) (3IEH) i
AR AT 2 97 2 0 99
R M1 92 2 0 94
R M2 5 17 14 36

W&« 40.01 pg
FHL0.1 mLERN

WIZ, XM LENE I Dy, FBEMZ TR OME 21T o7, Ava A v 7z G
PIMLE OMREIM2450.01 pug % 10 wv9oiib 7 b U 7 AVE#E40 mLIZIRIN L, BEg =T L K On-~F 4>
(1:19) {B#ES0 mLC3[EHR & 5 A2 T o 7ok SR A RTITR LT, AR WiGaE (pHE~TRREE) |

RBPMINEEEE = F )V R On-~F > (1:19) RIEE IS Hoichith Shieno iz,

#7 XBEMZRWBEEOEFRTF LN p-~FH 2 (1:19) RIE~OHHE (%)

50 mL 50 mL 50 mL e

(1= H) (2[EH) (3EH) nr

AR AT 2 88 10 0 98
R M1 3 34 26 63
R M2 0 0 0 0

WINE @ 40.01 ug

VL EDFERI S | WIS ECEEIZ10 WOt T b U w7 A¥RIKA0 mLIZXH20.1 mLinz (pH2RRE) |
e = F )V K -~ (1 :19) JRIRS0 mLC2EHRE S5 2 & & Lz,

QAT EZT NI U AT NI =H T BT E DB ONT

FIBT N VMM Y BTV =T MR DB ARED R L7, InertSep C18 (FECA&
1,000 mg) K U'Bond Elut C18 (F£CA&#1,000 mg) % MW TIEH DK EZIT->7-, ThEh 7 h=Fh
UL K TM0.1vol% FEESS mL T il Liztk, A r AT 7= AEHIMLE ORGEIM240.025 pg
ZRML, 7 b=k U KO0.1vol%FEEOIRNK TH T MMINERAN, TEH LT & & ORI %8
(278 L7z, InertSep C18% AV 72354 . Bond Elut C18% W 7=3A L 0 &AM K O IM2 D [H]IY
FOME T L7z, Bond Elut C18% H\W 72358 RAF/REIERAMG AL Ay B Z T 21T o T2 BRI
HTNDEL, SETERDPSTETDAEHE L,

#8 F I EFTINTIUNMMET U BTV =TT A OEHIRIE (%)
T r=FU VK01 vol% X

1:9 1:4 3:7 2:3 1:1 3:2 7:3 4:1 9:1

W& (mL) 10 10 10 10 10 10 10 10 10 &FF

AR AT = 0 0 0 0 0 0 28 66 0 94

InertSep C18 ML 0 0 0 21 45 0 0 0 0 66

REHIM2 0 0 83 0 0 0 0 0 0 83

AR AT 2 0 0 0 0 0 0 3 91 0 94

Bond Elut C18 REtIML 0 0 0 0 109 0 0 0 0 109

Rm2 0O 0 8 16 0 0 0 0 0 103
InertSep C18, #CA 1,000 mg, ¥—=/LH A = Rl
Bond Elut C18, #£TA #1,000 mg, Agilent Technologiesf
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AN @ 450.025 pg
4) R M2 OFEIRDOIK I REIZ DUV T
FEFRAE R CIE. /KS mLICEERS3 mLA2 Mz TER L, 90 CICRE Lt — k71 v 7 N T3
BB UK R 21T > TS, ARBR TR, E—h 70 v 7 L0 S5CEMNME LT VA A LR R
ZRAW, RO HEZRA L, 77206, K10 mLIZHEEEE6 mLE2 Nz TER L, 90 CIZRE L=
A NN AN TIRFRINE UK i 24T 5 2 & & Uiz,

5) FEEIEIZONWT
O F VL On-~FH 2 (1:1) BIKRIC L AERRIZOWT
ARG FRAVER 24T - T2 % OREFPIM2OKERL L LT, BT LK On-~FH > (1:1) RIRICE D
% Rt Uiz MUK R VERE T REIZ IR EEIE 1 T CpH<1 & 72 > T A 728, [AIFEEE O FE O ¥k % N
ZTHREIT> 72, REIM2 0.01 g% 10 whvO%HifbF kU 7 A¥A#100 mLICHRN L, HRE1 mLZ N
Z. pH<1E L72EERR =TV K Un-~F%H 2 (1 :1) {E#K100 mL, 50 mL& OS50 mLC3[alHE & 9
AT TR 2RI R LTz, RM2iZ2EI O CREB—F LV L Un-~F %> (1 : 1) BRI S
NTzT=8, KGR DVERIZ10 WY b B U w7 AFSiK100 mLZz Nz, FEfE =T /L K Un-~F 4
(1:1) EHK100 mLIK 50 mL G425 2 & & Lz,

K9 FRTFNALKPn-~FH o (A1) ~OHiHE (%)

100 mL 50 mL 50 mL
(1[EH) (2[E1H) (3[EIH)
R M2 91 6 0 97

INE: : 0.01 ug

Q=F Ly TTIVN-Ta LYY U BTN =h T MK D REHR

RFIM2OFERIEL LT, 2 F LT I UN-Fa bty Vb U A7V =8 T A L DR %
e L7 ARG IM2 0.025 pgz ALK O 7 & h = b U VKR OFFRIEIRIE NS T & b= b U VR ONFERR
I L, & 50> COBSIRHEES mL TP LicoF Lo o7 I V-N-7e e Vb ) 5
NV =T MTAN, W LR EZRIOOR Le, REWM21E7 & b= F U VR OEREE (99 : 1) &
1230 MLCIIRHEET, 7 b= MU AVKOEREE (19:1) 20 mLTEHENZ, 7 F=F VU LKOF
FEIRIR 2 O CHIRHIE TR Ch o 7o,

#10 =F LT IUN-Fa s Vb U BT =0T A0 5 ORHRID (%)

A
T A I (mL) o5t
0-10 10-20 20-30

b= RO (99 : 1) 0 0 0 0
= Vi

- (49 : 1) 0 37 50 87

R s (19 : 1) 54 43 0 97

M2 N, (99 : 1) 60 23 0 83
= Vi

e (49 : 1) 83 11 0 94
R DIRIK

(19 : 1) 85 6 0 91

InertSep Slim-J PSA | FECTA&500 mg, ¥ —=/Li A = 2 H
REPIM2IRINE : 0.025 pg
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KIODFER G, 7 b= MU VKOFEEE (99 : 1) 1RIE CHlf LI RIEH D ATRE D MRG Lz, 17 A
7 = MUV KON (99 :1) 1RIKS mL TP L@ REHM2 0.025 gz 7t h=KF U LKk
OFERE (99 : 1) JRHEI0 mLTHREAfTL, 7& F=FUVKUERE (19 :1) 30 mLTHEH Lo/ R A2 #1L
IR LT, REMIM21Z7 & b= F U VR OWERE (99 : 1) {RIF10 mLCTIEHEd, 7 b= U LK
FEfE (19:1) 20 mLCIsH &2, 72 = MU ALKOFERE (99 : 1) JBIKI0 mLCTATfT, L.
T h=hFUVKOREHR (19:1) 20 mLCIAEHTHZ & & LT,

£l = F LT IV-N-TREAL YL D BTN =0T 506 DOEHIRING (%)

TERr=FI VKDY TE =M ALKED]
WERE DR WERR DR o
(99 : 1) (19:1)
10 mL 0-20 mL  20-30 mL
KRFIM2 0 100 0 100

InertSep Slim-J PSA | 8 CA&500 mg, ¥ —= /LA = Al
REIM2IRANE: - 0.025 pg

@ T 774 NI—R =T LK

7774 =R I=AT7 ML ERF Lz, T L5%7 & =1 U ASmLT Vb L
AT A7 v REMMLE CREIM240.025 ngZzdsim L, 7% b=k UL CTAR, WL
EXOWHRMAERIITR LTz, A¥RATV T =2 REWHMLEOREIM2IZNTNS 7T 7 74k
=R I=HT LT ' =) A20 mLTEHTEZ, LML, 77774 MI—ARU =87
LR HREREAE L THWT OGS RGRRERENE LN OREA & Lz,

#£12 TI977A4 =R I=H T L0 DOEHE (%)

TEh=FUV e
Ve H 0-10 mL 10-20 mL 20-30 mL H
AT AT 2 81 9 0 90
R M1 90 9 0 99
R M2 97 8 0 105

Supelclean Envi-carb (FECA 250 mg, > 7 ~7 /v KU v F )
N« 40.025 pg
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3. TINENEER

FofmAL Ol ORI, BOFHA, BN, FH. 1TbAHO, HRE, SITFTKOL ULADIOR
fmEHWT, [EBRGIE] 7. RBRIAEOERUCHE - THINEIGGRER 2 906 L 7=,

IANENERBR I 36 1T 2 [N ER100% 40 2 DV IR ELRIK . BB D T T 7 3Bk OBINEE O R
mru< N7 LEKBKLM0IR LT, £lo, FEMDT T 7 BDO A% v CHEIC KD REFRYR B
— A NAFrra~v NTT AEKI2LEDIBIIR LT,

1) P
BPMEORE R A2 RN Lz, Bt Lol BWnWTh At r A v 7 = > REMLL O
YMIM2OERZIIETH L IR =27 13RO 6T, BIRMEIIRGTH -7,

13 EHRPEOFH

BHEE—V O EIEE E—YEH(ES)"

= el | w2 .
No.| mimstgiean | mas | URS | BERT BIORET TR | e |BANE| To0HA | maan | BRGS i L
(ppm) EEDRHI (@) (b) L (a)/(b)

1 |RERAY TV 4 DHA 0.01 0.02 0.02 * | #BRA | 001 < 0333 | @EH 0 #DIV/O! [¢)
4 DR 0.01 0.1 0.1 HEE | 01 < 0100 | @ 0 #DIVIO! e}
O 0.01 0.2 0.2 A | 02 < 0100 | @ 0 #DIVIO! o)
BOHA 0.01 0.01 0.01 ERER | 001 < 0333 | @EH 0 #DIV/O! [¢)
800 0.01 0.01 0.01 ERRF | 0.01 < 0333 | @i 0 #DIVIO! e}
) 0.01 0.01 0.01 EERSF | 0.01 < 0333 | @ 0 #DIV/O! [e)
FHHD 0.01 0.01 0.01 ERER | 001 < 0333 | @EH 0 #DIV/O! [¢)
SE 0.01 0.06 0.06 Hi#EfE | 0.06 < 0.100 EiE 0 #DIV/O! (e}
i 0.01 0.06 0.06 AAEM | 0.06 < 0100 | @ 0 #DIVIO! o)
LL#H 0.01 0.06 0.06 A | 0.06 < 0100 | @ 0 #DIV/O! [¢)

2 |fEim F DA 0.01 0.02 0.02 * | EERF [ 0.01 < 0333 | mi 0 #DIV/O! (@)
ORISR 0.01 0.1 0.1 A | 01 < 0100 | @ 0 #DIVIO! o)
4 DR 0.01 0.2 0.2 R | 02 < 0100 | @ 0 #DIV/O! [¢)
BORHA 0.01 0.01 0.01 EERA | 0.01 < 0333 | @K 0 #DIV/O! (e)
2850 0.01 0.01 0.01 ERBR | 001 < 0333 | @K 0 #DIVIO! o)
43, 0.01 0.01 0.01 ERER | 001 < 0333 | @ 0 #DIV/O! ¢}
FHHD 0.01 0.01 0.01 ERER | 001 < 0333 | @K 0 #DIV/O! [¢)
SHE 0.01 0.06 0.06 @B | 0.06 < 0100 | @ik 0 #DIV/O! o
it 0.01 0.06 0.06 AAM | 0.06 < 0100 | @ 0 #DIVIO! ¢}
LL# 0.01 0.06 0.06 H#fE | 0.06 < 0100 | @i 0 #DIV/O! o

3 |Kim2 DA 0.01 0.02 0.02 x | ERBF | 001 < 0333 | @K 0 #DIVIO! o)
4 DR 0.01 0.1 0.1 HAEME | 01 < 0100 | @ 0 #DIVIO! ¢}
4 DR 0.01 0.2 0.2 AW | 02 < 0100 | @ 0 #DIV/O! [¢)
BOHA 0.01 0.01 0.01 ERRF | 001 < 0333 | @K 0 #DIVIO! 0o
2850 0.01 0.01 0.01 ERER | 001 < 0333 | @ 0 #DIVIO! o)
43, 0.01 0.01 0.01 ERER | 001 < 0333 | @EH 0 #DIV/O! [¢)
[FEHD 0.01 0.01 0.01 ERRF | 001 < 0333 | @ 0 #DIVIO! ¢}

1 HAEE, REERREDNHE TG —EEE(0.01 ppm) EALS,

2 FMBRESHENRRENRLL5E (ERRFLEEBEOBIFRA. [ERBR <EEMEERBA X 3EADHE) (SR, [ * INRTIND, [ *x INRTENF 5
RILEMIE, FMRESFHRRRENRL D120, Bk, ERRFARERLOIN) VIR FIMEERRERANLTHET 5.

*3 TSV IHBRUE BOIEICRIE LSRN SHET 5. (REICHLTRFEEAZITS.)

*4 SRR RN SR SRR A (R AR RIS RBFRE) I LITRD LSS, TV IRBORBER CRABLARERR (M) I RFIMBERR) AL,
TSUOBRIHEE—INBRBESNAN BB T, BEBROE—VER (FY) [TROLECTHRLY,

*5 EH(FS) A EE—/OHBBEOHERECEETHHEITIENO) GBS LAV x |EZREBT 5.

2) B, RSEE R OVE ERR

BN O TR EOREHE R4 ELR L, AR AT 7 = OBEFET182.1~101.3%. DT
1.9~5.6% ThH v, BAEEE /2T Lz, REIMLIOEEE1387.2~102.7%., D THEEEIX1.3~8.9% T
HY . HEEZ 5072 Uiz, AREHIM200 B EE1181.8~99.5%., HHTHSEEIT2.6~7.4% THh 1 . HIEHE
HoITHTe Lic, AR AT T 2 U OSINLOEEfEIT87.1~102.7, REHHIMLIODSINLEL D F15)E1366.2
~125.4, {EHIM2DSINEL D ) E1348.5~70.4Tdh W SIN=10% 4312072 L 7=,

IR 3 T R R IIREE & 572 H3BHI DWW T, BRIBROHEE 21T o Tofi R A RKISITR L, £72,
EREROHEEICK T HOREN 70~ N7 T AE2 KK NIUIR LT, A AT T = OSINELD-
YIE1340.1~78.3, fRHHIMIOSINLL O - fE1358.1~106.2, {CHHIM2DSINLL O -1l 1343.6~78.6 C
HVSINZ10% +431Th 7= LTz,
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K14 EHE KL OVEBRA O

No. | stmgian P fiﬂﬁi HoeqE | FIRE E%ﬂﬁf BRER B4R (%) HE | GHIRE SINE™ o
mgkg) | (ppm) | (ppm) | OFME’ | gz | g1x | 2@ n=1 n=2 n=3 n=4 n=5 (%) | (RSD%) | Max. | Min. | Fii
1 [RE@A T Ea2ill 0.01 0.02 0.02 * 767000 | 133 | 09938 | 964 | 97.3 | 1041 | 107.8 | 99.8 | 1011 47 #DIV/O!
4+ OREM 0.01 0.1 0.1 * 722000 | 38 | 09980 | 873 | 826 | 874 | 89.3 | 911 87.6 3.6 #DIV/O!
Eo):d~7 0.01 0.2 0.2 * 708000 | 2660 | 0.9934 811 79.7 80.7 83.7 85.1 82.1 28 #DIV/0!
BOHA 0.01 0.01 0.01 2110000 | 526 | 09972 | 851 | 938 | 839 | 89.8 | 924 89.0 49 108.3 | 97.0 | 102.7
3800 0.01 0.01 0.01 1180000 | 207 | 09962 | 961 | 903 | 933 | 937 | 89.8 92.6 2.8 106.3 | 89.5 | 97.9
43, 0.01 0.01 0.01 914000 | -34 | 0999 | 929 | 862 | 818 | 898 | 821 86.6 5.6 947 | 795 | 87.1
[Ete) 0.01 0.01 0.01 914000 | 34 | 09990 | 997 | 97.3 | 907 | 975 | 961 96.3 35 936 | 858 | 89.7
SHE 0.01 0.06 0.06 * 821000 | -39 | 09992 | 79.8 | 818 | 829 | 86.3 | 865 835 35 #DIV/O!
&l 0.01 0.06 0.06 * 821000 | 30 | 09992 | 843 | 912 | 914 [ 891 | 945 90.1 42 #DIV/O!
LLa 0.01 0.06 0.06 * 821000 | 30 [ 09992 | 888 | 915 | 875 | 894 | 915 89.7 1.9 #DIV/O!
2 |K#mI Eaoil] 0.01 0.02 0.02 * 1070000 | 90 | 09960 | 941 | 899 | 952 | 954 | 892 92.8 3.2 #DIVIO!
4 DB 0.01 0.1 0.1 * 958000 | 29 | 0.9996 | 97.5 973 | 1003 | 975 98.0 98.1 13 #DIV/O!
DR 0.01 0.2 0.2 * 942000 | 850 | 09978 | 985 | 1045 | 989 | 1003 | 1033 [ 101.1 2.7 #DIV/0!
BOFA 0.01 0.01 0.01 1190000 | 424 | 0.9996 | 90.6 | 986 | 816 | 792 | 90.8 88.2 8.9 704 | 620 | 66.2
ECL 0.01 0.01 0.01 1330000 | 339 | 09984 | 915 | 950 | 99.1 | 983 | 1024 [ 973 43 130.0 | 1188 | 1244
43 0.01 0.01 0.01 852000 | 189 | 0.9930 | 97.2 | 109.6 | 102.6 | 1006 | 1034 | 102.7 44 150.0 | 100.8 | 125.4
[Extoe) 0.01 0.01 0.01 852000 | 189 | 0.9930 | 1004 | 865 | 1006 | 930 | 1024 [ 96.6 6.9 122.0 | 98.3 | 1102
StE 0.01 0.06 0.06 * 950000 | 238 | 0.9982 | 989 | 89.8 | 1013 | 986 | 959 96.9 4.6 #DIV/O!
&I 0.01 0.08 0.08 * 950000 | 238 | 0.9982 | 914 | 919 | 847 | 875 | 954 90.2 46 #DIVIO!
LL# 0.01 0.06 0.06 * 950000 | 233 | 0.9982 | 823 | 884 | 841 | 901 | 910 87.2 44 #DIVIO!
3 |fH#itame Eailsl 0.01 0.02 0.02 * 588000 | 24 | 09958 | 822 | 732 | 848 | 823 | 863 81.8 6.2 #DIV/O!
DB 0.01 0.1 0.1 * 513000 | 134 | 09972 | 944 | 998 | 1014 | 985 | 99.1 98.7 2.6 #DIV/O!
DR 0.01 0.2 0.2 * 363000 | 75 0.9982 84.0 83.4 83.0 91.3 91.6 86.7 5.1 #DIV/O!
BOHA 0.01 0.01 0.01 406000 | 76 | 09984 | 917 | 930 | 921 | 884 | 77.3 885 7.4 576 | 543 | 56.0
E 0.01 0.01 0.01 582000 | 65 | 09922 | 97.6 | 1088 | 913 | 1049 | 95.1 99.5 7.2 752 | 655 | 704
= 0.01 0.01 0.01 495000 | 178 | 09914 | 968 | 851 | 945 | 912 | 821 89.9 6.9 758 | 510 | 634
[3Ba- 0.01 0.01 0.01 550000 | 91 | 09972 | 801 | 753 | 831 | 844 | 861 818 5.2 489 | 480 | 485
*1 BAEE, REBERREDBEICE—HREE(0.01 ppm) ZALVD,
2 FMRENEEBRFRELRLIBECE. [+ INRTEND TOBEICE. SNEOTHETETHBA', Jlik. ERBF OHEETS.
*3 BoNEREDNFTRAMEESZHE—Y (Max) RUB/MEZES X HE—2 (Mn.) DZLTHDSINEER DS,
#15 EERKOHEE
= s - = REBE E—VERES) Fi41E
No| mwmiam | mas | oo | Bem BRI PERE | Tans fapp ] <kuozmn BREERR SN ER@E | o %
(mgl) | HEoyl | 777 n=1 | n=2 n=1 [ n F | n=1 [ n=2 | HOO®
1 [REOAYTTY DA 0.01 0.02 0.02 * 0.00025 | @ 0 2321 | 2412 2579 | 2664 | 26215 | 67.2 | 538 903 60.5
+ DS 0.01 0.1 0.1 * 0.00025 | & 0 1932 | 1977 2052 | 2019 | 20355 | 56.7 | 56.7 96.0 56.7
O 0.01 0.2 0.2 * 0.00025 | & 0 1652 | 1536 1742 | 1617 | 16795 | 558 | 545 94.9 55.2
BT 0.01 0.01 0.01 0.0 #DVI0! | #DIVIO!
50 0.01 0.01 0.01 0.0 #DIV/0! [ #DIVIO!
43 0.01 0.01 0.01 0.0 #DV/0! [ #DIVIO!
F5H2 0.01 0.01 0.01 0.0 #DIV/0! [ #DIVIO!
ShE 0.01 0.06 0.06 * 000025 | @ 0 2174 | 2109 | 21415 | 1993 | 2207 | 21450 [ 36.1 | 44.1 99.8 40.1
&It 0.01 0.06 0.06 * 000025 | @i 0 2273 | 2078 | 21755 | 2297 | 1820 | 20585 [ 44.0 | 419 | 1057 430
LL# 0.01 0.06 0.06 * 0.00025 | @ 0 2166 | 2143 | 21545 | 2160 | 2121 | 21405 | 820 [ 745 | 1007 783
2 [fasim DR 0.01 0.02 0.02 * 0.00025 | @ 0 2545 | 2656 | 26005 | 2638 | 2307 | 2517.5 | 795 | 638 | 1033 717
] £ DIEH 0.01 0.1 0.1 * 0.00025 | @ 0 2251 | 2675 | 24630 | 2463 | 2567 | 25150 | 917 | 875 97.9 89.6
DR R 0.01 0.2 0.2 * 0.00025 | @ 0 2124 | 2018 | 2071.0 | 2118 | 2071 [ 20945 | 99.5 | 106.0 | 989 102.8
SO 0.01 0.01 0.01 0.0 0.0 #DIV/0! [ #DIVIO!
50 0.01 0.01 0.01 0.0 0.0 #DIV/0! [ #DIVIO!
49 0.01 0.01 0.01 0.0 0.0 #DVI0! [ #DIVIO!
oY) 0.01 0.01 0.01 0.0 0.0 #DVI0! [ #DIVIO!
SthE 0.01 0.06 0.06 * 0.00025 | & 0 2386 | 2471 | 24285 | 2421 | 2397 | 2409.0 | 66.1 | 500 | 100.8 58.1
it 0.01 0.06 0.06 * 0.00025 | @ 0 2295 | 2211 | 22530 | 2407 | 2151 | 2279.0 | 64.4 | 603 98.9 62.4
LL# 0.01 0.06 0.06 * 0.00025 | EFk 0 2483 | 2487 | 24850 | 2494 | 2357 | 24255 |107.5| 1048 | 1025 106.2
3 |teasime Eaolilo) 0.01 0.02 0.02 * 0.00025 | &k 0 1438 | 1377 | 1407.5 | 1565 | 1446 | 15055 | 46.6 | 40.6 935 436
+DHER 0.01 0.1 0.1 * 0.00025 | &k 0 1228 | 1324 | 12760 | 1403 | 1441 | 14220 | 783 | 789 89.7 78.6
Ea)ii. ] 0.01 0.2 0.2 * 000025 | & 0 1580 | 1528 | 1554.0 | 1512 | 1451 | 14815 | 763 | 695 | 104.9 729
SBOB 0.01 0.01 0.01 0.0 0.0 #DIV/0! [ #DIVIO!
EC1 0.01 0.01 0.01 0.0 0.0 #DIV/O! [ #DIVIO!
43, 0.01 0.01 0.01 0.0 0.0 #DIV/oL [ #DIV/O!
Ferae) 0.01 0.01 0.01 0.0 0.0 #Dvio! [ #DIvio!

*1 AL, REERBEOHACIE—REE(0.01 ppm) ZALS,

2 EERAOHERETIARGEMRELEERFRBELSRUELEE) SE. [+ IARTSND,

RTIRELE (TR v R TR
ET D, (BEISHELTRBTAZITS.)
BROEIZ TS EEELSIV-EERLS,
AR HE—VEE (RIEEE) DL (%) ERDB.

*6 YUY R R R RO AR

3) At~ U v 7 ZAORE DR
RE~ R U v 7 ZOWPE~DEEIZ OV TR LIz R 2 £ 161R Lz, RINEIGRERIZ I 1T 5 [E1IY
F100% Y IREIZ /2D KO ICHBL Uiz~ b U v 7 ARIIESERIE O RS HEAR (5 5 B — 7 [k
teZRkDiz, A0 AT 7 = OEEHEIT0.90~1.02, fSEHPIMLO HEiFEL150.94~1.05, fEPIM20D EHiE
F130.90~1.02TH Y . FIE~DOEET Vb D LB Z BT,
AINENGRERIZ 1T 2 EE A RKIETRO - E— 7 WL TR L THIEEE 2 RD, RITIR LTz, 4l
EEEIIAE R A7 2 280.6~1125%., {UHIML 89.4~105.7%. Xi§IM2 82.1~101.8% CTH Y, R\
B~ RV w7 AORE~DOFEL EE L OMICHFEITR N7,
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# 16 W~ MY v 7 ADORE~DE

= s e | BEER E—vEH#(HS) "
No.| sHxZAEm BR% vl il ool BT S TP B R TD7 PV T T R c—omR| W %
(mg/ll) | HEDH n=1 n=2 iy n=1 n=2 Fiy (BE K
1 |[RERAY TV FD/HA 0.01 0.02 0.02 0.0005 L 0 4008 4167 4087.5 4523 4577 4550.0 0.90
ES0): ] 0.01 0.1 0.1 0.0025 i 0 17240 16920 | 17080.0 | 18100 17420 17760.0 0.96
Ea0)id ] 0.01 0.2 0.2 0.005 Gk 0 32410 33120 | 32765.0 | 31690 32670 32180.0 1.02
BOHA 0.01 0.01 0.01 0.00025 [k 0 2441 2401 2421.0 2565 2664 2614.5 0.93
FE0R 0.01 0.01 0.01 0.00025 EiE 0 2483 2496 2489.5 2614 2648 2631.0 0.95
43, 0.01 0.01 0.01 0.00025 Gk 0 1864 1967 1915.5 1809 1929 1869.0 1.02
[FH#HD 0.01 0.01 0.01 0.00025 L 0 2140 2030 2085.0 2104 2281 2192.5 0.95
SpE 0.01 0.06 0.06 0.015 i 0 11170 10730 | 10950.0 | 11200 11920 11560.0 0.95
=l 0.01 0.06 0.06 0.015 Gk 0 12030 10510 | 11270.0 | 12340 11640 11990.0 0.94
LC# 0.01 0.06 0.06 0.015 L 0 10500 11760 | 11130.0 | 12040 11150 11595.0 0.96
2 |KEimi S DA 0.01 0.02 0.02 0.0005 EiE 0 5007 4866 4936.5 4640 4879 4759.5 1.04
L0k 0.01 0.1 0.1 0.0025 Gk 0 23490 22530 | 23010.0 | 22200 21590 21895.0 1.05
Ex2liidi 0.01 0.2 0.2 0.005 L 0 41700 40970 | 41335.0 | 43100 39550 41325.0 1.00
BOBHA 0.01 0.01 0.01 0.00025 i 0 2503 2471 2487.0 2709 2533 2621.0 0.95
B0 0.01 0.01 0.01 0.00025 Gk 0 2671 2629 2650.0 2564 2561 2562.5 1.03
43 0.01 0.01 0.01 0.00025 L 0 2437 2618 2527.5 2546 2656 2601.0 0.97
[FHHD 0.01 0.01 0.01 0.00025 EiE 0 2278 2280 2279.0 2262 2291 2276.5 1.00
S15E 0.01 0.06 0.06 0.015 Gk 0 15120 15940 | 15530.0 | 15810 15510 15660.0 0.99
&l 0.01 0.06 0.06 0.015 Gk 0 14410 13860 | 14135.0 | 14380 15150 14765.0 0.96
LL#H 0.01 0.06 0.06 0.015 EiE 0 14960 13870 | 14415.0 | 15460 15050 15255.0 0.94
3 |[Him2 S DA 0.01 0.02 0.02 0.0005 Gk 0 3124 3038 3081.0 3043 3146 3094.5 1.00
F DR 0.01 0.1 0.1 0.0025 Gk 0 12890 13520 | 13205.0 | 12940 13300 13120.0 1.01
ES0):id 0.01 0.2 0.2 0.005 s 0 21890 23370 | 22630.0 | 22290 22080 22185.0 1.02
BOBHA 0.01 0.01 0.01 0.00025 Gk 0 1333 1558 1445.5 1530 1455 1492.5 0.97
500 0.01 0.01 0.01 0.00025 L 0 1637 1655 1646.0 1757 1610 1683.5 0.98
43, 0.01 0.01 0.01 0.00025 EiE 0 1224 1403 1313.5 1306 1472 1389.0 0.95
[FHHD 0.01 0.01 0.01 0.00025 Gk 0 1097 1288 1192.5 1367 1286 1326.5 0.90
1 EEEE. BRBAREOBA I AEE(00L ppm) ERL.
2 FMEIRERIH 1S ERELOE LRE B eI, T3 N ORREE CIRL R (I M)y AR MRS RO CBEL/ RS GRRR AR ) T 5,
3 TR R RS USSR B ORI H 12 U R SIS 5, (BB TR AETS, )
4 ITIIE I ROSR BRI, TRy IR FNEEBEOEE TS SR RS,
"5 TRy SR BRI L B 0I5 SR ORBE R AT 5,

x
o

TRV ORFIEEBROBERERRISHTIE—VER(REES) OLERDHD.

17 FHIEESE

- e | mm - E—yEE =
No. | B IEE BRE et il el v i RERE | %
1 |REAAY IV |(£0/HA 0.01 0.02 0.02 101.1 0.90 1125
EX0)5i] 0.01 0.1 0.1 87.6 0.96 91.0
EX0Y:47 0.01 0.2 0.2 82.1 1.02 80.6
EDRFA 0.01 0.01 0.01 89.0 0.93 96.1
B0 0.01 0.01 0.01 92.6 0.95 97.9
43 0.01 0.01 0.01 86.6 1.02 84.4
Es=Yoael 0.01 0.01 0.01 96.3 0.95 101.2
StE 0.01 0.06 0.06 835 0.95 88.1
=1t 0.01 0.06 0.06 90.1 0.94 95.8
LL# 0.01 0.06 0.06 89.7 0.96 935
2 |REmm FDHA 0.01 0.02 0.02 92.8 1.04 89.4
EX0)i] 0.01 0.1 0.1 98.1 1.05 93.4
EXoYia 0.01 0.2 0.2 101.1 1.00 101.1
BOHA 0.01 0.01 0.01 88.2 0.95 92.9
SE0R 0.01 0.01 0.01 97.3 1.03 94.1
43 0.01 0.01 0.01 102.7 0.97 105.7
EsYoael 0.01 0.01 0.01 96.6 1.00 96.5
StpE 0.01 0.06 0.06 96.9 0.99 97.7
=1t 0.01 0.06 0.06 90.2 0.96 94.2
LL# 0.01 0.06 0.06 87.2 0.94 923
3 |[K#m2 HDHA 0.01 0.02 0.02 81.8 1.00 82.1
LX)l 0.01 0.1 0.1 98.7 1.01 98.0
EX0Y:3 0.01 0.2 0.2 86.7 1.02 85.0
EDRHA 0.01 0.01 0.01 88.5 0.97 91.4
2200 0.01 0.01 0.01 99.5 0.98 101.8
E3: 0.01 0.01 0.01 89.9 0.95 95.1
[FbHD 0.01 0.01 0.01 81.8 0.90 91.0

*1 BAEEF, BEERREDNFHEICE—HEELE(0.01 ppm) £ALVD,

4. BE

AEHRIFO A 0 AT 2 VO REZRIET 272D, =& 7 —)b, Xl K OUKIRIK 2 02 C B
B)AbZAT o7 & 2 A REFRFERDF ST, AREIM2OE R DIEEM N AF TERo 772, il
HHEIZ A — 7 — 1R U R R OV S - B AT/ ERRREREZ2EICTE b= F U b, FiRKUUKIRIEIE O
Zn-~F YU ERANEE 2 A AR AV T = v REIMIE OREIM20D W S B AT 22 RIS
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{

DTz, BT LR On-~FH 2 (1:19) BIEE AW EIZ L > TAE e A v 7 = RO
VM1 % GHETAIEIRE 2. REIM2%2 KB IZ 0§25 Z E N T 7=, REPIM2OKE SR DINK I fRIEIT A
— 7 — LR O VAT SR A N2 TR RIS 5 2 & & Ui, MK ORI I~ F
ARKOn-~FH > 1:1) BKICHHEZT72%, =FL o7 I-N-Fa s Uk U B4 0
LR AERT LI 2 A, BIFREREMS SN,

BAFE L7=71E % VT O NE L0 M O USINEIGRER 21T - 725 Fe. BRI B AT T o7
WCBWTHEE =273 6T, AT AT 7 = OEEIE82.1~101.3%. HHTFHE1Z1.9~5.6%.
RIMLO B E1387.2~102.7% ., DT 1X1.3~8.9% ., XM 20D B 1181.8~99.5% ., DFHTHEE1X2.6
~TA4% D BAFIRFERDPE LN Z E0h . AR, REEWILEICB T 28O A . I8 & OV
N, FBIN, 1T HAOEOHKEWCH#EIGATRETH 5 &I Sz,

[ # ]

BKEMTOAE R A7 20 REMLE OREIM2 (G kEETe, ) 2% 7 —, Bk
VK (9:2:9) B CERY)—b LI on-~F VU FETFT7 2 h=F UL, FE&EOUK (80:1 :
20) R TIN5, FERTF LR On-~FY 2 (1:19) JRIEZ AV ZEESRICE Y Ar e Ay 7 =
VR ORGEHIMLZ BREEIC,. REIM2 K O DA IR A2 KB ET 5, AEEICOWTIZEDEE,
KIBIZ DN TIIAHIM2 D1 &1 2 SR TR 43 L CREIM2 & L | Bl = F /L K Un-~FH 2 (1
DIRHECTHE L%, = F Lo P T I -N-Fa A U b U AV =H 5 A TRELL , LC-MS/MS
TER L OWERT D HIEE % Lz,

B L7ciBRiE A0/, FolENG. O, BOFHA, BIF. 43, EbihD, 272E, T
FOVL U L7 fE R, S@RUE B TR OREHC B T HIIEEY— 27 138D b, A A
V7 = DEKET82.1~101.3%. P TREEIX1.9~5.6%. fEPIMLOEFE387.2~102.7%. HH TR
1.3~8.9%. UHMIM20DHJE1381.8~99.5% ., DI THHIEE132.6~7.4%, EEIR5130.01 mg/kgZs AlRETd 2D
LR TE T,

EEPSN
+ 14C-BSN2060 METABOLISM IN THE LACTATING GOAT
- Bayer CropScience Environmental Research 110878-1 (VL | {RZEiR{HLEED

LRI SIS ORIRIE AR AT = RBE KR
SR - R A
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A AT 2 R OMREHIMLOGRINEIGRER BT 5 7 a~ R 7T A

T70 A
R M1 R M1
J/ AEBRATT v $ AEBRAYT v
AN Ak
" =
Rt M1 : K M1
v V/
| 2R AT
\J/ AR AV T 2
‘ \/
N k _
FEEYR IR ) FEAEYR IR
— Rt M1 —
: J/ Rt M1
AR AT 2 |
\b AR AV T =
o ﬁ L

8-2 L DHENFD SRM 7 <~ k7T I
A n AT = ROMGE M1

(m/z +273—187)
ISHNREE < 0.1 ppm

8-1 ZFDOAD SRM 7 1< k75 A
A A7 KO ML

(m/z +273—187)
WSINREE < 0.02 ppm
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N

IR
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KR HERI
|
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IEINGAE
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|

IR
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v

PRYETAIL
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o .
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2vwa A7 v KOG M1
(mlz +273—187)

WA  0.01 ppm

T

R M1
\L AR AT 2

\’

NPT

wANEEH
— R M1

AEBATT 2

v

s s s i Ao e
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X 8-6 4+¥.D SRM 7 1~ ~ /T A
268 AT 2k OMREY ML
(m/iz +273—187)
WRONFEEE - 0.01 ppm
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8-8 9REDSRM 7 u~ 7 F L

A E AT RUOMREY M1
(m/lz +273—187)

VONJREE : 0.06 ppm



T30 T

T =
HH M1 : Rt M1
i ABAYT = : \L AERAYT 2
AR wNEEk
Rt M1 “ [CH#9 M1
\b AR AT =
Q/ : AR AT =
\%
FEHEYAIR FEHEYA IR
R M1 :
¢ : R M1
Xtoi’“/7l‘/ : ¢ AR AL T
A L L L

X189 XIFOSRM 7 u~ +7'F A [48-10 LLADSRM 7 1~ k75 A
A E ATz KOMREY M1 A E AT RUOMREY M1
(mlz +273—187) (m/iz +273—187)

VRONFEFE : 0.06 ppm VRINFEEE : 0.06 ppm
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AR AT 2 LOMGEYIMIO E&RROHEEICE TS5 7 e~ N7 T A

T70
i

K M1
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h—'\m/\&r\ i N

<~ N v 7 ATIIEEAELAIR
R M1

¢ AEBATVT =

v

TR HEP I
|

i M1

¢ AEBATVT x

\/

v

v

v

—

R 9-1 FOMADSRM 7 v |75 1
Z2EE AT T = K OE M1
B 0.01 ppm AHY

T
—————
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$ A¥BATVT o
Voo
N R 71

< U v 7 ARNIERERIR
B e ML

v

AR ATT =

e L
PP
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\%

AR AT o

b

b

v

1 Ll

% 9-2 0I5 SRM 7 i~ 7 5 &
Z2Ea ATz KOYREY ML
B 0.01 ppm A4

_32_



T 0

Rt M1
i AR AT =

%J v/ ,
R A

~ MU v 7 A RIE AR TR
EEx R ML
V%

AR AT

I

o il

R#H M1
\/
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e at
X 9-3 4Dl SRM 7~ ~ 7' F A
A B AT = R OREHHY M1

Bk 0.01 ppm A
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~ N v 7 ARIMERERRIK
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L
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v

AEBATT 2

\/

ot L
PRI SR Feai M1
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\%
e 1

(19-4 572 FDSRM 7 1~ s 7T L

ZAEE AT KOS M1

Ak 0.01 ppm Y
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10-2 2EDRER D SRM 7 i~ 75 A
R M2 (miz +289—241)
WINYERE < 0.1 ppm
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X 10-4 OO SRM 7 o< ~ 77 A
R M2 (miz +289—241)
WRINFEEEE - 0.01 ppm
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11-2 20N D SRM 7 0= 7 5 I

R M2 (miz +289—241)
#UEHF 0.01 ppm FHY
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