HKEABES X, AREFARCETIRABRZNV T LDE=LOTHY . HBREDOREMEIS
FRLTSELLTTSL, BH. BEEORBRLEBHFFERHAKRE L OMICEHENH
BEBICE, BAMFLEETRHABRENMERT SO EEZEET S,

BB I OREFORITHLIMED
ABREHFRERBEE

S I7IA T URERE (BKEY)



OS5IV A T RER L (BIKEW)

[#E]
1. BMRUREBREDBRE A8t

BERADTHAVIIINA T 1984 FITHR(KBARBRRFHHRA ) T, 1985 FITFMY(NER
MIENAILIOYTHAIURM) T FNENHBICHARESN YA RRFEE T HELRAOSRRZRE
TH5. ERDOHBIEDFT NI LAF B BEEELSE ., REMICHBREOEELELNGTEILIC
FUERT 5,

EAEITHEWNTIE 1995 FICHHTEEZRFIN, BEYNDOBERILKAGINTE -, T . ROT47
DRAMHIEEADEIC, TERENFTEINT =, S5I12, BEIRFEICE ICEKEY~DERILRDHE
ZIT. BERRERESTHYEXRAVV-BRAREEZETMNERINT,

EROEMHBROBRICEVT, ZHPAUK. EFEERVEGRSEILROON G2, EICHES &
UREANDFENROONT-, ABHERZLLIC. —BEIGFREADD AR ESIN-OL. BR. ANYE
DIFEEED—ERIE(FER 25 F 3 A 12 HELRH 0312 F 2 B)IZT. BKEVOREBNRESNT=,
BE. BEYERKIZHRR D IETRIEEMDHESNTINS,

DIINATIVDREEICOVNTIE. BEYTIEERREBRENBEBMINTOESS, BKEYMTIEATRH
BENKRBETHD, £-. BKEYVO—FHRECBVDTIRNERHB D ELTHBIN TV, 22T K
BT, BKEDERRELEVSTILA T DOEBREBEDREEET o=

2. PRI EMOEBERXRUYEILFHNMEE
PHRRIEEW: ST ADTTY

s
O—Q
CIZH3
CH;CHZO~©‘?_(CH?}3 F

CH,

7F3: CasHzFO,Si
FE: 40858
£ 4 : (4-Ethoxyphenyl)[3—(4-fluoro—3—-phenoxyphenyl)propylldimethylsilane
CASNo.: 105024-66-6
SR EEFER. DO HLRIE
Bhm: —40°CKim
AESKE: 25x10° Pa(20°C)
AR K(pH 6.5)  0.001 mg/L
ATy >300 g/L

(917 >300 g/L
BEERTFI)L  >300 g/L
V4% >300 g/L
A32/—)L 118 g/L

1-F 9% /—)L/IKHEE %% (log Pow) : logPow = 8.2(22°C)
fREETER (pKa) : HEiE FAREEE
TEM: B, BE (RN HESR 400°CLLE)



kS RN FEE 1 FLILE(25°C, pHE. 7T RUL9)
KN RS FREET 391-857 B¥fE (2XBEK. 25°C. 310 W/m?, 290-800 nm) .
341-583 BFRS (B #A/K. 25°C. 310 W/m?, 290-800 nm)
[HE:.OSTLA T EBEMNE (MILTBUEABMKEEER iz 4—)]

3. H¥EE(HE
an (B
(ppm)
K(ZK) 0.3
= 0.1
MrALK 0.1
AEED 2
TDhEx 0.1
HDA 0.2
BOHAMADRERELEK 3
LEY 3
AL (R=TNFLUDEED) 3
JL—72)L—y 3
54 L 3
ZFOHOMNAZEDOFERE 3
YAZ 3
BAGL 1
FEFELGL 1
353 0.1
mE 2
B3 80
ZDDRINAR 10
+ DA 1
BROHA 1
DD EEFHELEICE T EMDHA 1
HDRERA 10
R DRERA 10
T DD ERFHELEICE T 52D RER 10
4 R 2
R D BT i 2
ZT DD EEHELERICE T HE D FFHiE 2
+NEE 1
R D Bl 1
Z DD EIEFHZLEICET 223D BhE 1
+DORAEHS 2
BEORRES 2
ZDMDIEEFILEICE T LEBMORAEHS 2




2l 2
EBOHA 0.1
ZTOMDREADHA 0.1
FEDRER 1
ZDMDREADASR 1
DR 05
ZTDMDREADRTE 0.5
BOEE 0.1
ZDMDREA D ERE 0.1
BORAES 0.5
ZTDMDREADERERD 05
RO LM 1
BN 0.4

[HE RN FEORIEELE (BIHIMFREALEETREIT0S) F18BmMm ABR—BRARIHIE 6]

[RERA %]
1. &
RO DA - A5 - APl -E. BOI., LLA . YBELXRAL -z, LTI OERAZERL,
DAL, ATREGRYBIBZRE. M1y —1li=,
2)ERAIE. RIREGRRY A AABZ R E . it —1ELT=,
3) FRfEi (. MEUI9—1E L=,
HELF. KCEALTH—1ELT,
5)IIX. mEBREL. MBEREZEHLE TECEALE—1ELE,
6) LLA. BREREL. BON=LEEXBOMAVERIZOE. 9 5 SEIKTIYET -3 OEMELIY
—1{eL7t=,
NSGFILEREERAL, BERVV-AIBHM(NE. BRUREED) &, 19—kl

2. AE-HR
USTINATIABHES, . HE 99.5% (B TV LFIAMEER)
Tby FEBERZE-PCB HERMA (300 {5 BMEREMR) (BLI7M/L LTS MIESR)
nA~FH KRB RE-PCB HERA (300 fERMBRESR) (B 7ML LTS MESR)
7HEb=rJJL: HPLC A (ELX T/ /L LRI HESR)
AR/—)L: LC-MS (B I/ /L LTI FZER)
FEE 7= L BEFR(BEL 7ML LTS HHESR)
IFLUTTIV-N-FOEILI) LS AS ILE=HS L Bond Elut PSA 500 mg/3 mL(F7Z L&D
BERR: D57V A T AZELR 0 mg ZFEFL. 7 TAELT 1000 mo/l iBiEZERE LT,
BRERARERE: ZERRBRET =ML TEEHARL. 0.0005~0.003 mg/L BT 0.005~0.03
mg/L DREDBERZERAELI=,
RIAEERR: BERKET A THIRLT 200 mg/L 8K . RV 1 mg/L BREASLT=,
20 mmol/L EFER 7V E=V LiBiK: BT UE=D L 1.54g%K1LISHERELARL,
20 mmol/L EFEE 7V B0 L+ AR/ — LB BFBETUE="7.L 1.54 g #A%/—)L 1 L ITBERELIAZRL
T=o



3. KE

BEEAREDFTAY—: T25 Digital ULTRA-TURRAX (IKA &)
J—R70tyH—: MK-K61(/\FY=yH#l)
BEZRINEMEERE: Syncore Analyst 12 A F (Blch &)
=D BERS: KUBOTAG200 (U7R4EL)

ik BESEE Elix essential MQ-a (AJLO3)HR7H)

LC-MS/MS:
¥ B i A—h—
MS 6460 A%
LC 1260Infinity II A%
T8 MassHunter 7oLk
4. BIFEEH
LC-MS/MS
LC &
hS L InertSustain C18 HP (& 2.1 mm. £& 150 mm. HIFEF 3 uym:
(O—IIHAIURE)
FEHETRE (mL/min) 0.30
EAZE(UL) 2
AT LIRE (C) 40
o A ;:&:20 mmol/L BFEE 7 E=") LiARK ~
B % :20 mmol/L BFEE 7V E=D L A2 /— LB
B (99) A& (%) | Bi&E(%)
0.0 40 60
2.0 40 60
TSI UNEH 5.0 2 98
14.0 2 98
141 40 60
20.0 40 60
MS &
AEE—F MS/MS (SRM)
A1FEE—F ESI(+)
FrESUEBE (V) 3500
Y—ZRE (C) 180
B AR E (C) 180
AFI)—AHR ZE3%. 12 L/min, 60 psi
O—RA—HRA Z%.12 L/min
a)oavhHR Z%x (MS/MS DOiHH)
FBAF (m/2) MS{MS: 426.2—287 1[5 AoT—2—EFE 100 V., a2)P3> I xR
JLEFE—10 V]
: Ty N
EMEAA> 0 (m/z) %%&%54\2/?-2*181 O[T AoT—2—EFE 100V, a)ParvIx
— . MS/MS: 426.2—168.0[ 755 A F—42—EE 100 V. 33> I x
EHAA 1 (m/2) L —40 V]
RIFERE (min) 11.0
5 2

UITNATIURESR 50.0 mg ZHEFEL. 72 50 mL [ZiE#ZL T 1000 mg/L i3%&%

A=, DA




BET7 =ML THERL, EERRICHFTHHMAHDBIEDRIZIX.0.5.1.1.5.2,.2.5, RV 3 ug/L D
FREBNREAE L=, F- BEBRMBEHOBRIEDRIZE. 5. 10, 15,20, 25, RV 30 g/l DIFLEBK
IR Tz, COBK 2 UL % LC-MS/MS [TEALT. /o zE—VEEZRVTREREER LT,

AHERA®R 2 L & LC-MS/MS [TEAL . ERLI- R ERICTHRIMIREREIZKYSITILATIVDEESE
HHLT=,

6. MM DAR

AMREL. SEROREEE, RUBEREEERS 0.01 mgkg TEEL-, TROEEY. HFIMAFRES
BRET7 L THREL., B 10.0 g ISFMLT=, B&E. FDIEMISONTIE, HoMLHHRILEAELIIKREIS
THMLTz, TD%.EAL 30 HHMELI-OBERLT =,

AEMORAE (F&M 10.0 g [27FM)

N ahnEt
R | omm | toEm | FoFm | %5 250 LLa | suz
HAEfE (ppm)
FE(E 1 10 2 2 1 04 04
200 mg/L ARMAEERR RNE
50 uL 500 pL 100 yL | 100 L | 50 pL | 20 pL 20 pL
TERF (mg/kg)
FERER 0.01 0.01 0.01 0.01 0.01 0.01 0.01
1 mo/LiRINFAEEER R Am=E
100 pL 100 pL 100 yL| 100 yL| 100 pL | 100 pL 100 pL

7. ABRBROAS
=

USINATIUERHIST RO R Un-AFH (1:2)BRTHEL, SSI2n-~AF YU THELE-. 7+
F=R)IUIANFH U HDERIZKYBRIEL . TFLUSTIV-N-TOE L)L AST LI ZHS LTHREL, LC-
MS/MSTRE=ZRUVHERLT=,

(1) ¥
1) A ERA- . LA, SBE DB E
FH#10.0 gI2K10 mLEMR . REDFAXLI=D6 ., TR RUN-~AFH2(1:2)iRK50 mLEMZ THRE
TFA4RXL. 85 3,000EE TSR RO BLIz, LEBOARBERY. BEBWICTn-~FH230 mLEMAK
EVFAXL. AHROEHTRODEELz, LBERY. EOLBLEHOE . N-AFHUEMZIEREIZ100 mL
ELT=,

2)435L. FRNDIGE
A#10.0 gIT7 R RUNAFTHL(1:2)E& 50 mLEMA TRED 4 XL, 85 3,000E125T55 [
BLDDBELI-, EROAREBERY. BBWICn-~FH 30 mLEMAKREDFA XL, AHROEHTEDLS
BELT=, LRZRY. KD LEEEDLE  N-AFHUEMAERHEIZ100 mLELT=,

(2)BEREIRE 7HEF=F)ILINTHUHER



100 MLIZERLI-HEBREEREIT10 mLGERFH gfEH) 5 EL. 40°CUL T TEMBL. XRISERTER
IN—DFETLD BEEREL . BEYIIn-~FH 210 mLEMA TEM LI,

CDBREN-ANTHUEANT A=) IL20 mMLT D T2EIRESHHEL., E5IZ, n-AFH UM T =R
JL10 mLTHRESHE LTz, 7R =M ILEZEHEA0CLUL T TREMEL. RRIEERTER/N\—IIZKYAE
ERELIZ. COBREBWMEN-~NFTH 25 mLIZEM LTz,

@VFEE ITFLUSTIV-N-FOEILI) L) AT IV AT LEER
IFLUOTIU-N-FREILIY AL YA ILE=HF L [Bond Elut PSA(500 mg/3 mL) 1IZ, oML
6 n-~NFH 10 mL ZEAL, RHERIFE T, COASLIZ, 2) THoONERHBREIALIEZDSG,
n-~NF52 10 mL ZF AL, BRBREIAILDLBHEZRY .. % 40°CLL T TREL. RRIEER
TEZRN—VICKYBERERELz, COZREBMET =P JLIZEMEL, EFEIC 5 mL &LIz3D%F LC-
MS/MS D ERIBHRELT=,

N

Hy
=

[ % 70—F v —K]
| EA-BER BRI, LU&. 55E: =¥ 10.0 g [2HSMLHK 10 mL EMEAESF AR
| BR. 3L ¥ 10.0g
e
FHEFURY n-AXH (1:2)iRiK 50 mL 2MAKRESF (X
EDSBE (4 3,000 EEx, 5 5F)
LB (BHE) &R
BEWIZ n-~THL 30 mLEMAKRESFAX
EDSBE (4 3,000 HEx, 5 4F)
| LB EEBERY. XD LELADES
[EZ 100 mL(n-~FH>)
| EFEIZ10 mL 4B GEE 1 g%
D GRER )|
| BEBYIZn-~AFH 10 mLEMZTELIT
FEF=FILINEHUHE
| nAFHUBAINTEr=R)IL 20 ML DO T 2 EiRESHE
| BT n-AFHUBAT7TEF=FIL 10 mL TIRESHE
FEr=F) LB
l
DM GREEE))|
| BEWE n-~FHYL5mLISENT
TFLUSTIV-N-FTOE LY IAES YRS ILHS LEESBond Elut PSA (500 mg/3 mL) ]|
| HOMLSH n-AFHL 10 mL EEALFRH&IZIZTS
| BEBEREEALEZDS n-AXHL 10 mL EEA
| BERROEANSDLBHKERERT S

o

— — — — —

EE GRIERE)|
| BEWMETER=F)LISERLERIZSmL &T5
|

[EE 5 mLGHBRAR)]
| (GHERR S mL &, HE 1 g IS, BTREOFERE 5 )




LC-MS/MS

8. YRV IR RIMBER RDHAR
EURE 100%48 4 RED 10 fEREDIZERR 100 uL E2ERA—IJICEYBRIRE LI, TE~ATTVY
AERRIREMAIEREIC 1 mL LB DERMN) VI RFMRERREL=,

[(HERRUSBE]
1. AIEFH DR
M AVTLEBERWIZHITHREAT RUBIE/ STA—2DFEIR

AT LEENMEICETARRILEYMDRIEAF > DERRVBIEEEOREILERATz, T4
L5 AFYVAERVTAZ VMM AU RFZ YV BIRETV. ATV V—RXBE. BIEAF 2 DER, 755 4
UT—A—BRERVAOIVIRILF—DEREILEIT O,

BHE.UITIVATI (HFE 408.58) DTVAh—H—AF2 LT, EZLOW|ET TIX, ESI(+) E—F
[ZBEFBETUEZDLAFTUAIMAF (m/z 426) BN BIRSNTNS, T T TUEZVLAA UMD F
MEBLSWNES, FHEREFDOEEIZIE. 20 mmol/LEFEE7 U E= LiBiKRKZ 20 mmol/LEFEE 7 E="
LA/ —)LBER (1) EBEHEELTHW ., R EASLIFEEET . JB—(2 Py avItkyY, o5
TILA T DIBEER K (10 mg/L) ZLC-MS/MSIZ2 LI 2EHLEAL, 755 A0 T—42—BERVAY)
DAV IRINF—DINTA—ED R E L EFTo1=,

RBLEFEHERIFT OIS FTAF 0V —RBEDOREILE T oz, FRALIZEETIE. 414> —
ZBE300CHHETIE. PUEZ I LR MAENERERGRH LGN o=, BREZELTIKE BENLR
LTLKIERA RSNz, RETDFER. (A2 V—XBE180CIZEWNT, RE. BRELBICBITFLESRE
BBHENTES,

AEHICTEFEAICKDRAX vV BAIEETV. 75T A0 T—2—BEEREFLIzEZA100 VTRE
BIFGRARRGLAELNTZ (K1) ULDIFERMIS. OSTNATIoDToE=D LMD F (m/z
426.2 [M+NH )N ETVh—H—AFELTE=,

m/z 426 2% T Jh—H—AFx2 L, TAF VM AU AT v Bl EFEFEAIZKYERL-, B85l
TOZOMAL DIV TFILDBREFEDEIZ, m/z 426.2—287.1(A)2avIRILF—10 V)EZEERA4
VIZ(K2) ., Ff=m/z 426.2—181.0(Q) 3> I RILF—35 V) RUm/z 426.2—168.0(a) 3> I RIL
F—40 V)EEMRA4> (K3, K4) &L =,

Intensity

m/z 426.2
[M+NHa]*

4 0 T R N S SRR PR Ut W ,J\,'Ll InA.,_. i
PHREERAm G RRE SHE S SRR SR D Rn mm mAmo Snmo mmeoan@oamnoaanama A ,,Vu,m,,,m/z
1. OFTNWNATIVDAFY ARG

A&y 100-1000amu (K TIX100-600amud €% K 7<)

BIEEH ESI(+), 955 A0TF—4—100V

DTN A T AZERK 10 mg/L, 2 yLiFEA

Intensity



i ® [+l Prodoct |on i 1064 ey Frar NN CF=0K) DF=DI0 CIDEAL0 (4S80 = =) SiFUA-Fl-Seant d . «— 7°I:I ’;‘f BhA 71'3/ (E% )
= m/z 287.1
(FUh—H—4#>)
s m/z 426.2 \
. e mao IR LRI T (V. o H0 Fe6 MBI o 0 WL 1 453
0 L)
2. VSINADTIDTOAZIMMA VAT DARGL(EER) m/z

(RER)TIVAh—Y—AF>: m/z 426.2—287.1

RIEEM ESI(+),

)23V I RIILF—10 V

SSTNATIABERK 10 mg/l. 2 pLiEA

Intensity

4251 Produt o [ 3441 i) Feg=100 1 CF=000 DF=0000 COISA (050 > ) Sia FbPiemtd

1680

TR LR

N e BN ) Dy RS

Al

i) «— JA¥FI A2 GEHER)
m/z 181.0

M43
b b1
—J—\—--—Ml.-n—-—-—-—«“—-l

o

195 88

(FUh—H—AA>)
m/z 426.2

3. VSINATIDTAZIMMA VAT DARGRL (EER)
(EHR)TVh—HY—A4>: m/z426.2—181.0

RIEEMESI(+),

a)oarIRIILX—35V

SSTNATIABERK 10mg/L, 2 pLEA

Intensity

425 P 00 ) P00 P00 DF0008 OO0 IS0 *) SlaFbAefiald

) «— FOFINAY GEMR)
m/z 168.0
140
| B
Do o o Mg m |
i | |

4. OZINAITIDTOAFIMMADZAX Y DARYMIL GEMEF)
(BHR) TVh—Y—A4>: m/z426.2—168.0

RIEEM ESI(+),

)23 I RILX—40V

DIITNAITIAZRERK 10 mg/l.2 pLiFA

(2)LCEH-DRET

(FVH—H—AF>)
m/z 426.2

4

+

m/z



ST ATIUIBOH THAKENEL, HHFR HPLC YU TIIEE AR LEREZNGY ERSELENE, &
BHSLHSAEHETELEN Oz, EBIZ, LD (1) TRLEZESY ., FUoEZD LA UMD FETIA—Y
—AFVELTGERLTHEY. RENGAA ULICEET 2 ENH 1=,

UEDTEND, AHBERICIEIEFBET VEZVLNBRLB WA/ —ILERIRT S L BFEEA 7V
SOLREIE, BHMRARE(LCMS IZXEREEO—FHEBRZEN (FBKEY)) TEERAIN TS 20
mmol/L &L=,

BERBREAVTHBEHEZREILIZEIA, BFGRE. BEERUVE—IBKRMOBTONT2H. BDHK
MEY pH DFEIX. FETHAEHIE L=, BH. DBthSLId, —iA7%4 C18 HS L (InertSustain C18
HP . A% 2.1 mm, £& 150 mm, $IF&E 3 ym, S—IIILH AT RE) #RALV=, F=. BERERP D
)P RENZLNSELZHERT 5126, VSTV ME—FEERLT=,

ERD[EERAZE] 4. BIEFHICHREBL-FHIZT, DEEKRZHEELIZECA (R 5. F 6) . BEA—X
DIEEBRRIIOVTIE. EFGE—IBRK. BREERVREER/HIENTE,

TIC

Counts
10 3 |=ESi TiC MRM Frage 100 0 OF 0 000 DF =0 000 CiDE“ (~ o “) STOLLvd 4

“— 3D A Ty

[

£ & €5 Y ¥

5. 574 T 0) LC-MS/IMS 4O S RT (min)

SRME—F(TIC) L3N ATAZEBRER(TEM=R)IILBR) 2 ug/l.2 yLiEA

s
o
c
&
3
s

s
°
9

i

»
¥oa

———ot

il

E = E "@ 4.264

£ £ o o

3 3| mEAAY 3 2| meEcry | 3 i mmoy

O .I| miz4262-2871 O 2| mrz4a262-1810 | | O 251 m/z4262-168.0
- 275 |

—— oed

2174170 17a 166108 11 ||'7||'an' n'n
oautsttion Time (r Acquisition Tirr Acquisition Tin

RT(mm) RT(mm) RT(mln)

6. II7ILATID LC-MS/MS Ha<TrTS L
SRM E—F (A4 UH#E) STINA T AZEBRR(TEF=MNIIILIER) 2 ug/ll.2 uLiEA

Q)RER
TIZOSTNA T DB EZDHZETR L=, 0.5 ug/L~3 ug/LCEAE 2 L) DB ESHETHERLE-RE

RORERBUT.R?0.999 LU ETHY RIFLERMEZTRL=,



X
-
Q

S

Response

UR:E |
n64
03 04 05 00 07 OB 08 L 11 | B 1.3 ra L5 L] 1.7 VA 18 2 21 22 73 74 P5 & 27 FE 29 3 21 3.2

7. USILATIUREL Concentration (ug/L)
y = 13018x +1289
R2 =0.9992

(4) EERS
DA - BE - FHiE- 2L, IO, LLA ., 573F : 0.01 mg/kg

— 2 EHE 0.01 ppm(mg/kg) Z BIEELTz, FFMZLITITRT,
HERAKE: 5mL

HERBARDPORAME: 149

AHRARILEYMDEEMRR (0.01 mg/kg) #HZ=:0.004 ng
EAE: 2L

[HERBHE(mL) HERBRPOHAME(Q)] X [(PFTHRIEEVDEERFEZE(ng) 7 EFAZE(UL)]
=5(mL/g) X 2(ng/mL)

=10 ng/g

=0.01 mg/kg

BILEICTHEBE 5(mL/g) BEHREBLLIZGE . HH 0.01 mgkg ICHETHIHBRAREER 2
ng/mL(ug/L) TH b, 1ZHEFK 2 ug/L(2 yL 3T A, 0.004 ng) DHYOTRITSLIE, B 5 RUK 6 IZRLIES
YTHY ., BEA—ADIZEEBFRTIEREI+57THoT=,

F-. BB OFMBHOE—IBR. RERVBRELRIF THo==0. EERFR% 0.01 mg/kg &LT1=,

2. BB RGRSLEDRE
(1) A EDRE

DITNF T DYEEL T, BKEAED TEL & (log Pow = 8.2) [ITHERL  BETE 1T o=, &M D
MNEMAZHET 5 EE, BRIFHEBREILC/MS ITLDREFD—FHRE I (BKEW) 1ZSEITHEL
f=o BBRABETE., BB (FHA. BHELUHFES) ICKEMATEDFAXLEOL, 7R RU n-AF
BUDRBEMAREDTAXWHL, BOABL-R. LROAREZRY. TRRUERBYMEBE. -~
FHUTHHEL. ARBZELELOZHMERETHHETHS.

COAEEZRATAET. BKEDE N IINATIVZTHEABZCEURL., F-SBIEDTR)Y
DRAETRADH. RETEDLDEE AT,

BE.BRERVBEEIX. FDDRT—IVIZTHIEEREREL-, THHHBEHF 10 g (2K 10 mL Z/0
AREDSFARALI &R TENRY n-AFH2 (1:2)iBiK 50 mL T 1 BB QO £E1To7=, HIHBETE,
BEREREDT AP —EFEALIz, REDTA IR ED S BE (3,000 ER/5. 5 ) EeEEL. LBOAKE
ZOmMLz, TRRUERBWIZOVTIE n-AFH> 30 mL ZFERAL. 1 BB Ot ERERICIERIEL. £EZE
EDERBEEOE . N-AFHUT100 ML [CEHEICERLI-LOZEHMERELT,

RHALIEDMEROFHBEL T, O5T7ILA Ty 10 ug ZARMLI=K 10 g ZEELERHEL ., B DIRIEIZHE

- 10 -



LY 100 mL OHHERZFARL =, D 10 mL ZBEBRELR, 7TEF=MJL 1 mL ICHEBHEL-LDZ% LC-
MS/MS THIE LTz, RIITRLEBROERY . +HRENRENFOND_EEHERTE =,

=1 WMEAEOFFE (AEA~—X n=3)
1 2 3 Ave. | RSD(%)
B4 (%) 98 101 96 98 2.6

REEEH K ARNE 10 ug EEXRIREELTT mglkg)

—A. LR OMEEEEZRBICERALEZESA FATIEE#BENOOMRICABTIRELAAONT =,
BEKEMAREDSFARTHIEEEERLIZESAH COBRRIFELCEN oz, £z FERUVRITIE. 3
LHERBPDEKEN+HLEO. BONEHEDOLBLETEOABIEIRIFTH .

L&Y, FERUVEBINZDOWLTIE, KEFMLEWTHEHT 52 EELT-,

FEHAZAV., LBROHBREIZH FERIIRFLIRIEL z, 1Z2EBRERML 30 N MELIZE. HMHIRME
17U\ Bont-HERES WML, BEEFREL-OL, BEBEYMET7 L= ILIZE ML=, 12E. LC-MS/MS
BIEICTIMYIRIZEDZEEZTRNES . AHICIEERE LS IIBERKERMU=, FRLEE
HEOHMEREEEFR]RL LC-MS/MS BIEEEML Iz, R2ITRLEFBREDESY., HETHLRITAMEER
ENRIBETH D LHIBTLT=,

®2 HMHFEDOFE GIHTRER n=1)
4 0FHA | FOREN | +OE 43 F50M LC# SEE

EIEICTY) 95 95 95 98 102 91 91
WINE: 200 ug (BHMEEELT 20 mg/kg)

BE. LUBROEREOIN VI AN EEZEEL . R TERL =L & 100 mL A5 IEHEC 10
mL(EAM 1 g BE)EHTIMI o bbliz PMLEMHBROBEEREL. n-~AFF2T10 mL ELEEBDZE
LIBE DR AR R AEICE AL =,

(2) BB A E D& ET

BRREAEEL T, 7NN SO REOBEREA A=, —BRHMIZ AT HURUT =N ILE
30 mL TETHH., £iRdD 2.(1) D ESY . HHK 100 mL M5 10 mL &L, REEF 1 g HHBITHEL
TWAIEMND, FRIEDT=HD n-~AFHUDEIL 10 mL &LT=,

—AT.OINATUE BKEDOBO TEHVMIBED O T =M IAREREINITKNIEAFES
b, ZD1=. NEIKREERT DIHT=Y n-~FTHUBEM7 =R IILEF 10mLEREAREL, S5I1215
mL B 20 mL TOREHLEREL . n-ANF YU EITHT DHLERE L (F TREEZ1To1=.

n-~NEH2 10 mL ITEEZRML, 3 BT OHERBEEEZTLD. TR T BRETEREEZITL 100 mL IZE
HLE=HD% LC-MS/MS TRIELT=,

BRERIITRLE=. WTHOT7ER=FILETE 3 BIDHET. EEMICENRTEDZEDD ., n-ANFHY
fafn7Er=FJ)JIL 10 ML TOHETIX. 3EBIZHETEH 7.4%~8.6% D EIUAZEHNT-, n-~NFH 88
M7E=FYIL 20 mL ELTZIBE. 2 EOME TEEMNIZEIRTESZ LA T,

&3 TELZRIILAANFH U SEOHE RO

11 -



n-~NFHUEMT7EFMILE

10 mL 15 mL 20 mL
HITH () 1 2 3 1 2 3 1 2 3

1E18 70 72 71 82 82 81 86 87 88
N 2[H 24 24 24 22 20 21 16 16 16
E(]il/f?é 3[alH 8.6 7.4 8.5 4.1 3.9 4.8 1.5 1.8 1.9
=L 103 103 104 108 111 107 | 104 105 106

Ave. 103 109 105

RSD(%) 0.6 1.9 1.0

AINE:10 ug
B n-~NFHD 10 mL [TEREFRERML. -~ H BT =ML THEZIToT,

LAl n-AFHUEF7 =)L 20 mL TORMEFRYIRT LT AT HUBNSERZICH DTS
ENRER SN, S5I2, BRHEERAVTRERToEIAH. REIDEBETN)vIRDOMEELEMLI-C &
Mo N AFHUEEMT7 =ML 20 ML T2 E#EL-0OB. 3 BB D% 10 mL TIT5Z &L=,

LR DRELHBITERAL., BUREDRIEIT oz, TOHER. R4ITRLIZESY. £2TOREHT 3 ED
HHEEEICTRIFEEURENFEONDSZE. MDD n-AFTH U7 =F)JL 20 mL (245 2 BIOHEE
EICE > TEENLBEIRAFBONS LR TE T,

K4 TNV AANFHUSE GIRHHE R TERR n=1)

COFA | £OMEE | FORFER | 43 | B | LLax | SuFE
2
A EURE (%)
2[E14h H 97 96 104 103 106 103 103
3[El4hH 96 99 104 100 107 101 97

HRANE:10 ug

2 Bl n-~FHoEM7ER=F)JL 20 mL T 2 [EH#H

3 B n-~NFHUBEIT7EN=FJJL 20 mL T2 E#HELI-OL, 512 n-AF Yo7 =r )L
10 mL TihH

() FEHAEDEET

BREEIREICKYBON - RDBEERELI=ECAH, S TIIHEEDHHERTEERY . BIITIE R
HABODRBRR. IO, LLATIHHRBEDOEREYMO RSN, 2B, BREVLS-EBHEETHERE
HOBKMEIEEYDBREEBREL. TFLUOTIU-N-TOE L) ILIEL U AL IILE=HS L (PSA: 500
mg) # AW ARR OB AZEE LT,

UIINATIUF, nFEE L BEIIIERICEN SO, FRTIEEOEEEB AT, BHEEETS
BREEZIF DL EMELDIRNSLICREFEIE-FFE. BINT 2HENERATHSIEE A,

BROBEERFLER. DSV A T DS LICIFEAERE T BEBERED n-~AFH
NHTEYRTESZENE-T=,

UL&Y, FEF=R)IILINF YO R EEDRBREBERELZE. AT YL 5 mLIZHBRTLHILE
Ltze BHE.SZHSLIX. HOMLDH n-~AFH 10 mL THRELFERAT HTEELT=,

FERVBHOESILED-O . ZERRERMLUIZ n-~ATH> 5 mL ZhSLITEALAHKRZERRL
f=(ESD) o RWNT. n-AFHL 5 mL EHSLISEAL, BHAERRLEZ (BIHQ), S5 n-AFHY 5
mL ZATLITEAL. BHBEEZHEERLZ(EBHQ) . FEDZBEREL. 7EE=R)JLIZEREL LC-MS/MS

- 12 -



THRIELT-,

KEITRLEBERDLEEY  n-AF YU DOAHATESICERTELZ LD HRTE =, BHORUVEHQZER
Y HET, 96%~102% D EURENFGLNT=,

BE.HoNLOEBERL. IRV IRDHSLADREFERVREDEHEEZELI-ECA. BHAIZH
2% N-~NEYUDFAZTOTH, WL LRICERFENIZI M) I ZAD NV RO KIEGZRE X R ZITon%
MNot=,

UEDOHFERKIY, HBIIEVWTHEELGEREAZEFOBRECH AN L. BEHOMNLQ. T7HhHhE . HHE
5 MLEASLITEAR. SSI2nAFHU 10 mMLEATLITEAL, Bon-2AHRERINTHIEEL
T ERLIZAH REREL. BEERELT7 =ML TERKIZ 5mL ELT-3D % LC-MS/MS D ER AR
ELT=,

=5 PSAS—ASLBEDRET (FEAR—X n=3)

RAM0O) | 1 2 3 | Ave F:;[)’
BRSO REARS mL SEARORHR 94 95 100 96 3.3
E5Q n-~FH5 mLEA EIES 2.2 2.9 1.7 2.3 26.6
EHQ &lTn-~AFH> 5 mLEA (%) ND.| ND.| N.D.
&&t 96 98 102 99 3.1

WINE:1 pg (GRERF®ELTI00 pglL)
N.D.---Not Detected (LOD 1 pg/L. EIURE<1%)

EHMCBE TN LBROFTMEREL =, THhL . FHAMITONT, 7. HERFRDOHARIHE VS
BT LBRRDOBRBYICRERRERINL., BERERELLZOL AT YL 5 mL EMARRENS
LITEALIz, EBI2 n-AFHY 10 mL ZAFLITEAL, EMBRTIAILDEFHRERRL -, BHR
ZREREL. 7 =ML TERIZ 5 mL [CERL. LC-MS/MS BIEZ1To1=,

ERL=FB00. LLADBRIE. ATLRICEFELIRESNTVSEEZBEBRTHER T 5N TE . &k
AERAEE DR EICEAL TIE., 520 GC-MS A& vV RIEZITo1=#ER . RESN TWAHILEHRET S
MTE = WILBRAEFREDBRDOAEI/OTNI S LER 8 ITTRT,

UEXY,PSA Z=AFLRBEICENT. BIEDIEWN n-AFHUDAZFERTHIET, BIEEZH I HERE
EZF DKL EYMENTLRNIIZFSE L ENTRETHY . FEIREELTERATHA LR TES,

BE.BREOBHRDBERERDEZBYIE. 7T, =NJIILTESICBHEL-, F-. BARVILED
DEVHRBREFOIENTE -, FHMOEREDHERZRGITRY , FHH T, RIFGEINENGFON
fzo 2. YRIVIRIZEDEERUVERADKELROONGEMN o=, LLELY,PSA 3ZHSLZEFERAL:
KIEEEREBELLT BRI S EELT,

- 13 -



P 4
LRFA—ZDE—2

=fRAEERDE—Y

LL — S LR

) I N N NS LEEEHY

6.00 8.00 10.‘00 ‘ 1 2.‘00 ‘ 1‘4.‘0‘0 ‘ 1 6.‘00 ‘ 1‘8_‘0‘0 ‘ 20.‘00 ‘ 22.‘00 E%Faﬁ (4

8. PSA = HJLIZKHIEREARRE DHEER (BUH - 4-3)
(GC-MS Scan #IZE TIC /OTLTS.L)
[GC-MS HlFE&E#H]
$5 L :HP5-MS (£& 30 m, A#E 0.25 mm. fE[E 0.25 um)
A5 LA—T>:50 °C(1 min)-25 °C/ min, 175 °C. 10 °C/ min, 300 °C (5 min)
FEAO:250 °C F¥UTHR:AYDL Fi=E:1.6 mL/ min(EFREE—F)
FEAZE 2 ub (RFYybLR) A4F41k%: EliE RF+w8F :50-550 Amu
(UZTNA T REFHE:15.0 min)

&6 PSANZLBEHOZEE FHMTERE n=1)

SOHMA | £OEN | £OE 42 ZRIP LL# SHEE
[E]URZE (%) 107 107 97 101 96 106 102
AM=Z:0.5 ug

3. AnEYLEER

BKEY 7 B (FOFHA-REN-FiE-2L. BOI. 54EF, LLA) TRAVWTIEERAE]6. mmERH0E
BEY 7. RBBROFARICHENSSTLA IO RMEUGEBREERL-, BEX. EERR 0.01
mg/kg RUERBROEEBERET. TNTN 5EBIOHITERETIT oz, HMEUREAERIZH TS EIUREE 100%
HEOBREZERR. REROIIVIRBARUHBMHAHORKRNGIOTN S LER8~R21ITRLT =,
F-. EBRFOITIVIVRBMODRAF Y UAIEICKDIR RGN AA2 AT S LER22(TRLT =,

1) F#IR M DA

TR I REBEERANRIAVRERICKSERMEDFTME T oz, FERERTITRLIZ, ARBERDET
[ZEVWTEIRMOBEEZEHIZL Tz, TS ID IR I RABHIT, BIEHIRICHTHFv)—F—
—HDIWNIAR)—EBZAONDIE—IDBDHTMNRonzN. WThEREBRUVEERFAEZIDOE—ID
1110 LT THY . EERVEREANDXEEZBOONGEI Tz, UEDTEN G FEIRMEICRIRET RO ED &F
#rLt=

- 14 -



&7 FRMEOFE

. " - ,CE-_:—?-"H@EE 88 - F—ERBE - -
o| smmess | aas | 0 U0 mme [ e 5 RHAEERE | BRES | i3
(ppen) BEOH | o | = | et w2 | Ee | e

1 [35oFacs 0ER am =ERR <033 ek 6 m k) ME08 | 2543 | 25U am3 0
+ NSt am j3 = E | =033 k- 18 1% 158 M558 ] il 0
£ DETR am =ERRm < (333 k- W5 43 2 2542 it O
= m emEhy [0 [ gm | m | ow | ow | uee s | o
55 o o R R E R EE we | o
LA am EERER )0 =033 R 4z 2 52 il o
okE am FERR ) < (333 [ 308 i B2 il o
L08R o 1 %8 | < {100 [ i i 52 000 o 0ERFLTHE
Ly am 10 E58 10 <0100 5 % 167 il i ij] O ERALTHE
R o : |asmh <010 | ma | w0 | 22 | wn | o NEER THE
% o : |asmh i | g | = | m | m wr | o NEER THE
5 o A <010 | mg | 2@ | m | e uavs e | o | o DERRL TES
L& am 04 ESE <0100 it} m M Ho D | 213 i ij] O IERFLTHE
Sl am 04 ESE <0100 k- i) M5 M 23980 | 2377 il ] ERFLTHE

| TRUEH BEEROE TR LTHELHENSRELE.
2 FRACORESTHERE BT L0 FL ARR R R R TR SRR T AR IR E R R
< R E Ll SR SO R AT IR AN O B

Q)EE.BERVEERSR

EERFARVEEERETOEERVHITHEEZRSICRL-, EERFRETIEIERE 91.9~103.1%.,
HHTHEE 2.8~9.6% . REERETIEIEE 93.0~96.6%. HITHE 1.2~57%LRFLGHEENGON. &
LHEFESAFSAVOEERVBEED BRBEE:L, -, EERFREOFMEHMO/{LNI-E—
2@ SIN [EF/NTH 213 THY. SINZ10 ZiiEf-L TL =,

K8 EE.FERUEERS

| genseas | ass | TDRR | EE ) siay \FARR s s g o W -
(mgig) | (ppem e ORE | g e | g | e e | e | et | w2 | e | R s | M | TER

1 |Fand Iz 4 O o 1 |om SN | 1®2 | <58 | 08T | w39 | w7 | ars | 80 | wms | oo 90 |2=3|za9| M98
o om 1m0 | 8 KIFls 07 | w0 | e | mE | w2 | ws | ® 28 |2#43|m4| mos
=0 FE om 2 |am N R ENEREE R EEREREE TR T 72 |mm2|m3z2| m7
$5 o 2 |am SM | 1®3 | A | 0880 | w70 | w5 | %6 | 1085 | 147 | w8 | 37 |am2| T3] mE2
RS 1 1 iTH} Ll -4 M| @ 5 | s | o8 | @18 | ma 96 |2ES5|249| =2
LL# om 04 |am SN | 1EE0 | 8T |08 | wao | s | w72 | =3 |7 | %6 | 36 3@ |@oo0| @
JEE o 04 |am SM | 1= | e |08 | w09 | o0 |oa3 | w43 | 9 | w9 | 35 |20 e Ea
SO ER o 1 1 — | 1em5 | Am3 | 08ET | M9 | w7 | w2 | w0 | w9 | %5 | 38 < IEEFLTHEE
+OEE oo w | # i ®3 | we | w3 | sz | w4 | ®B a7 E IEEFLTEE
Eul-] om 2 |2 - | 1608 T4 | w4 | w6 | g7 | s | me [ a0 - NEEFLTEE
T4 o 2 |2 i T4 | 72 | BT | HE | %1 | ®O 12 & NEEFLTHE
BE om 1 1 - | tes2 ¥3 | w7 | %5 | 05 | &3 | B 42 & IEERLTHEE
LL& oo 04 |os - ek} ®E | wme | wmo | w0 | w4 | ET 25 = AEEFLTEE
34 1 04 4 - Fo | =2 | w1 | a7 | s | mT | a7 - IBEFLTEE

1 ERES OFECETL, SNERDE

2 ASREOREDFCRARESR 20— (N ) BTRMEE SR AL — (M) DERThDSNERI

3EMTNIVIADAENDFE

AMIEIVIZADAEADEZEICTOVWTRELEBRZRIITTR LUz, FMEIUREGER(CH 1T D EIUR R
100% L RELLEDIIICEHLI=-TR VIV AR IMREBRRDBEFRERRICHTHIE—VEBELERD
Tz TOHRER. E—VEHELIL. 0.94~1.06 THY. EE~NDXELROHONGEH ST,
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K9 AMIMIVIADAEANDEE

i mETE E—E EE
w | sEgEss fRg |ERR) SRE ) moEn - —— R ZEmezz  |co=@| &3
{mgkg) ‘ppm) ‘ppm) mgl) | HE03 TSt - o = - . 75 | @ e

1 BF70d 7y |F0OER 001 1 m 0002 - I 25436 | 26614 | AT 102
L0 5 1] 001 10 0.01 0002 - 19 0%
£ DR 001 2 001 0002 - 40 1.00
435, 001 2 i3] 0002 [ N 0y
Edil 001 1 i)} 0002 [ il 1.00
LE& 001 04 m 0002 [ 162 1.06
¥ 001 04 0.01 0002 - 40 B | 25145 | 24432 | 24789 [T
FOER 001 1 1 002 - ¥ 20683 | 217H2O | 215937 | 216879 10 EERLTAE
i 001 10 10 002 k- n Z6R0F | 215786 | 24873 | M1583X0 1.06 NoERELTHEE
+ DR 001 2 2 00z [ 191 250 | 215685 | 217149 | 216417 1.0 IIEEFLTEE
45, 001 2 2 002 [ ] 216038 | 216687 | 235732 | 226210 0% EEELTEE
k-l 001 1 1 002 o 9 @ | 242744 | 235064 | 239354 1.4 EEFLTEE
LLEA 001 04 4 00z - 0 M| 216107 | 215711 | 215909 0% HEEFLTHE
Sl 001 04 0.4 002 k- M1 235363 | 38890 | 2ITH6 (23230 | B4 | 23Bm 1.0 MEEFLTHE

+ ENEREREERERE (L RE TLAES 1L TR FEEOERE R TR e EE (T o A S RESE BUBETHYL-REEE EEREEE SERLE.
5 YA EREE R R EE RO R o AR LR M RALE.

=5 FRAIE= SRR I, TH A B R E R O T MEREL SRR

o TR E IR EE R L B0 T R HOEE AL TEL,,

= T AGIRESROEERES FH T ER NaES O SR,

4. ZDMORERERETICEET H5FE1E

LC-MS/MS &#HDHRFEIZHT, ALY, FUoEZ I LA A D FAEMEHE LA o=, ERALE
BERD ESIV—RIE AT MEBDRTL—ILEDHIED =8, AIZEBEH REEBRLRATL—EUGRT 5%
BEALTHEY., Mo FORSELEONTz, A ML DRIEBENTA—FEBERTET HIET. BRE
BB T HIENTERLD, SHICREMBTUEZVLMMA FORMAEBEMELBEIHEICIE, OO
EOEET7>E="0 L (20 mmol/L) #ERALTz, HRT ABFOAF Y —ADERRICE->TIE. FFEE7
ZOLEOEEETITAIEETHE (FIZIE 5 mmol/lL) THEEEZLND,

BREBIRIEICOWVWTIX, BEDBELZ AT (VO T h— v DERALEA M. BB RERER. V5
INATIoDBHIZZEDBENBETH 2L, SHIZRBEHEOEVTRIVIREEGEHESN2ED
b, BRAZHEL.

5 FR

HERDDIZTINA TN D FHEE L BELIBOH TR LIZERL., M AE. RIEAZE. RUF
BAEERE L,

RMFELLAEZEAVT. FOFAE. BKEY 7 BROBRMEUGEREToER. EERUVHHITHEE
[2DWVT, LHICRIFRERNEONT, COZENLREIL. R TERALIBKEY 7 BRISERATHET
HHEFIETET -,

(K& ]

DIITNATIUERBIST R RUN-AFTHUDERTHELIZR. BE n-~FT YU THEL. 51
B RESBL. 7EFZ ML AT YOS THRELZE . SOICTFLUDTIU-N-TOE LD UL
DYHTIVEZASLTHREL, LC-MS/MS TEERUERT A EFHELI-,

KiEE. FOFHA-BEM-FFiE-Z. BN, LLARUSLBEDO7TRRICERALIER. EERATEE 91.9
~103.1%. HHH{THEE 2.8~9.6%. S/IN=10 D RIFLHERMNGONT-, LLELY | FERFELT0.01 mg/kg
DEREMNARETH o1z, SHICRBRDEEETEE 93.0~96.6%. HHTHE 1.2~5.7%THY . ZLMHET
BAARSAVDEERVIEED BEELTH-THBRETBETHILNTE -,
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(5% X#k]

VEREFMESSTILA TV (BREEEZESL 2008 F 1 A)

2)BMm. ANMYEORBELERE(EEFBHEEXERRERREMBRTER25F3 A 12 HERH 0312
£28)

JKEMEYDHEEHLIZZRIEEEZFRRIAEDRTICHTIEN RIEH)

ST NA TV BEBRE RILTBUEABRMKEHEREHE Tt 2—)

S)BMICERBIIEE. ANAFANMYX IBMAERRDOES THIMEDHRZEICOWT(ERI17E1R
24 TEBRHESE 0124001 SEEFBEEFERESBRERRTEMEEM AAH LC/MS [Z&IEESH
D—HFRERE 1 (BKED) |

B)BMICEBIIEE. ANAFANMYX IBMAERRDOES THIMEDHREICDOWT(ERI17E1R
24 TEBRHESE 0124001 BSEEFBEEFERESBRERTEMEEM AAH LC/MS [Z&EEESH
D—HFRECEI (BKEY) |

7)KEESHEBERTEBDRESECER 15 £ 10 A 10 BHHE/KFEE 1010001 B) (EEFHBHEAEZE-
EEEERKER)

8)B . AMYMFDRIEEE (B 34 EREELEETREIT0E)ITIRET SR E (HRiAKE) UIhRX
HERE
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[Va<~TS5 LEREH]
AMEUREERICH T HRRMGEIOTNT S L

+ MRM (426.2 -> 287.1) BL-Gyubku1.d

+ MRM [426.2 -> 287_1) BL-Gyuibural.d

£ x101q l £ 21079 l
3 075 2 54
= 0854 — e o _
hesd I 9 P e
054 7.8
0875 i
0854 '.5
744
05254 k]
o 98 o 2
W 07754 w %
E 0754 E 6.84
& 0725 o B8
0675 621
L [t
05251 584
06 564
05754 54
055 52
0525 5
05 18
04757 a8
0454 444
9 10 11 12 13 RT(min) 9 10 1 12 13 RT(min)
«MRM (426 2 -> 287 1) Re-L-GyuNilut d « MRM (4282 -> 287.1) Re-L-GyuAbural d
£ x10?] l £ x0? l
8 a8 8 a4
2 ML 32 M
14
12 3
Q 3 Q@ 28
% s g 26
o 28 c 4
2 241 2 2
O 22 @ 2
x : x
18 16
16 14
14
1
02 08
06 06
04 04
0.2+ 02 J
0 0
02 02
9 10 11 12 13 RT(min) 9 10 11 12 13 RT(min)
« MRM (426 2 -> 287.1) STOL-Lvé- 1. * MAM (426 2 > 287.1) STOL-Lvd-2 d
£ 03 l g x103]
4 =3
d 38 38
2 L ERE s | mewE
3 2 ug/L 3 2 ug/L
o 28 o 2%
7] 26 0y 269
E 24 5 244
o 22 o 22
@ @ 2
& 1.8 & 18
16 1.6
14 144
1.2 12
1 1
08 0384
08 0.6
0.4 0.4
0.2 _}I 0.29 J
] 0
02 024
9 10 11 12 13  RT(min) 9 10 11 12 13 RT(min)

K8 #MFHAD SRMuAOTRT S L
(m/z 426.2—287.1)
AMEE:0.01 ppm

9 4 DKM SRM YOI S A
(m/z 426.2—287.1)
HIEE:0.01 ppm

- 18 -



+ MRM (4262 - 287.1) BL-Riebal.d + MRM (426 2 -> 287.1) BL-Milk1.d

2 X032 l 2 x102
-3 e b | e
S s | TovomE O | FIvoms
1 114
035 105+
09 14
0:354
g 05 % 054
C os 5 oes
£ 075 2 o8
g 074 & '315
0854 ik
i 0651
064
055 0554
054 054
0,45 0.451
9 10 " 12 13 RT(min) 9 10 1 12 13 RT(min)
» MAM (426.2 -> 287 1) Re-L-GyuRebal d « MRM (426.2 - 287.1) Re-L-Milk1.d
2 %103 l 2 x4
§ 38 5.5 :
14 R o 3 FEmEE
32;_ 34
54 3.2
34
L 2 D 28
x T
4 244
& 2 & 2]
QL 12 [1}] 24
o 1.6 o 184
144 164
1.2 144
1 1.2+
14
08
0581
11} 4
04, 4.
02 0.2
04 04
02 -0.24
9 10 " 12 13 RT(min) 9 10 1 12 13 RT(min)
+ MRM [£28 2 > 287 1) STOL-Lud-3.4 + MAM (4262 -» 287.1) STDL-Lva-4.d
2 x03 l £ w102 l
é k1 E 354
E S 3¢ RERK
2 3 2 ug/L
22 2 ug/L 43 g
25 26
D 2s Q244
% 22 E 224
o 2 o 24
% 184 % 154
L 18 @ 154
o i [0 FT
124 124
1 14
08 081
05 06
04 0.44
0.2 024
o 0
02 024
9 10 1 12 13 RT(min) 9 10 11 12 13 RT(min)
10 $OiFiED SRM VAT S A 11 4% 0 SRM YATLI S L
(m/z 426.2—287.1) (m/z 426.2—287.1)
AMRE :0.01 ppm AMIRE:0.01 ppm



+MRM (426.2-> 287.1) BL-Eggid

2 0! £ a0
g o 8 9{}22
88 o =
gs IS oEH E_: TSoEH
- F|
82 85
.2 835
@ 78 @ g
@ 76 2
S 12 o 75
2 5 o g
w w =
g g
o 64 r e Bf::
a4 625
6
58 ]
56 575
54 55
5‘.; 526
5
:: 475
444 45
9 10 1 12 13 RT(min) 9 10 " 12 13 RT(min)
+~MRM (4262 -> 287.1) Re-L-Egg1 d + MM (426.2 -> 287.1) Re-L-Shizimi1 4
£ x10?] l £ x1p? l
3 321 LIRS
(4] 4
3+ . »
o FAEe 3 FhEE
@ 267 o
2o g
g_zz- 8_ 28
[T L
D s T
o o a2
164 4
144 18
U "
19 12
084 1
061 gg
041 04
024 02
0 0
-Dz-' 432 T T T T T T T T T T
9 10 " 12 13 RT(min) 9 10 " 12 13 RT(min)

+ MRM (426 2 -> 257 1) STOL-Lvd-5.4

l « MRM (426.2 -> 287 1) BL-Shizimi1 d l

+ MAM (426.2 -> 287.1) STOL-Lvs-6.d

Exm-‘: l g:‘lﬂi: l
O 1gd \3 38
344 361
12 REBRK 341 RETHE
3 321
o 2 2 ug/L 5 o 2 ug/L
w25 73]
o 24 = 261
[=] 224 Q 244
[=1 2 554
w2 w
Dy o
o o e
18 164
14 144
1.24 124
14 14
034 0
084 061
0.41 044
0.2 t 024
i} 0
02 0.2
9 10 1 12 13 RT(min) 9 10 1 12 13 RT(min)
X 12 FROID SRM yOTKS S L4 K13 LL&MD SRM YATRI S A

(m/z 426.2—287.1)
AMEE:0.01 ppm

(m/z 426.2—287.1)
WMZEE:0.01 ppm



+ MRAM (426 2 -> 287.7) BL-Unage1.d

X102 l

12
v ﬂ TS
1.05

1
0gs
08
0.85
0.8
075
()
065
06
055
0.5
045

Counls

Response

9 10 11 12 13 RT(min)

+MRM (426.2 - 287.1) Re-L-Unagi1.d
£ x103] l
il

18
28 FhnE
344
324

3.
284
26
24
221
?-
184
161
144
124

=g

081
PLE
04
024

0
024

Cou

Response

9 10 1" 12 13 RT(min)

+ MRM (426.2 -> 287.1) STOL-Lvd-7.d
£ x103 l
g 41
(8]

38

18
3¢ REFHR
321
34 2 ug/L
23
264
244
224
2-
1.3
151
141
121

Response

0.81
0.6
0,41
021

o
024

9 10 11 12 13 RT(min)

14 5HBEFQO SRM/OTRT S 4

(m/z 426.2—287.1)
ARMEE:0.01 ppm
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* MAM (426 2 -> 287.1) BL-Gyuliku1.d

* MAM (426.2 -» 287.1) EL-Giyulbural.d

£ 0! 2 !
g 82 l 3 153 l
. IS HEH B8 1 IS5
76 323
74 78
721 5
[ I D 74
g sa] g 72
2 « 2
o 64 73] ::
x p o
52
58 &
56 53
: ;
521 52
3 5
184 43
461 45
9 10 1 12 13  RT(min) 9 10 1 12 13 RT(min)
+ MRM (426 2 -> 287 1) Re-H-GyuNiku1.d + MRM (4262 -> 287.7) Re-H-GyuAbura d
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+ MRM (428.2 -> 287.1) STDH-Lv4-14 « MEM (426.2 -» 287.7) STDH-Lv4-24d
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(m/z 426.2—287.1)
ARMEE 1 ppm

(RERBARI0FEHFRICTRE)
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(m/z 426.2—287.1)
WIRE 10 ppm
(RERAZR100BEFRICTAE)



+ MM (426.2 -> 287.1) BL-Rebald + MM (426.2 -> 287 1) BL-Milk1.d
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+MRM (426 2 -» 287 1) STDH-Lv4-3.4 + MRM (226.2 -» 287.1) STDH-Lvd-4.d
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17 £OFEO® SRM Y07 S A
(m/z 426.2—287.1)
BRIEE 2 ppm
(RERBR20EHRICTARIE)
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18 4 2. SRM~OTRI S5 L4
(m/z 426.2—287.1)
RIMEE:2 ppm
(RERBAR20EFRICTHE)



+ MRM (426.2 -> 287.7) BL-Eggld

= MRM (4262 -» 287 1) BL-Shizimi1.d
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+MRM (4262 -> 287.1) Re-H-Eggl d « MRM (426 2 <> 287 1) Re-H-Shizimi1.d
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(m/z 426.2—287.1)
ARMEE 1 ppm
(RERABRIOEHFRIZTRE)

(m/z 426.2—287.1)
AMRE:0.4 ppm
(RBRARIBEFRICTREE)
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+ MRM (426.2 -> 287.1) BL-Unagi1.d
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+ MAM (426.2 -> 287.7) Re-H-Unagi1.d
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+MRAM (4262 -> 287.1) STDH-Lv$-7.d
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