OARHEEL, RBRERBICBIT AR EZ T L OO THY . REIEDFEIZE L
TEEL LTFEN, 2B, MEEONE L@ E - I3E /R BE L ORICEE)S S 256

(ZiE. A E RS RRBRIE N BT 5 Z L2 THES TSV,

TR264FE

Bl EkBTHOREFDOMS \'Cﬁ)é%ﬁd)
ABRERAERBREE

VESHIVHERE(REY)

III

J

H



[(H#E]
1. BRMRUVRERZDRE At E

TIVESHYIVDOEREYDORIEDREE T oz, 7TVESHYIVIE FRIEZE () THREINFES
J)IORDBRERITHS, (FRAMBLELT. TILTRTO—IILEARRBEREEEITALCKY. FREDK
FRFEDHRLBARAEBICHTIAFTERAEZTTENDEZEALNTINS, *1-2

ABEFHICEVTIE, BHN—FHAREIGC/IMS ICLEEREZD—FHRERE (BEY £XLC/IMS [2LEE
BEEO—FREE ] (BEM IOERAOTREELZEZONZN. SEEOR LS TMORIITRER LK
S2TWBIEND, BHN—FHABREZEADAEDEMIEZELICFER, CCTIIFH=ICERREREZMET S
_&élt=,

2. PR IEEYDOBEXRVOYEBILZHMMEE 3
PXRIEEY: JIVESHIY
BER:

&
..H
R jEn B

: C17H51N30,S
: 331.43
. S-allyl 5-amino-2,3-dihydro-2-isopropyl-3-oxo-4-(o-tolyl)pyrazole-1-carbothioate (IUPAC).
S-2-propen-1-yl 5-amino-2,3-dihydro-2-(1-methylethyl)-4-(2-methylphenyl)-3-oxo-
1H-pyrazole-1-carbothioate (CAS)
NE: B BAMEK
mhre: 116.4°C (389.6K)
#hr: 239.8°C (513.0K)
ASE: 2.89 x 10-8 Pa(25%C)
BEEME: K 20.4 mg/L (20%0.5°C. pH 7.14)
n-~NFH> 902 mg/L
Vi <40 > 250 g/L
AR/—)L > 250¢g/L
BEEETFI)L > 250 g/L
1-A 93 /—ILIK 5 BER4%RE (log Pow) : 3.52(25+1°C,pH 7.2)
fRBEE # (pKa) :pH 1~pH 13 DEEHEIZHS L THEEET
TEM:
ko R 3R EA ZE ( pH4. 50°C)
2,503 B  (pH7.20°C)
1,145 B  (pH7.25%C)
326 H ( pH7.50°C)
24 B (pH9.20°C)
11 B  (pH9.25°C)
25 BFfE  (pHI9. 40°C)
7 B (pH9.50°C)

\

B\

?
=

.
Ry



KSR 3R 5.8-5.9 H (REEZEK[EGLHE 11.8-12.0 H)
GREBZK. 25°C. 15.8W/m2, 300-400nm)
1.6-1.7 BH(RREZKGEHRE 5.2-55 H)
(RE#EER. 25°C. 25.4W/m2, 300-400nm)

BLEMN BcxLTHRE ( =230°C)
3. E#fE
<k 5 ppm
By 2 ppm
EPSYH—FUEED) 0.7 ppm
HMA 0.1 ppm
BOHNADEELK 5 ppm
LEY 5 ppm
AL (R—TILALIUCEED) 5 ppm
JL—727)L—y 5 ppm
Z14 L 5 ppm
TDMDOMAZTDOEREE 5 ppm
W62 10 ppm
SAED 10 ppm
ZTDMDRINALR 15 ppm

BITEM BRHFOI2FL1BS(ER25F7H28)

[H 8]

x 1 MIMTBGEABRMKEREREFETI 2 2—(FAMIC) 7z ESHYIVEEMNER
http://www.acis.famic.go.jp/syouroku/fenpyrazamine/index.htm

x2 EEFEHE ES-ERfLEEEIEMFLEATHREE -IYAEESTRERE JoEIYIy
http://www.mhlw.go.jp/shingi/2004/04/s0420-4.html

*3 IREA KETEYMORBMHLICHRIBESZREBELICONT JzVESHIVIHESE
https://www.env.go.jp/water/sui-kaitei/kijun.html



[EERF ]
1. &

BREHZAW=ERE. HBREAD/NFEETEALEZ, ZX. KB, F¥RAY RES(EX—R) EIFHBR
E.[EhOLLFABEE. BT EEHNEE. EINATSIEFERE. ALV (R—TILAFLID) (FA—
ARSYTETHD. AEIDH, RFAFEToEHHICEHIOAFIRETHI-1-. S EREFERZHL
T=o

HABEOFEMAEELTICEEE L,

GRS

HHEIILERANT 425 um OZERSDIVEBLLITHRRELY—ELT=,
Q)K=

HHEIILERANT 425 um OIZERSDIVEBELLIITHRELEY—ELT=,
B IEN VL& GEFKTEGEWVELLIZED)

HHEETT2om BEICYo &, VvF T hya—FRAVTHTIY— LT,
(D) FANY NMIEEERVLAZBRELZLD)

HHEEETT2em BEICYo &, VyF T hva—FRAV T — L=,
B)ET (N=ZBRELZLD)

HEEETT2em BEICUo &, VyF T hva—FRAN Tt — L=,
(6) IFINAZES (FEIRTEZEH. WMTHERUVEEEEXRELEZED)

HHEETT2om BEICY- &, VvF T hya—FRANTHTIY—{ELT=.
(AL (BERIK)

HEEETT2em BEICY- &, VvF T hva—FRAV Tt —{ELT=,
(8) &S

BEERELEKRETRYRICERL, -30°CTHINABBRELTH -E0F. BRICKEL THE

L. 7vFo T hya—&=RAL Tl —Lr=,

2. AE-HE

TIVESHYIVIZELER: #E 99.9% (FALMETE M) E)

T nAxYy: BREEFERBRA (BRIEEHEEDHE)

BT FIL: BREBEESARA (MAHMEIXGOR)

TEb=r)L: BRBEEABRAFEIEERRAIOTN TR (BERIEEHE () H)

ABR/—)L: LCIMS F (FNJe#liZE T2 (%) &)

49t 54k No.545 (FNILHnZE T % (%) &)

IFLUOTEIU-N-FAELDYIAE DY AT ILE=HT L InertSep PSA (500 mg /6 mL, o—I)LHA
IR () H)

FO2TIIL) AL YRS ILE=HF L Bond Elut C18 (1g/6 mL. Agilent Technologies &)

55774 h—mR2=H5 L Supelclean ENVI-Carb (500 mg /6 mL. Sigma-Aldrich #)

G574 h—RUI72/7AE LI LS AT LIEBEI=HS L. Supelclean ENVI-Carb/LC-NH2
(500 mg / 500 mg / 6 mL. Sigma-Aldrich &%)

T577AA— RUIZFLODTIU-N-TAE L) ALY AT ILIEBI=HS L InertSep GC/PSA
(500 mg /500 mg / 6mL, >—I LY AT R (BR) &)

BRT AT R LIZHT L InertSep FL-PR(1,000mg /6 mL, S—IJLH ATV R (%) &)

DEZIARVEU-N-EZLER RO HEEGRI= AT L Oasis HLB(500 mg / 6 mL, Waters &)

SYBSTIVEZHF L InertSep SI(500 mg / 6 mL, O—I)LH A I R (¥) &)

ZTOMDEE: R (FMZETE () &)

BERK: JzVESYIVZER 20 Mg EREFEL. 7 =F) L THEAEL T 1,000 mg/L B RERELT=,

BRERAEERR: BERZBETEF=MIILRUK(7:3)ERTEERRL. 0.000125~0.00075 mg/L
DREDBRERAE Lz, T ZERBET L TEERRL. 0.0125~0.075 mg/L DEEDA



BERRLT=,

RMAZEERR:. ZREREEZ7 A =MIILTHERLT 10 mg/L RV 0.5 mg/L Bi&ZERELI-,
. EE
REDSFAH—: ULTRA-TURRAX T25(IKA &)

2% MILLSER-T IFM-200 (B & E % (%) &) |

x5 HyB—: COM-62 ((#) iz &)

EMREE: 0—4)—I/\RL—4—N1100 (BRFE{LIFH () &) .
HERERMEE FSAY—E1= Yk DTU-1B(ZM Ty (%) &)
EIDDBESS: 1 =/\—H)LAELEDH 5930 (A REEE (%) &)
RESEE: SR-2DW (24 T4 (#k) 8)

LC-MS/MS
¥ B B K = #
MS XEVO-TQD Waters
LC Acquity | Class Waters
T—H308 MassLynx Waters
GC-MS/MS
¥ B B K = #
MS TQ-8040 (k%) B2 EERT
GC GC-2010Plus (k%) B2 EMERT
T—5308 GCMS Solution (%) B2 8ERR
4. AESEH
LC-MS/MS
LCEH
Hh3L XTerra MS C18(HN# 2.1 mm, £&150 mm, FIF#F3.5 pm
:Waters®!)
FEARRE (mL/min) 0.20
FA=E (L) 5
HILIRE(C) 40
e Ai%:0.1 vol% B
Bi&: 7Eb=KJJL
TSOTUNEM
B¥fE (4) A& (%) Bi& (%)
0.0 70 30
10.0 10 90
15.0 10 90
15.1 70 30
19.0 70 30




MS &4

BIEE—F SRM. EZIRREE=FU2Y
(TS DRFr RIS : 50~1000 amu))
A1FEE—F ESI(+)
FrESYBE (V) 1000
Y—RRE (°C) 150
Bt A 1R FE (°C) 300
a—VHRA £%.50 L/hr
B A X =%, 900 L/hr
aYyTavAhHR 73y
EEAA4 > (m/z) SRM:+332.1—230.4[3—>&FE (33 V). aUP3vIRIILF¥—(19 e

V)]

EEAF> (mlz)

SRM:+332.1—189.2[3—>&EFE (33 V). 3PavIRILF—(29 e
V)], +332.1—216.1[3—>FEE(33 V). 3)PavIRILF¥—(29 e
V)1,

R EFEER (min) 7.7
GC-MS/MS
GC&H
HIL Rxi-5Sil MS(HE 0.25 mm., &£& 30 m. fRE 0.25 pm:Restek#
)
H—KFhS L
DI LIRE (°C) 80°C(1 min)—20°C/min—300°C(10 min)
FEAORE(C) 250
AB8—Jx—XBRE(°C) [250
Fyl)v—HR AL
FYYN—HRRE 1.64
(mL/min)
FENE ATy Rk
FEAZE(UL) 1
MS&
BIEE—F SIM, BIRAAE=AR) YT XIISRM, BIRRISE=ZI2YT
(TSI DRAFvBIFESFH: 70~500 amu))
A4 1LiE EI(+)
AFMEIRIILF—(eV) |70
EMEE (V) A—hFa1—=2Y THOREE+0.15kV
AAVREE (°C) 200
aYyTarvhR 7L (MSIMSDIBE)
EEAX> (M/z) SIM?D15%230.0

SRM®MD1FE 331.0—230.2[a)2a>rIR)LF—(10 eV)]

EMEAA> (m/z)

SIM®D54&331.0
SRM®MIFE 230.0—132.1[a) 3> I RIILF—(10 eV)]

REFFEER (min)

12.0

i
i




TIVESHYIVIELER 20 Mg #FETFEL. 7EF=RJJLIZIARRL T 1,000 my/L 8K (BBEERKR) ZARLT -,
BERKRET7EL=MIILIK(7:3)BERTHRL T, 0.000125, 0.00025., 0.000375. 0.0005. 0.000625.
0.00075 mg/L MEEDBREZFRLI-, ZDAK S5 UL LC-MS/MS [T3EALT, Bonf-E—/EEEH
WTHRERFERLz. RERBRS UL E LC-MS/MS ITEAL. RERM SR EREICKYTIUESHS
VHEETRHL,

Fl-13 BERRET L THERL T, 0.0125, 0.025, 0.0375, 0.05, 0.0625, 0.075 mg/L DEEDA
BERBLI-, COFHKE 1 UL & GC-MS/MS [TEALT., BonfE—VEBEZAVTREREERL . &
ERIAR L UL % LC-MS/MS ITFAL., RERM SRR EMFEIZIYIIVESYIVDEEFEH LIS,

6. M H DFRE

LK GRINRE :0.01 ppm) : 5% 10.0 g ITHRMARLER K (0.5 mg/L)0.2 mL EZRMLIGEE L=, 30
SERELT=,

KEZ GRINEE:0.01 ppm) : 5444 10.0 g [THRMAZELER K (0.5 mg/L) 0.2 mL ZHRMLLGEE L. 30
PEIMELT=,

[ERUL& GRINEE :0.01 ppm) : ML —{EATDHEF 200.0 g [SHMAZEER KR (10 mg/L) 0.2 mL #F
mLovxo g hya—THtI—{E#. 20.0 g Z[IHNYEY. 30 HREIKELT =,

FoARY GRIEE:0.01 ppm) : #ELIH—1EATD 4 200.0 g [T FAIZEEER K (10 mg/L) 0.2 mL 7 h0
LovF T hya—THYIE—{b#. 20.0 g Z(FNVYEY . 30 HREIKELT=,

3 GRINEE :0.01 ppm) : #YIH—ERTD K 200.0 g IZRMAELER K (10 mg/L) 0.2 mL ZFMmMLY
x5 hyE—THYIE—IE#&. 20.0 g Z[IANYEY . 30 HEIKELT=,

B9 GRIEEE 2 ppm) : Y1 —EATD K 200.0 g [TIBEEH %K (1000 mg/L)0.4 mL ZHRmMLovFy
JhyE—THYIE—Ib#. 20.0 g #([IANYEY . 30 SEIKELT=,

(FI3NAZIGRINEE :0.01 ppm) : #L1 ¥ —EFTDFEF 200.0 g [THMAZELER K (10 mg/L)0.2mL &
ALYy F2 Ty a—THYIE—{E#k. 20.0 g Z(ETAYEY. 30 HEIKELT=,

AL GRINRE :0.01 ppm) : ML ¥ — L AT D F 200.0 g [THRMAEZES K (10 mg/L) 0.2 mLZ N
LovF 2T hya—THu—{t#. 20.0 g Z(FMYEY. 30 HREIKELT=,

ALY GRINEE 5 ppm) M1 — 1L RTD 3K # 200.0 g ITAZAE[R %K (1000 mg/L) 1 mL &ML vF>
JhyE—THYIE—IE#. 20.0 g #([IANYEY . 30 HREIKELT=,

AESGRIEE :0.01 ppm) : #TIH— LRI D% 200.0 g [THRMABEERK (10 mg/L)0.2 mL ZRML
IIFx T hyA—THITIE—t& . hEEELALH—(2HEKIT+2FELT20.0 g #lEMYEY,
30 PEMELT=,.

AESGRIEE 10 ppm) : #IY15—LRTDE$ 200.0 g [TIHE#E[RKR (1000 mg/L) 2 mL ZFHMLIvF>
THhyEA—THUIE—bE. hERELNLH—IZHEESIZ+H5FELT 20.0 g ZIEAYEY, 30 5778
BELT=,

7. RERRROAR
M=

TJIVESHIVERMMALT AN THEL, PEZILRUEV-N-EZILEOQYRUHBERARIZHSLTHE
HL1=%.LC-MS/MS TEERUFEZELT-,

F=lE, BFRICHEL, n-ANFYUTEAR, TFLUDTIVU-N-TAELIYIILESUAT IILVEZHS LT
FBRLEER. ATV AT ILE AT LTRAEL. GC-MSUMS) TEE R URERELT=,

LC-MS/MS |2 &5 3B %
(1) #hH

HRRUREDHZEIFHF 20.0 g% 350 mLiFEE TR >T-. AR UEZFHEDHZE(FEHF 10.0 g% 350
mLEEEITERY . K 20 mL 2/0%. 30 SREREL=. ShIZF7Eb> 100 mL ZMA THRESFA AL,
A4 01% 1 cm OEIICELV-ATR 5B (ER 40 mm, 11G-4) #ALVTREIA8LT-, 5B D%
BYMIZ7Eb 50 ML EMZ TRED A XL, LEEERMRICABLIZ*, AREAHE. TR FINA TER



[2200mL &L= BERUVREDZBEIE. COESMLEEY . K 10 ML ZNZ TREML -, RERUVEEED
BEIF. ZOR 10 mLEEY, K 20 mL EMZ TEMLT =,
*  RESE, WEIABICEZ TED 8 (3,000 rpm., 5 2 #17o7=,

(2)FFH
PEZIRUVEU-N-EZIEQYRVEEGERNSLYOTNT F5T4—
CEZIARUEU-N-EZJEAYROHEESHERI=HSL[0Oasis HLB(500 mg / 6 mL) 1IZ7Ek=FJJL
10mLZFAL. RERIFE Tz RNTK 10 ML FFEAL. RHERITIE Tz, COHFLIZ, (1) THRLN
AR EEAL. RERITIE T, BRET7TEF R RUK(3:7)EKR 2 mL T2 B%kEL. KiEERED
SLITEALIZR, SEHICT7EM=MJILRTK(3:7)EBR 6 mL ZATLITEAL, RHEEIEE Tz, R
T.7EF=MILRUIK(7:3)BK 10 ML Z3F AL BHAZEZRY. 7EF=MIILRUK(7:3) IBETIER
210 mL &L= DERABRBTHRELT-,
BE. BT GRIEE 2ppm) . AL 2T GRINERE :5ppm) RUARES GRINEE : 10ppm) [ZDWTIE,
RONRBRBRET =PI RUK(7:3)BETHERLTAE Lz FREERIL. ZhTh 200 5.
500 f&. 1000 f&&L1=,

GC-MS(IMS)IZ & 5 E&R%
(1) it
BRRUREDIHEIEHF 20.0 g% 350 mLIEAE TR, HERUVEHEDIGELHF 10.0 g % 350
mLEEEICERY. K 20 mL ZMNZ. 30 HEKREL . ChIZ7 k> 100 mL ZMA THREDFHA XLz,
A9 1% 1 cm DESICEHWN=HSRA1EE (ER 40 mm, 11G-4)ZHLTRS|ABLT-, »1B% LED5%
BT b 50 ML #MMA THREDFA XL, LRRERIRICABLIZ*, AREEDHE. TN ZMATER
2200 mL &LT=, 2% 100 mL &Y, O—4)—I/\RL—4—F AT 40°CUL T TEMEL. #5120 mL &
L7zo SALIZ 10WNV%IEIE TR ™D LGERK 100 mL FH0Z . n-~NFH2 100 mL BT 50 mL T2 EiRESHEL
f=o WH&RE. TSR —ILEED TEKFEEESTNID LK 20 g ZEHE-0—MI@EKRLTHKL., EAKREE
FRUDLE n-AXH U 20 mL TRELTHEREE LTz, COKREQ—2)—I/\KL—4—F LT
40°CLLF T 2 mL £ TEMELT =,
x  RESE. WEIABIZEZ TEID7EE (3,000 rpm., 5 73fE) #1T7o7=
(2) 58
DIFLUPTIU-N-FOELI) AL AT VAT LA 5T4—
IFLUOTIU-N-FRELIY AL YA ILE=HhF LlInertSep PSA (500 mg / 6 mL)1**[Z n-~
FH 10 mL EEAL, FHR&IZE T, COASLAIZ, (1) THONEBRETIAL, RERKIFE T,
BRENATYL 2mML T2 BEEEL., R RENSLITEALEEER, ESS5ITn-AFHY 6 mMLEASLISE
AL, FHREIIE T, RWVTT7 R RY n-AFH2(1:9)EK 10 mL ZFAL. BHAEZEHRY. RBE
BREBTALT 40CUTTERREDIFICKYBEZRELZ. BRRUREFLUCERO DIGHE
FEDZEBMIZT b 2mL ZEREICMATAEL, REBEBFREL-. 8. EERUALUDDGEIKS
DFEBMIZT7EE=F)I)L L mL EMATHEREL. QDBREEITo1=.
BE. BT GRINEE 2ppm) RUAES GRIGEE : 10ppm) IZDWVTIX, Boht=-HERBRET7 I T
FRLTHEEL =, HRISFEITZNZ 200 £5. 1000 F&LT=,
* % [FINAZESE. IFLUCTIU-N-FOE LY INT VI ZASLIZEZ T, I5774F
H—HRUITFLOOTIU-N-FAE L)AL AS ILEERBI=HS L InertSep GC/PSA (500 mg
/500 mg / 6 mL)1&#AWLTRIHRIZERMELT=.
QA HBTIILIYIALDIAST VAT LRI 5T4—
BE.BERUALUCDBE. 03TV AS ILE=HF L [Bond Elut C18 (1g/6
mL)JIC7Eb=RJJL 10 ML ZFAL. RERIFE Tz, COAFLIZ, DTHRONZBREFTALIZE.



BERETEN =ML 1 mL T2 BRFELTERFREZTIAL, SOITT7EM=ML 2 ML FFAL, BFEE
SH-EEHRERY . AREEBEEZRAVTACCUT TEREWEDIFIZKYBEEBREL-. ALY
COGEIE. COBRBMICT L 2 MLEEREICMZ THEEL, HERBRELZ BERVEEDSZEIL.
COERBYMZT L LmL ZEREICIMA TAREL., ABRBAREL

BHE. ALY GRIMRE S5ppm) IZDWTIE, Fon=iAERiA%RE7 b T500 FEHMLTAEL,



[ HTET7O—Fvy—K]
T OE

| BHE.EE:

| BE.E8H:
Wi V% i

| 7t 100 ML E#MAKREDSFHFARX

| 5158 (SRES &= D5 B (3,000 rpm. 55E))

| BBWIE7Ery 50 ML Z2MARESFHAX

l %5158 (RES =D B (3,000 rpm, 553FE))

¥ 2009
&4 10.0 g (27K 20 mL /0% 30 HREKE

;’&'(a\t')lii AR)EEDHLE. 7E,NT200mML EAR
I ]
! !
B BE: 5mL HE+K 10 mL
@D 100 mL 9B
$RE. 53510 mL 9 E+7k 20 mL
l
l BN
! | #20mL =TESS
CEZIRUEU-N-EZILEQY RV R ESERIZHS A i A

[Oasis HLB (500 mg / 6 mL) ]
| 7ZEr=RJL 10 ML TAVTAa=UY
| K10mL TavTFqiaz=2y
| @%FA
I 7E=FJIILIK(E:7)10 mL ZFF A
I (5B.2mLx2 ERFENAA) GREEETS)
| 7EF=FYILIK(7:3)10 mL TAH GAHERE R
' 7tk=
HERAR

l
LC-MS/MS

LK (7:3) TIOML ER

10%i&1k7F K1)y L 100 mL
n-~¥*+> 1[EEB 100 mL
2[EH 50 mL

il

|
|
|
&5 59
|
FHURE
|
B K
|
=
| #2mLETEE

IFLUOTIUN-TAELI LI AT IVEZHhT L
[InertSep PSA (500 mg /6 mL)]

ESNAZEIDH . TZT7AN

— TR ]

[InertSep GC/PSA (500 mg /500 mg/6 mL)]
| nAXH2 10mL TavTaia=sy

| RiEREIA

L n-AfFHr10mL ZEA

I Ob.2mLx2 AAZFEVIAA) GRERETS)

I 7Eb n-AFH(1:9)10 mL TAE GEHREHRE)
5%%13(5@&;3%%)
EEEW\\ %ﬁ MEFE. ALY

! | BHEWMETZEL=FJIL ImLIZER ---©Q

l FOBTIIII) AL IAST IILVEZAS A

l [Bond Elut C18 (1g/6 mL)]

l | 7EF=F)JL10mML TaAVT1a=Y

l | @%ZFEA.7EF=R)IILIMLX 2 AEHBHAHS

l | 7EF=RFJIL 2 ML TEAH (2B BRERI)

+ ;%ﬂlﬁ (BIERE)

|

| BREWMETErISEEEE.BE:2mL FE. E88:1mL)
HERA &

l
GC-MS(/MS)

10



8. TRV R RIIZEE R R D FRE

LC-MS/MS BIFE I, TZU 7 ERIAK 10 mL Y BRWEDIFIZLY 9.5 mL LITETREMLIZE.
FRE R EBEROBMEUNEERIZH (TS EIUNE 100%B LEED 20 FEEDOBEIZERK 0.5 mL £
Z.TEFZR)ILRUK(7:3)BET 10 mL ELE=EDEIRI I R RIMIBE AR R ELT=,

GC-MSUMS)BIFE R, T5 7 BRBREFZRICHE . BRL-LDOE . REEBRET7 N IZERET D
BECHAT, BREARREBHOFMEUREAERICZH (T HEIUNE 100%4H HREDAFFEIZERR 2 mL(
F. 2L L mLDEMATEBLIZEDETN) VO RRINZERTRELT=,

BE T ALV RURESITDONTIE, 7. BRBFROFARICEEH LD LR —DHREETHRL
TRIEZE{ToT=,

[(HERRUEE]
1. LC-MS/MS BIEEHEDRES
(1)MS F&H D1zt
MS EHIZDNVTAY 72— aVBIEICKYRET LTz, ESI(+) E—FTa—28E 33 VELGEIZ. 7
IVESYIDOTARATINSF (m/iz 332.1 IM+HIT)ZRIFICBRHTEL:OT, ShETUVh—Y—(4
éLtz, ZIVESHIV®M ESI(+) E—FAIERDITRAARIMLRE1IZRLE, ESI(—) E—KTIE., BT
BAA U HERE TELGN Tz,
Ft-.miz 3321 2 TVH—H—AF 2 ELEBEDTOT AV ARG LER2 R USITRLE, &b
AFUBEMNKELIM/Z +332.1-2304%FEH. RWVTAAUBREMNKELYM/z +332.1—-189.2 R U
m/z +332.1—-216.1 ZEMHRADAEAF > &L=,

100 332
= 333
354
0\““““\““/‘“\““\m/2
300 350 400

K1 JzVESHIDDIRARINL
A& : 300~400 amu
BIESEMH ESI(+).CVv=33V
(CV: corn voltage)

230
100 230_| 231
- 7373 14621% 304332
O\H%\H‘“\H‘J‘\HH\“H'\IHH/\m/Z m/z
100 200 300 100 200 300
M2 Jz ESHYILOTATINAY M3 Tz ESHYIvOITOF I FY
ARTILV(EER) ARV GEMER)

TIh—H—4A4>: m/z332.1 TUH—H—A%>: m/z332.1
BITE &M :ESI(+), CV=33V, CE=19 eV BIE M ESI(+), CV=33 V, CE=29 eV
(CV:corn voltage, CE:collision energy) (CV:corn voltage, CE: collision energy)

(2)LC &H D &gt
PHHSLIZDNT, XTerra MS C18(ARE 2.1 mm, f£& 150 mm, HIFFZF 3.5 um: Waters 3) Z LN
THREZFT oz, BEIMEEHIZTOWT,. D5 mM BFER 7V E=D LBRES MM EFBR 7 E=D L A2/ —
IWBRIZKBT ST URES., 0.1 vol%FXEEET R IILIZKB T SOTURER (LW Hi 70:30—
10:90(10 41)) EZ LB LIz, ZzVESHIVOGRERBIEDTIX 9.6 2. @TIX 7.7 #THY . IBEAR R
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0.00005 mg/L X5 uL3FATLTFIE SINZ10 DE—I A FEON Tz, 7zVESHIVDE—VmEIEIL. &
DO EHQDH 7T0% THo = FHQD AN PORENRIFEEZ LN, FHQZEZFAL-.

HE. Bl 0B EHES (Quattro Premier XE ;Waters &) TO&EI THAHH . #8E118F 5 mM BFEE 7 E=
DLIGERRUOTZEN =ML (1:1) ELEBEE. 0.1 VOIBFERVUZER =ML (1:1) ELEIBEET, K
EOEZIFEAEEI ST,

(3 ERER
427z ESHYIVREROHIERLTZ, 0.000125~0.00075 mg/L DEREEFETHERLI-BRERD
RERBZ. LWVThOBRIZEWNTEH 0.99 LILETHY BIFLERMEEFRL =,
£%ZLLT0.001~0.04 mg/L DREEHFHIZDOVTHHERLIA. FHRICEFLERMEEZRLIZ(K5),

200000 -
3000 -
150000
© ©
% 2000 H S
- £ 100000 -
1000 + 50000 -
O T T T 1 0 ﬂ/ T T T T 1
0 0.0002 0.0004 0.0006 0.0008 0 0.01 0.02 0.03 0.04 0.05
mg/L mg/L
K4 Tz ESHIVREHOH () K5 JIVESHIVREHEOHE(2)
y =4033990x - 36.11 y =4056015x + 1565.9
r2 =0.9993 r2 = 0.9996
(4)EERR

EERFDEHBEREUTIIRL,
0.01 mg/kg [[FE&A K= (10 mL) ~EHAERAZRFDHF=Z(059)]
X [AARIEEMDEERFHELE(0.0025 ng) FAE G uL)1]

2. GC-MSUMS)AIE & ¥ D1REH
(1)MS EHD#&E
TIVESHIVDIRAARIMILERGIZRLEZ, K6H 5, SIMBIETIE. REBEDKRELM/z 230 %
EEIZ. RNVTHEDREVEODOA.,. P FENDKELNM/z 3L FEHICAWNSIEELT,
Ff=. SRM BIEEHIZDOWT, TUh—Y—A4 2% m/z 230 £f=1& m/z 331 LLTHEILT=. TR Ik
AF VARGV ERTE LV8IZRL=, RI7RU8M S, SRM BIETIX., ZFEAAVREAKEL miz
331.0—230.2 #E2FH. RWNTAAUBENKELYM/z 230.0—132.1 ZEERADAIEAA > ELT =,

%
100 230
75

501130 256 331
27

259 | 160" ‘
142)174] 216p40| 1289 bgy
T
200 300 400

K6 7z ESHIVOITRAARINL
AEX R 70~400 amu
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% %

1004 230 100 132
188
75 754
E 50156 P
zzf T 25 %8 P ‘46]60174 20
otmea e zal Pl s ol L tos] 4 ‘HH“\“ “‘1‘0‘2‘13‘ !zz‘n‘
100 200 300 50 100 150 200 250
X7 I ESYILOTOSAINMIY ®8 Jx ESHIvOTRFIMFY
ARIMV(EER) ARV ()
TYh—H—AF>: m/z331.0 TVH—H—AF>: m/z230.0
BIESMH CE=10eV BIFESMH:CE=10 eV
(CE:collision energy) (CE:collision energy)
(2)GC &Hn1xEt

PHASLIZDNT, Rxi-5Sil MS(HE 0.25 mm, & 30 m, [R[E 0.25 pym:Restek &) ZAL\TH#&
MLtz B ET - T RERRERYRLAE T HLE—VEBEMNMETL, HBREEIATHLEIE
THRREMNELN=Z(K), ZDTENS EFAOQAUY—FEADTIUESHIVDRBEEZEE 1=, BIEE
ERESESH BERREAHRBRIEIREITEALTRET 52 EELTz, SHIC, AIEEFZRESE 51
O BIERISRYIFLOT)A—)LERMT DI EERELIZY, RUTFL S )a—)L 300(LLF. PEG)
D7 thiEK 10 g/l ZRKL, TzoESHIDD 0.05 mg/ll 7EFVIBRKR 1 mL ([ZThE 2~20 uL &0
LTAIEL. E—VEBENLEILEZHEELI=ECA, PEG FMEMNEZDICLEN-TIIVESHIVDE—
JEBBHIKREHS=(K 10), LHL, ZzVESHIVDOERIORIFFHEREIZHIET S PEG DE—I1H S
=8 . PEGHAMEIBKIZHEDIE, CNHBMS DA A VEEEFNLTIIVESYIVDEEEZHITAETh
Mpot=. ZD1=8. PEGZFHMT BIHE . RME(E 100 mg/L GE#E &/ F 1T 8% 1 mLIZ®L PEG 10
g/L BiE%E 10 L &) EL TR EEDH DT EELT-,

14000 25000
12000 1
e 20000
o 10000 +— 7 1 « s T
£ 8000 f}r v J— £ 15000 3
6000 | HoO# $
E & 10000 4
4000 +A )i\ A
5000 5000
0 T T T T T T T T T 1 0 T T T T 1
123456 7 8910 0 20 50 100 200
AEBENIE PEG M (mg/L)
X9 EHAEFOE—IEEOEIL X 10 RUIFLF)a—IL(PEG)RMENIRET
JIVESHYIL 0.05 mg/ll TEEBK JIVESHIL 0.05 mg/ll TEEVFE 1 L SEA.
1 L EA . GC-MS(SIM)EITE GC-MS(SIM)BIE
6 @ DRLBIEL, FH+ZEREFTOVE
EER

11~13 [27zVESHIVRERDHIERLT=, 0.0125~0.075 mg/L DEREHE TERL-RELR
DREFEHIE. WThOBREVAEAEICENTE 0.99 UETHY RIFLERMEEZRL=,
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60000 -
50000 -
40000 4
30000 - 4
20000 - p

10000 -

0 L] L] L] 1

0 0.02 0.04 0.06 0.08
mg/L

Area
®

Y

11 2z ESHYIURBREHROHEI()
(SIM BI5E . PEG i#&in7zL)
y = 748306x - 1227.7

r2 = 0.9940

20000 -

15000 A

g 10000 -
<

5000 -

0 L] L] L] 1
0 002 004 006 0.08

mg/L

H 13 Iz ESHIVREEDHE(I)
(SRM JIE. PEG &#m&HY)
y = 204109x - 298.82
r2 = 0.9993

(4) EERF
EERFOFEHFERZLUTITRL

Area

80000

60000

40000

20000

0 L] L] L] 1
0 0.02 0.04 0.06 0.08

mg/L

12 Jz ESYIVREHEDH(2)
(SIM BIE. PEG &mdbpY)
y = 878010x - 708.72
r2 = 0.9997

P, R%E:0.01 mgkg [[HEBRBARECmL) HABRAIEDORAFE(109)]
X [ RIEEYMDEERFEHE (0.05 ng) EAZ (L uL) 1]
FFE.28:0.01 mg/kg [[(FREBFEREA mL) REBRBFERFORBMEG Q)]
X [ RIEEMDOEERFE L= (0.05ng) EFAZ (1 uL) 1]

3. RERARRAREDRET
(1) $HH 77 R DR ES

TIVESHIVEEWRY ICINIE, 7zVESHYIVORERICX. TRONEVEEF NI LEFRMLT
HEOH—EETV. TN RUK @A D)ERTHETEHZERANTNS, CNESE(IC, iR E
LT7 o TR RUK(4: 1) RBEICOVDTRE Lz, REFE. BT ROLEVEEFEED DAL
YT RUKRER = HMEIREGERIC LY EREL =,

D79 200 g 12, ZzVESYIAZER 10 mg/L % 0.2 mL #HFHL(0.01 ppm #H) . IyvF2 T hv4i
—TH LU= 20 g &7 bV RUK(4:1)BRTHE . @7%9 200 g 2. 7=V ESHIVIZEER 10
mg/L % 0.2 mL AL, 0.3 W% 7 RAIJLE VERARK 100 mL #MA TYvF2F hya—TH— Lz
$30 g 27 B, RUK(4:1)ERTHIE. @47 200 g2, ZTVESHIUIZE#RK 10 mg/L % 0.2 mL
AL, 99X hya—TH—ELfzE# 20 g 27 b THIE. O 3 BEOMEEAICDONT. 7. HER
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BROFHE (LC-MS/MS BIE ) ITECTIRIEL. BUREEROT=, F1ZL. QlE. ODRUV@LIFELSAIC
HERZE=ERL -,

T BBLER K 109 12, FzVESHIUIZEER 0.5 mg/L % 0.2 mL FALI=3 %4 (0.01 ppm 18)
[2.7K 20 mL F7=(X 0.1 wWv% 7 RAOLE VEERKZ 20 ML A T30 HMELT-%. 7 b THHL., 7.
HERARDOFASE (LC-MS/IMS BITER) IZECTRMEL., BUREE R DT,

HRERVTRLEZ BT, TXELIC, TROLEVEEZMEL THR BIFARIREN TN, #HiH
BEOEWNL., BEZEBLZEELETNELRSAW 0. CORREDAHTHEICELSH D EFOZIELA,
T AREDOED TR RUK(4: 1) BEHE SV OORIFERERL G-I L, TN ZiH
BEELTRHWAIEELT,

=1 HHEHO®RE (FHEYRE (EEERE) (%))
T7rbK(4:1) #H Wi <A V% el
TRAVEVEE | TAINEVEE | TRAIAMEVER | TARIVEVER
I AmHY I AmHY
%9 (n=5) 77 (4.1) 79 (4.1) 89 (2.2)
%k (n=3) 97 (6.1) 98 (9.3)

ANNRE :0.01 ppm

(2) iR R EDEE

JIVESYIV 0.2 pg & 10 wvIBIEF D LK 25 mL (THML. BFEBRTFILFE =L n-~"FH>
25 mL T 1 EIRESHFHHEZTL. HMERZRDSS 10 mL [TFOFEEEMEL. BID 10 mL 1K, BKIEERIZE
MU TRIE LT zo BRAKIRMEIX. TS RD— L&D TERKGEE SNV LE 20 g & E-0—K, FT&H.
FERABEXBERLTESE. CNICHERZERL. SSICHELAE 20 ML THRWAD FEATIT 1. R
ZR2ITRLI, COHR NAFHUOANEBRIFILEIVEL I VESHYIUE BIFICEURTE AN it
KBEFITIETIVESYIVDRIREIMET LIz, COIEMND, TIVESHIVNT TR —ILEIE
|IKIREE T ) D LICRET HAIREMENE Z DT,

BEEZEHOL TRITLIILTEENREL o R H D510, JTVETHID 0.2 ug & n-~+
H> 100 mL [ZFHML. LERERBRDIFKIEEETOI2ESA, BIUREF 95 % THoTz, £z, 7zVES
HID 1 ug # 10 Wv%iE bR LSAK 100 mL [ZEHRML . n-AFH> 100 mL B 50 mL T2 EiRE
SHHBZETLD. TR ENBKIBERBBLTAELERERIITRLIZ, 1 BIDEEFET 90%AEIRTE
t=o LEDEEREMNS, EEFIREX. n-AFH 100 ML RV 50 mL T2 @EiRESHHE T HIEELE=,

F2 ERBABREOREO) (EREE (%))
n-~NF*4H> (n=3) FEfETFI)L  (n=3)
@ @ ©) 1 ® @ ©) 1
B KIREARL 98 93 94 95 74 75 50 66
B KIREHY 54 54 64 57 12 10 10 11
0.2 pg/ 10 wivoeig bRy LAk 25 mL #3818 25 mL T 1 [@EiRESHH
=3 EABEOEE(2) (EIREE (%))
n-~NFHo
100 mL | 50 mL =)
(1EH) | (2[EH)
BRKigEHY 90 2 92

1 pg/ 10 wivoeig it k1o LA 100 mL % 100 mL, 50 mL T 2 [E#RESHH

(3) BRE 7T R DR EY
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BREEARELTT =M ILINF YOS ERICDWTHEILIz, 7TVESYIY 1 pg &Y. n-AFxH
30 mL [T7AfEL, n-ATH a7 =r)JL 30 mL T3 EMBEITo-EEDFERERL4ITRLZ. 7
TVESYIVIL, 2 BDME TIRIFER TET=,

2L 7EFZRMIWINFTH OB BRICTERN =N VERELT n-AFHUITHEH#EL, TFLUDOTIY
N-FAENL DAL U AT IWE AT LREEFTIEFRELZIGE. TR 4) DEREMLS n-ATHY
IZAMET DS CRIUREIMMET I S alse A HERI SN, S AT LRBRRIZT =M JLINT YU HER
FITISEBTRELED A VRTINS IAT VI AT LIZKBRIED A D, B HE S OEMRR
BORTHENBNEER, TR IILINF YR ERICKDRABFIFRALLGENI &L,

£4 TFTELFZRM)IIVINT YO HERDRET

n-~NFHofafl7r=r)IL &
30 mL 30 mL 30 mL
(1[E8) (2mE) | (@EA)
BN EE (%) 90 2 0 92
1 pg/ n-~AFH2 30 mL ZiRESHE . n=3 DFH{E

anh
—+

(D n-~THUBREEEOHER
7IVESYID 10 mg/L TER=RMJILBER 0.2 mL ZHEREICEY . ERWMEDITTRELIZEEL. n-~
X522 mL E#FMATREBREST Y —TEHLE. C0®K 0.1 mL 2&Y,. BEEZEWEDIT TREIZEE
L. Z7E,=FILISBEBLTRIELE HBD=H . nAXH U OMDYIZT =M ILEANTRERDE
BT o1z ERERSITRLUIZ, BTN VIRFE T TOEFIIHERALTULEWLS, JzVESHIY
X, BLICHEET 5L n-AFHUTIEEBFHBELIKWATREEENEZ Z SN T,

RS RO

TEF=ML n-~NF+H> (n=3)
(n=1) ® @ ©) iy
B (%) 104 31 34 29 31

TJIVESHYIV 2 ug & BFE 2 mL [CHA#E

B)HT LEH DO
OPEZNWRVEU-N-EZLERY RO ABEARIZHF LIZKSFEE [Oasis HLB (500 mg / 6 mL) ]

A LETEF=F)JL 10 mL, RULVTK 10 mL THEXRFELIZR. TzVESHID I mg/l 7=
RUK@:7E®O0L mLZEZARL. TR =ML RUVKERTHELIZLEZDBREKRREREITRLIZ, 7
IVESHIVIE, TR ML RUK(3:7)BiK 20 mL TIBHEN T, 7R =MIILR UK (7:3)BiK
10 ML GRAHIN-IEND, PR =FJIILEUIK(3:7)iBi&E 10 mL THEFEL, ZEF=ZFJILRUIK(7:3)
BR 10mL THEHTHILELT,

COBRHEHF. BHOE)IZILFFYUREBEICEELTWSIEN L, EUTILFFI U EDRBFES T
FEZEICANTISITHREI LIz, h5LZET =)L 10 mL, RLVTK 10 mL TEREERFELIzE&. 7zE
IV 10 mg/L TEM=FJILBEK 0.0L mL ZEFL. 7 RUWKRBRELE T =ML RUKER
TRHLEEEDAHKRERTIZRL - BREE7 I HEBL-HE&REZKTHERLTHSLICARTTS
EERELEZEDTHD, MHBEET Y 100%ERET SE. MK EKE 1:2 OLERIZTHIL HS
LEFREICEMYENREE T BRAEEEZON BE. RHEET7 =M IILBELEEEEEE
LTHELzECA 12 OFRETIE, IzVESHIVIERBLENEAEY LT FYUIERHETEIE
Khhot=,

LIEDHENS, SHBET M ML =& 10 mL (2K 20 mL #i0Z (BFF., RE(FMHK S mL
+7K 10 mL), ShEASLIZARFL, 7EF=F)ILRUK(3:7)iB& 10 mL THEL. T =M IILERD
K(7:3)BHRIOML TEHTHLEL. BEBFTHRREMERELECAH REEZBIFICAINTESEER
b= (%8),
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£6 PEZIARAVEUNEZIEAVRFOHRHBERIZATLIDTIVESHIUOBFHKR (1)
(EURE (%))
0—5 mL 5—10 mL | 10—15 mL | 15—20 mL HEt
A (BREEY)
TEb=FJJLIK(3:7) 0 0 0 0 0
Frh=rJJLIK(1:1) 0 15 81 96
FHh=rJJLIK(3:2) 9 97 2 0 108
TEb=RJ)LIK(T7:3) 103 7 110

BfE:0.1 pg(FEF=MJILRTIK(3:7) B 0.1 mL [ZiEHE)

K7 PEZIARUEU-N-EZIEQYROEEESRIZHSLOODARHIRR (2) ([AIREE (%))

0—10 mL | 10—20 mL | 20—30 mL it
BHIAE BE (BREFED)

JIVESHYID 0 16 16

Tk (1:1) EVIILFFIY 71 21 92
EVINET AR B 86 9 95

JxVESHYID 0 0 0 0

TErIK(1:2) EUZILEFI 0 0 0 0
EVINET) A B 0 0 0 0

T VESHIV 0 0 0 0

TEAZMIVIK(1:2) | EYIILFFIY 0 44 54 98
ENINFTY VR B 0 88 12 100

BHE:0.1 pg(FEF=FJJL 0.01 mL [TEHR)

£8 TUEZIARUEUN-EZJIEQYROHEBERIZASLOODBHIRR (3) ([AIRER (%))

THrbK(1:2) | TRb=MIVIK(3:7) TEM=MIVIK (7:3)
0—30 mL 0—10 mL 0—5mL | 5—10 mL =111
BE (BRIFET)
JIVESHYIV 0 0 91 5 96
EVIILFFI 0 0 98 1 99
EVINET) ALE 0 0 94 1 95

BEE:0.1 pg(FEF=FJJL 0.01 mL [ZEHR)

QIFLULTIUN-FAE LI UAT LI ZAS LIZLSHER [InertSep PSA (500 mg /6 mL)]

HSLEN-AFTHL 10 ML TERHEERFELIE., 720ESHYIV I mg/l n-AFHUEK 0.1 mLEARL.
TR nAFHURBRTHEELZEEDBEIKRAERIITRL Iz, TTVESHIVIE n-AFHY 10
mL TIEBFHSINT . TR R n-AFH 2 (1:9)B& 10 mL THEHIN=IEM D, n-AFH> 10 mL
THEL. 7 R n-AFHU(1:9)BK 10 mL TEHT B EELT,

BE.UTITRTESIC. BB MBI RO LIZASLFEEIV)ASTIILIZASLERWTHE
DBEEHTITVESYIVEBRTED, FYRAVHERE n- AT HUERBLIZRERVTRERKR
FLELI-ECAH. D 3 BOIZHTLDA, TFLUPTIU-N-FAELIVY ALY AT ILEZHhT L
[ZBVWT. 7R RS AT S (1:9)BRBEEINNDBEBRR S DBHNREDEIN 21260, ZDH
SLTHRIEEDDIEELT=,
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RO IFLUCTIUN-FAELD)IILIED AT IVEZASLISD IV ESHIDDBHIKR

(EUR = (%))
0—-5mL | 5—10 mL | 10—15 mL | 15—20 mL | &#&t

R (BFEEFE)
n-~FHy 0 0 0 0 0
TEboin-~FH(1:19) 0 84 22 0 106
FEbUin-~FH2(1:9) 95 12 0 107
TEbUIn-~FH(1:4) 94 10 0 104

BRE:0.1 pg(n-~NFH> 0.1 mL [TERE)
QBT AT I LAZ=HTLIZKDFE R [InertSep FL-PR(1,000 mg / 6 mL) ]

HSLENAFHL 10 ML TERERELI=®R., 7T0ESHYIV I mg/ll n-AFHUEK0.1 mLEATRL.
TEFRY n-AXHUERTERLEZDBFEKRER 10 [TRLFZ, ZzVETHFIUE nAFHY

10 mL TIXBHENT . 7R R n-AFH 2 (1:9)BiK 10 mL TAHIN T,

£ 10 BETABII RV DLIZAZLNIODITIVESHIV DB HIKR (BURE (%))

0O—5mL | 5—10mL | 10—15 mL | 15—20 mL | &Ft

pideepi oy (BFEEFE)
n-~NEH> 0 0 0 0 0
TEbIn-~FH(1:19) 6 62 27 5 100
TEboin-~AFH(1:9) 81 19 0 100
TEboin-~NFH(1:4) 96 5 0 101

BH=:0.1 pg(n-~NFH> 0.1 mL IZERE)
@IIVNT I HSLIZEBFER [InertSep SI(500 mg / 6 mL) ]

HSLEN-AFTHL 10 ML TERHEERFELIE., 72VESHYIV I mglln-AFHUEK 0.1 mLEARL.
TELRY nAFHURBTHEHLIZEZDOBHKRER 11 ITRLz, TzVESHYIVIE n-AFHY

10 mL TIXBHENT . 7R, RY n-AFH 2 (1:9)RBK 10 mL TAHIN T,

£ 11 SVATIIIZASLHALDITUESHID DB KR (EIUNE (%))

0O—5mL | 5—10mL | 10—15 mL | 15—20 mL | &Ft

pideepisy s (BEHEED)
n-~NEH> 0 0 0 0 0
TEboin-~FH2(1:19) 0 18 74 5 97
TEboin-~EH(1:9) 63 29 0 92
TEboin-~FH(1:4) 90 2 0 92

BRE:0.1 pg(n-~FH> 0.1 mL ITEAE)
®YZ77AMIh—RUE=h T LIZLSHFEE [Supelclean ENVI-Carb (500 mg /6 mL)]

F5NAZITIE, TFLUOTIU-N-FAE LI LD AT LVEZAS LB ED A TIEE B S DK
EDRR+HThHol=1=6. BMBERERITL=,

HS5LZE n-AFHD 10 mL TEREXRELE®R, J20ESHID 10 mg/ll 7EF=MIILBHR 2 uL 28R
L. 7EF R NAFHURBRTHIELZEZDBFTEIKRER 12 (TRLFz, TTVESYIVIE nAXY
> 10 mL T—EEHINz&. TR R nAFH U (1:9)iB%& 5 mL £TITHEHINT =, COFERH
O BEIZAZLDOFERAMNAIEEEEZ DN T,

K12 U5T7AMI—RUSZASLILDITIVESHFIUDAE R (EYRE (%))

n-~NFHo TEroh-ATH(1:9)
0—5 mL 5—10 mL | 0—5mL | 5—10 mL | 10—15 mL &t
0 26 67 0 0 93

BFE:0.02 ug(ZEA=FJJL 2 pL IZ5EAR)
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©TZ77AMI—RUIZTFLUOTIU-N-FAE LD YA I AT VBB = AT LIZ K SFEE [InertSep
GC/PSA (500 mg /500 mg/6 mL)]
HS5L%E n-A~AFHL 10 mL TEREERELE®R, Tz ESHYID 10 mg/ll 7EF=MILEHE 2 uL 2 &R
L. 72 RUY nAFHURBTHEHLIZEEOBHKRER 13 TRz, TTVESHIUIE n-AFY
Y 10 mL TIBHEINT, TR R n-AFH 2 (1:9)iEBK 10 mL TEHSI =,

F 13 TSTI7AMI—RUIZTFLUSTIU-N-FAE LY L) AT IILERBIZHAS LHISD)
JIVESYIUD A KR ([EIRE (%))

n-~NFHo Trbon-~AFH2(1:9)
0—5 mL 5—10 mL | O—5 mL | 5—10 mL | 10—15 mL =51
0 0 0 82 0 82

BH=E:0.02 pg(ZEb=FJJL 2 pL IZ75fR)

@FAIBTIIVI) WAL U AT IVEZhTLIZKSFEE [Bond Elut C18 (1g/6 mL)]

TR IIVINT S U REICODHBRIEAEZEL T, A93T VI UL UAT IVEZAS LIZED
BREREL,

HSLETEF =)L 10 mL THFEERELIzE&. 720ESHYID 0.01 mg/l 7EF=RMJILBHK 2 mL %
BRL. 7EF =ML TBEHLIEEEDBHIRRER 14 (TRLFz, 7zVESHIVIE,. FEF=ZRJL 2 mL
TataSnt,

ALUDIZOWTIE, IFLUPTIU-N-TAEL DY) AT NEZHS LIZKDBEE DA TIEIER
B DBREN T+ THEN Tz, SO0, [FINATIERRICT ST7AMA—RUFBREEMTHILE
BEILE=D, 02T VI YIAED AT IVEIZASLIZERRBEO AN, D rRATA—LERONEE—H
#BRETER (R 59) =8, CHoNFEEEFRBT A &Lz, =1L A2 T2 IES AT LS
ZHILREDO-ORBET =N VISERT LR, REBYA TR ITBERETES . FBEYHERLIIEN
A REZTHOT-.

K14 AOETIIILI)IED ) AT LI ZAS LMD IV ESHYIUDAHIKR (BIYRE (%))

T7etc=kJJ)L
=Rl 0—2 mL 2—4 mL f&t
22 84 0 106

BH=:0.01 pg(FEb=FJJL 2 mL [Z7AFR)

®TZ77Abh— RUIT2/TAE LY I AT VBB AT LIZKSFER[Supelclean

ENVI-Carb/LC-NH2 (500 mg /500 mg /6 mL)]

SELLT, BH—FHREZTHLONEZEUETOIIVESHYIVEHIKRERR L=, hS5LET L
ZRJLRUMLIV(3:1)EB&R 10 ML THRERFLIZER., 7z0ESYI I mgIL 7 =MILRUMLI
Y (3:1)E% 0.1 mLZARL. 7EF=MIILERUVMLIV (3:1)BRTABL-EEDBEHRRER 15
RLTzo ZzVESHYIVIE, 7TEN=MIILEUMLIV (3:1)E& 10 mL THEEINT=,

£ 15 TI5T7AMI—RUITI/TAE L) ILIES AT VBRI ZHAS LHSD
2 ESHEIUDBEHKR (BIRE (%))

FEr=FJJLIMLI(3:1)

0—5 mL 5—10 mL | 10—15 mL =11

(BREFED)

88 2 0 90

BH=E:0.1 ug(FE,F=FIILEUMLIV(3:1)EK 0.1 mL IZ/ARR)

(6) SRER AR ELEREHERELD
FRAW~G)OBAFEENS. DPEZIIARVEU-N-EDIEAQY RO R ESARIZHS LIERE.
LC-MS/MS BIE T 2H5E. . QIFLUSTIV-N-FAELIYIJLIES YA LI ZAS LESEE.
GC-MS(UMS)BIE T 5AED2DODAETHRMEUGHERZHA S LELT=,
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(7) BEARMEHORARIZDONT

BIERAWT, IvF T hya—CH—ELI-RICRRIEEREZRMLIZIEE (20 g ITEAEER 05
mg/L % 0.4 mL i#/0;0.01 ppm) &, BRIZERERMLIZRIZY YT T Hya—TH—{ELTz5E (200 g
ITRE1Z4E®K 10 mg/L % 0.2 mL #50;0.01 ppm) DEIUREELLE L=, #ER %X 16 [TRLf=. 7TVES
HIUITDOWTIE, KEBEFGM o1z, BRBRMRICH—IEZIT oL DDA D EUEL P PEHL -
fzo ZTVESHIVEDRIBD TN ATEENEELIZ. EVIILFTFY U RUVZOREMIZONTIE, BER
&I — L ETo-EDFXELLEURENMELI o=, I —LIREICE ST BEDNBEOTENELS
AREEAHDEEZONT=1=6 ., FIMEUGERICH L TIX, BERMRICH—EL=EHBHERALSIET,
H— LR EICK DR ELH OB THRT HILELT,

* 16 BEERMAHOAH DS (FHEURE FEXRERE) (%))
HY—1b&ICEERM BEERMRIZH—IE
JIVESHYIY 91 (1.8) 82 (4.0)
EUIILFFIY 60 (8.2) 7 (9.6)
EVINET A B 56 (7.2) 13 (7.8)

A AT ARIEE 0.01 ppm (n=5 (I BEFERMR (T —E 1L FHMEF n=1, 58RI n=5))

(8)s%&
SEBFHLEEZIARVEU-N-EDIEQY RV RAEERIZHSLBEDEEIZOWNT, 720ESY
S EYILEFIVLSNEBEDEREDRHIKREEZEL-DT,. SEETIZK 17 [TRLT=,

17 PEZIAUEUN-EZILEQ)RUHESARIZHS L LD AR IR (EREE (%))
Vi <A 70/ 8 THEb=MIVIK THErF=MIVIK
(1:2) (3:7) (7:3) =1
BE 0—10 | 10—20 | 20—30 0—10 0-5 5—10
mL mL mL mL mL mL

TANIRS DY 0 0 0 0 101 1 102
AVFT7=)L 0 0 0 0 8 83 91
177N Y 0 0 0 0 38 58 96
AEATISTE 0 0 0 0 99 0 99
FIY)ILR) A 95 2 0 0 0 0 97
EXYoz> 0 0 0 0 63 33 96
ESXILkk—IL 91 4 0 0 0 0 95
E1JRAILI(E) 0 0 0 0 95 2 97
EYRAHILT(Z) 0 0 0 0 102 1 103
JILAES L 0 0 0 0 96 1 97
JoEyR)Lzay 0 0 0 101 1 103

1
BHR=E:0.01 pg(ZEF=FJILEUIK(3:7)iRi% 0.01 mL [Z/AfR)

4. ARINEYREAER
LRKKE FRDLE FAY BT EISNAES FLUORUSRESD 8 BAREHMICANT, 8
AED 7. ABBROBBIZHE > THRMEYGABREREL =, BT . ALY D RUSRESIZDONTIE, HHEEfE
RETORMEYGERD M, —R#EERETORMEIGHARLTO., EERFOFMEL =, G, —BE
HERETORMEUGERIZRY . 2TVESHIVITMA, R 25 IR REDRSFRERZAVTERL -,
SEFEM L HEHFFORS|ABEET, BEFYICKYLBLRETHo=1=6 . DD BICLDERS
BEIT o=

(1)LC-MS/MS [Z&BER%
REABTIE MERITKENMZATOEZIAUEU-N-EZJLEOQY RO R BRI HSLERICEHTT
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S, HBEENABEL-, BALIRA L. SZATLERMNST N =RILIK(3:7) EEFDBEETREL
KRN, TR M)LK (7:3) BHRIIBREATH 1z, BE . =AW LBRITBRR T TTL.
REUSN OB CIERELGERTRETH oz KERH TEASLNEFTYRKELY . METI2HENE
Cr=CeMHot=M . BELAFAREL T DT E O RELGRE (TGN oT=,

AMEUGERICHTHEIURE 100% B ORIEZERR. BEROTIVIHBRUHMEB O RN
BOOTRISLER 14~24 |TRUE=, £ EBRD TSV VBB O R X YU AIEICE DR KRG —2ILA
Fooavcg 5 L%EK 25 (TR,

OFRMHE
LC-MS/MS BIFEIZH ITHZBIRMDRITHERER 18 ITRL-. BT RUA LU THEDIIVESYIY

ARRHENA RELEOWThORBZENTH. JIVESYIVDOEEZHE T HE—VEFRBHONT
RIFERREN GO,

% 18 FEIRM DM (LC-MS/MS)

No. BRA TRIEF | REE" i BEE—VOHBEE E—/mEiE(ES)"° EiRMED " %
(mglkg) | (ppm) mE Sl RRE | HEsE | @R | JIUoEE | Bt | @REY) | FMES
(ppm) (ppm) Sk (a) (b) it (a)/(b)
1 [ &KX 0.01 0.01 0.01 FERPRA | 001 | < 0.333 | @A 0 #DIV/0! [¢)
2 | X2 0.01 0.01 0.01 JERPRA | 001 | < 0.333 | @A 0 #DIV/0! [¢)
3 [ EhiL& 0.01 0.01 0.01 ERRA | 001 |< 0.333 | @ 0 #DIV/O! O
4 | FrRy 0.01 0.01 0.01 ERRA | 001 |< 0.333 | @ 0 #DIV/O! O
5 | &Y 0.01 2. 2. JEYE | 2. < 0.100 | @#& 5 2032 0.003 [e) 200£5FHFRAIE
6 | [F5NATS 0.01 0.01 0.01 FERPRA | 001 | < 0.333 | @R 0 #DIV/0! [¢)
7 | ALY 0.01 5. 51 JEMERE | 5. < 0.100 | E@#& 4 2392 0.002 O 50015 F FRAIE
8 | AES 0.01 10. 10. JEYEfE | 10. | < 0.100 | EfE 0 #DIV/0! O 100015 FFRAIE

1 HEBR, BEBERREOHECE—EEEE(0.01 ppm) EALD,

2 AMRELFHERRRENRLIEE (EERFEELBEOBRL. [EERF <EEEEERR xIILADHE) ISE. [+ INKRTENS [ * INRRSN S5
RILEMIE. FMRELTENRRESRLSH. FlE. EERFREMLOTN I RFMEERTREARLTHES 5.

3 IIUURMRUEBERROIECAE LRSS 2. (BEICELTREEAEITI.)

4 AHPORENHENRRE (EEEREXSEERFRE) MHYCHDELSIC. TV I7EMORBBRTRARLBERR (N vIRRMBERR) 2RV,
TIVVBRIPHBE—INBERENGH S5 EICEF, BERROE—IEE (BE) FROLTHLRL.

5 ERE (@S A HEE—VOHBRREDHELEISEE T HBEICETOL BELAWMERISEN x 12R2HT 5,

QEE.RERUEERRA

LC-MS/IMS BIFEIZH T HEERUVHHTHREDREERZR 19I1TRLIz, EE(X82.3~96.7%. fHTHE
(£ 1.2~5.3%ThY. VThiBIEE(EE;70~120%. HHITHE  HIEE 0.01 ppm DB 25%KE. &
IRE 0.1 ppm O 10% K ZiH R LIz, £f-. EERREE TORMEFIZ, SIN HIXHKIETH 250 T
HY. BEEQ0 L) EHRLE=.

% 19 EE. BERUVUE=REFR DL (LC-MS/MS)

No. BRE TEER | HE£E | FMRE | EERA RER B (%) HE BHTHE SINEE™ i &
(mg/kg) (ppm) (ppm) DEHE {EE Y| MiE | n=1|n=2|n=3| n=4| n=5 (%) (RSD%) Max. Min. F1fE

1 E3'S 0.01 0.01 0.01 3382300 | -39 | 0.9972 [ 93.6 | 95.6 | 89.8 | 94.8 | 96.8 94.1 2.8 572.8 250.0 411.4

2 K 0.01 0.01 0.01 3271990 | 43 0.9990 | 89.4 | 86.0 | 93.4 | 90.0 | 90.4 89.8 29 1136.3 | 493.1 814.7

3 v x 0.01 0.01 0.01 4033990 | -36 | 0.9993 | 82.7 | 85.6 | 86.1 | 86.3 | 85.1 85.2 1.7 3444.1 | 1292.0 | 2368.0

4 F Y 0.01 0.01 0.01 3861390 | -45 | 0.9980 [ 94.3 | 90.8 | 86.1 | 90.4 | 89.6 90.2 33 406.5 284.2 345.3

5 e 0.01 2. 2. * 4191340 | -0 0.9989 | 98.6 | 96.3 | 96.4 | 96.9 | 95.4 96.7 1.2 #DIV/O! 20015/
52 | 7% 0.01 2. 0.01 5257180 | -43 | 0.9987 | 81.4 | 78.8 | 82.4 | 81.2 | 87.6 82.3 4.0 788.5 455.3 621.9

6 IZH5nAZD 0.01 0.01 0.01 3319400 | -49 | 0.9993 | 80.5 | 82.9 | 83.1 | 84.4 | 85.8 83.3 2.4 4863.0 | 1669.7 | 3266.3

7 Frov 0.01 5. 5. * 4736660 | -10 | 0.9999 | 85.3 | 84.6 | 81.8 | 88.1 | 83.1 84.6 2.8 #DIV/O! 500fE /R
72 | ALY 0.01 5. 0.01 4736660 | -10 | 0.9999 | 82.8 | 87.4 | 85.3 | 81.6 | 87.6 84.9 3.2 2918.4 | 1341.0 | 2129.7

8 HEH 0.01 10. 10. * 6245780 | -64 | 0.9991 | 88.6 | 84.1 | 83.0 [ 77.1 | 79.9 82.6 53 #DIV/O! 100015 %8R
82 | &EH 0.01 10. 0.01 6245780 | -64 | 0.9991 | 86.5 | 84.4 | 88.2 | 86.8 | 87.4 86.6 1.6 1289.7 | 700.3 995.0

*1 REEMEE, HEERFEOHEICIE—RELE(0.01 ppm) EALS.
2 AMREAEERFRELRLIGEICE. [+ INKRTENE, TOHAITE. SN LOKBFEFETHZA. JlR. ERRRADOHEETI.
3 BONEREDNFTHRAEEEZDHE—) (Max.) RUR/MEEEZHE—Y (Min) DZRETID SIN thERDH S,
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QRMTNIVIZADBIE~DEE

LC-MS/MS BIEIZH T BTV IZRDBREANDFZEIZTDOWTHRET LR TR 20 (TRLUT=, #inE
URERER(CH 1T HEURE 100% 48 HIEEITHRALIITRAR LT O R RMIBER RO B EZERRITK
THE—VmEIELLERO Tz, mIELLIE 0.95~1.01 THY. HHILIVIRDAEANDEEIT/NSNEEZDS
nit=,

AMEUGGRERIZHTHEEER 20 TROE—VEBLTRLTHIEEEZRD. & 21 (TRUF f@1E
BH[E(X81.8~99.7% ThY. MIERTERELL BIFHIETH 1=,

= 20 HABTR) I ZDBITEANDEE (LC-MS/MS)

No. BRd EEMR | HEE" | FMRE | BERE E—omEiE (@S & &
(mg/kg) (ppm) (ppm) B EHXIE | 7509 | TRy R BIELERK® RIRIRRERR E—VE&E
(mglL) | BEDH n=1 n=2 Fiy n=1 | n=2 Ty | GHH®
IESS 0.01 0.01 0.01 0.0005 Gk 0 1608 | 1595 | 16015 | 1670 | 1645 | 1657.3 0.97
2 | kx® 0.01 0.01 0.01 0.0005 Gk 0 1639 | 1651 | 1645.4 | 1648 | 1673 | 1660.3 0.99
3 Fhn L x 0.01 0.01 0.01 0.0005 & 0 1972 1966 1969.0 [ 1993 | 1993 1992.7 0.99
4 | Fyy 0.01 0.01 0.01 0.0005 i 0 1945 | 1940 | 19423 | 1942 | 1952 | 1947.1 1.00
R ESE 0.01 2 2. 0.0005 i 5 2031 | 2033 | 2026.4 | 2068 | 2103 | 2085.2 0.97 200f& %R
5.2 | 729 0.01 2 0.01 0.0005 & 420 2900 2912 2485.6 | 2632 | 2627 2629.1 0.95
6 EFo5NAED 0.01 0.01 0.01 0.0005 & 0 1580 1599 1589.5 | 1607 | 1613 1610.1 0.99
7 | ALrv 0.01 5 5. 0.0005 i 4 2391 | 2393 | 2388.1 | 2374 | 2380 | 2377.1 1.00 500f& %R
72 | ALy 0.01 5 0.01 0.0005 i 45 2282 | 2358 | 2275.0 | 2374 | 2380 | 2377.1 0.96
8 5ED 0.01 10 10. 0.0005 & 0 3043 3057 3050.0 [ 3001 | 3033 3016.9 1.01 1000f&F IR
82 | BEH 0.01 10 0.01 0.0005 i 18 3019 | 3017 | 2999.8 | 3001 | 3033 | 3016.9 0.99

*1 BB, BREERREDHEICIT—EEE(0.01 ppm) EALVS,

*2  RMENLHERICEH 1T HEUNE 100%H LREITED LS. TIUVRMORRBRTHABLBERR (M VI RBMZERR) RUBE THARUARERR (RERERR R
EE:D

3 RMJVIRBIMBERR R CBEZERROIBICKEZ 2 B LRIELHERALTET S, (BEISELTREEAZITI, )

4 TFUYITE—IRRBHONIZHEITIE, IR VIR FIMBEBRBOMBIET S VEEZELSIV-EZRANS,

5 IM)YIRRMBERREHRYBOIT S VHMORBRAREAVTHART 5,

% IV RRIMBERROBEFERRIHTIE—VER(RIEES) DELERDD,

# 21 #HIEEE (LC-MS/MS)

BERf R h0E E (ppm) BE (%) E—VmEiEt | #EEE (%) B &

%K 0.01 94.1 0.97 97.0
NG 0.01 89.8 0.99 90.7
IEh L& 0.01 85.2 0.99 86.1
FrRY 0.01 90.2 1.00 90.2

e 2 96.7 0.97 99.7 200fEF IR
e 0.01 82.3 0.95 86.6
IF5NAZS 0.01 83.3 0.99 84.1

Lo 5 84.6 1.00 84.6 50015 &/ ]R
2% 0.01 84.9 0.96 88.4

AES 10 82.6 1.01 81.8 1000fEFH R
AES 0.01 86.6 87.5

0.99
E—VEEL = SRV IRFMBERROE—IEE | BFEFEERROE—VEE
WEEE = EF / E—VBEEL

(2) GC-MSUMS)IZ LB ER %

FMEUEKERIZH T HEUNE 100% L OBERERE. REGODITSUVHARVHEMEADRKEN
BOOIR S LER 26~58 [TRL =, £, RBRD TSV IHB DR X vV AIEICKERTRMEA—2ILA
Fooa<hg 5 L%ERK 59 (TR,

O&IRHE
GC-MSUMS)BIFEIZHWTIE, ML ANDOERBIZHNTH, TZVESHIVDE
FEHLNT ., BIFEERENGONT=,

EWHETHE—Y

HelD
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QEE.RERUEERR

GC-MSUMS)AIFEIZHITHEERUVHITHREDREHEREZER 22 ITRLT,

BEORIEEX(PEG HNAL) Tk, REEEEICBTARATEIXIXRRUVARETEZKRC 6 BLTERE 83.9
~096.7%. BHTHE 1.9~9.5%THY. BIZEFHEL . ZLAKTIXEE 183%. KETIXEE 138% LB 1Z
EFBBT AERTH o=, Tf=. EERRDFEME T, SIN LLIFRETHLXED 109 THY. £BRT 10
ULEDRRFONM, BT RUALIT 0.01 mgkg FMIZEIT2EELNBEZEEZEBBLI, EERRELT
0.01 mg/kg #RET HIENTHELDIL, (ENLILE, FYRY [EISNAZTIRUVRESID 4 BREVWSTHER
TH-o1-,

BIERIC PEG ZHRMT A3 EICEYRELTRETESANRAHR. REEREICH TR TIL,
SIMBIZE. SRM BIEELIZ. S BRETTHE 74~104%. HH1THE 1.4~9.8 ERIFLERNBON-. &
ERFOFHE TIL. S/N Le(E SIM BIE THIE 22.6. SRM BITE TIXZRIE 155 THY. 0.01 mg/kg FHmIZH I+
BZEELAESIEBRERIFLHERENEONT=, AESE. PEG HFMALTRIELEEESICIEIRIFERAELS
ni=hs, PEG #mM&HY TRIE LT 0.01 mg/kg FmMNIZHTRHEE (X 150%% LRIV, PEG HZMALTLELAES
THWMERTH-T=,

* 22 EE.BERUVEERF O (GC-MSIMS))

No. BRA ERRR | REE" | FMBE | E2ERF BER [E14R 3 (%) HE | T SINEE™ i &
(mg/kg) | (ppm) (ppm) | OFHE” 5 gE | e n=1 | n=2 | n=3 | n=4 | n=s Max. | Min. | TiE
SIMBITE (PEG%L)
1 K 0.01 0.01 0.01 124782 -568 0.9988 | 177.6 200.6 168.2 184.0 184.5 183.0 6.5 27.8 14.7 21.3
2 | xu 0.01 0.01 0.01 72685 | 29 | 09999 | 1464 | 1252 | 1309 | 1411 | 1368 |137.9 |57 | 417 | 109 | 263
3 [l 0.01 0.01 0.01 748306 | -1228 | 09940 | 962 | 898 | 89.9 | 895 | 941 | 919 |33 | 692 | 610 | 651
4 F Y 0.01 0.01 0.01 768626 -4349 0.9983 91.7 96.7 97.8 97.3 99.9 96.7 3.2 63.2 53.5 58.3
5 7o 0.01 2. 2. * 321942 -645 0.9959 93.1 90.9 90.4 89.8 88.3 90.5 1.9 #DIV/O! 200f& &R
52 | i 0.01 2. 0.01 321942 | -645 | 09959 | 1244 | 1230 | 1247 | 1208 | 1282 | 1242 |22 | s05 | 417 | 461
6 IZo2NAZES 0.01 0.01 0.01 1015209 -3734 0.9993 79.7 85.0 82.8 84.7 87.1 83.9 3.3 106.1 52.2 79.2
7 FroY 0.01 5. 5. * 179323 384 0.9974 | 109.1 90.5 85.3 93.8 915 94.0 9.5 #DIV/O! 500f& &R
72 | ALow 0.01 5. 0.01 179323 | 384 | 0.9974 | 202.2 | 1926 | 1658 | 1818 | 1851 | 1855 |7.3 | 574 | 450 | 512
8 |xe> 0.01 10. 10. * 415194 | -1556 | 0.9975 | 99.0 | 1000 | 881 | 881 | 800 | 928 |66 #DIV/0! | 100055
82 [ HEH 0.01 10. 0.01 415194 -1556 0.9975 | 112.8 106.9 107.7 113.1 107.7 109.6 2.8 53.2 41.9 47.6
SIMBITE (PEGHY)
ESS 001 001 0.01 771672 | -2830 | 0.9988 | 940 | 1079 | 995 | 1033 | 1020 | 1014 |51 | 383 | 251 | 817
2 KE. 0.01 0.01 0.01 677421 -3434 0.9974 86.2 82.9 94.7 97.3 100.0 92.2 8.0 102.5 22.6 62.6
3 EnnL x 0.01 0.01 0.01 878010 -709 0.9997 96.0 92.2 89.7 91.3 94.1 92.7 2.7 80.3 731 76.7
4 | Fpny 001 001 0.01 1065348 | -1372 | 09977 | 900 | 874 | 863 | 883 | 896 | 883 |17 | 779 | 668 | 724
5 | AT 001 2. 2. * 722456 | -1663 | 0.9985 | 912 | 881 | 913 | 904 | 901 | 902 |14 #DIV/O! | 200f5%R
5.2 i 0.01 2. 0.01 722456 -1663 0.9985 93.5 96.5 945 96.3 101.6 96.5 3.2 79.3 62.1 70.7
6 [@Eonazs | oo1 001 0.01 1108919 | -288 | 09995 | 788 | 776 | 748 | 774 | 783 | 774 |20 | 764 | 424 | 594
7 | Aoy 001 5. 5. * 494395 | -380 | 09968 | 879 | 842 | 831 | 824 | 833 | 842 |26 #DIV/O! | 500fEER
7.2 FLoy 0.01 5. 0.01 494395 -380 0.9968 | 117.5 113.3 106.2 112.3 121.0 114.1 4.9 84.5 64.0 74.3
8 B) 0.01 10. 10. * 368626 -1041 0.9933 90.0 79.2 81.1 741 80.5 81.0 7.1 #DIV/O! 1000f& %R
82 |55 001 10. 0.01 368626 | -1041 | 0.9933 | 157.3 | 1525 | 149.8 | 1522 | 151.6 | 1527 |18 | 498 | 443 | 470
SRMAISE (PEGHY)
1 Tk 0.01 0.01 0.01 174041 -558 0.9911 | 104.9 114.8 98.2 97.7 106.5 104.4 6.7 280.3 233.8 257.0
P ES 001 001 0.01 165820 | 234 | 09921 | 1097 | 920 | 913 | 1002 | 1051 | 996 |81 | 2701 | 2015 | 2358
3 [mholsx 001 001 0.01 204109 | -209 | 09993 | 954 | 924 | 950 | 912 | 948 | 937 |20 | 337.1 | 2504 | 2037
4 | Fyny 0.01 0.01 0.01 205638 | -436 | 0.9958 | 901 | 905 | 871 | 930 | 908 | 903 |24 | 3002 | 23823 | 2662
5 | n 0.01 2. 2, * 174597 | -390 | 09990 | 948 | 907 | 938 | 917 | 921 | 926 |18 #DIV/O! | 200f5%BR
52 | Ay 001 2. 0.01 174597 | -390 | 09990 | 959 | 996 | 964 | 963 | 1004 | 977 |22 | 4111 | 2452 | 3281
6 [@E5nazs | oo1 0.01 0.01 252398 | -188 | 09986 | 762 | 743 | 708 | 736 | 763 | 743 |80 | 2334 | 1551 | 1943
7 | Aoy 0.01 5. 5, * 122998 | -370 | 09959 | 841 | 860 | 833 | 811 | 856 | 840 |23 #DIV/O! | 500f5EBR
72 | ALev 001 5. 0.01 122998 | -370 | 0.9959 | 1239 | 1200 | 1145 | 1175 | 1239 [ 1200 |34 | 3088 | 167.1 | 237.9
8 |xe> 001 10. 10. * 96078 | -437 | 09969 | 920 | 840 | 727 | 757 | 871 | 816 |98 #DIV/O! | 1000f5%TR
82 |55 0.01 10. 0.01 96978 | -437 | 09969 | 1562 | 151.8 | 1600 | 154.4 | 1561 | 1857 | 1.9 | 2341 | 1743 | 204.2

*1 REEMEF, EEERFEOHEICIE—REHE(0.01 ppm) £V,

2 FMRENEERRRELRLGIBECE [+ IHNRTESND. ZOBAICE. SIN LOFHEITETHSM, Ak, EERROHEETS.

3 BONEREDNHTHRAEEEZADHE—Y (Max.) RUR/MEEEZHE—Y (Min) DZRTID SIN thERDH B,
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QHHTNIVIRDBIEAD
GC-MSUMS)BIEIZHITHERFTR) VI XD BIFE~D
EIURERERIZH (FHEIURE 100% L EEICHELSISITHAB LI YO RGN

52 98

=

=4

=

i
3

[2DOWTHREILI=#ERZER 23 ITRLT=. &N
ERRDBEIZERRIC

T HE—VmiELLER Oz, mIELL(X. PEG #MN4EL T SIM BIELI#ERTIE 1.04~2.11 THY . $HITK
BERUALUD(FRLZL) CEIELED 2 28X 1=, PEG #MHY T SIM BIEL-ERTIEASAES (FREL)
DAHEFELEA 1.91 E5<. fiild 1.00~1.27 THo1=, PEG FHMdHY T SRM RIFELI=#ERIL. PEG Fm&bHY
TSIM BIEL-#ERERBZEDIER THoT=,

AMEUGRERIZH(THEEER 23 TROE—VEBELTRLTHEREEZXRD. & 24 [TRUF, f1E
BEELX. LWTIhDBIEAETE 70~120%DEE RN L7571,

S| HI == B2 488
& 23 MR VIRDAEADEE (GC-MSIMS))
No. BE&A ERER | HAEMWT | FmimE E—VEH(HS)° % &
(mg/kg) | (ppm) | (ppm) EEXIE | IS5 R PRES 3 BEARERR E—V&
(mg/L) | @& | ¥* n=1 n=2 Fiy n=1 n= iy &
il (BE)
=
SIMfll E (PEGHL)
IESS 0.01 0.01 0.01 0.05 & 0 11815 [ 11906 [ 11860.5 [ 5660 5562 5611.0 | 2.11
2 | k= 0.01 0.01 0.01 0.05 & 0 5788 |5720 |5754.0 3730 3756 3743.0 1.54
3 |@Ehwvlx 0.01 0.01 0.01 0.05 T 0 38338 39472 [ 38905.0 | 34762 |35657 |[35209.5 | 1.10
4 [ ¥y 0.01 0.01 0.01 0.05 ki 0 40889 | 41023 | 40956.0 | 35276 |[35761 |35518.5 | 1.15
5 |72 0.01 2. 2. 0.05 & 0 16084 | 15884 | 15984.0 [ 14337 |14332 |14334.5 | 1.12 200 & R
5.2 |79 0.01 2. 0.01 0.05 T 0 20848 | 19997 | 20422.5 | 14337 |14332 |[14334.5 | 1.42
EH5RAZD 0.01 0.01 0.01 0.05 & 0 51412 [ 50519 | 50965.5 | 48294 |49709 |[49001.5 | 1.04
I ER 0.01 5. 5. 0.05 & 0 10732 | 10572 [ 10652.0 | 9183 8767 8975.0 1.19 500 f& % |
7.2 ALy 0.01 5. 0.01 0.05 & 0 18051 17832 [ 17941.5 | 9183 8767 8975.0 | 2.00
8 |[&r>H 0.01 10. 10. 0.05 & 0 23524 22927 | 23225.5 | 19378 |19894 [19636.0 | 1.18 |1000fE&H R
8.2 | &»¥&H 0.01 10. 0.01 0.05 EE 0 24804 | 25008 | 24906.0 [ 19378 |19894 |19636.0 | 1.27
SIMBIE (PEGHY)
IEES 0.01 0.01 0.01 0.05 T 0 40258 | 40075 | 40166.5 | 37180 [37588 |37384.0 | 1.07
2 | K 0.01 0.01 0.01 0.05 ki 0 35015 | 35659 [ 35337.0 | 30325 |31213 [30769.0 | 1.15
3 |Ehwvlx 0.01 0.01 0.01 0.05 ki 0 46531 | 46609 | 46570.0 | 43818 |43310 |43564.0 | 1.07
4 | Fy v 0.01 0.01 0.01 0.05 ki 0 52061 [ 53003 | 52532.0 (50816 |52443 |51629.5 | 1.02
5 | &7 0.01 2. 2. 0.05 ki 0 35524 [ 35691 | 35607.5 | 34197 |34656 |34426.5 | 1.03 200 &R
5.2 |79 0.01 2. 0.01 0.05 ki 0 36746 | 36448 | 36597.0 [ 34197 |34656 |34426.5 | 1.06
FohAZD 0.01 0.01 0.01 0.05 T 0 57345 [ 57215 | 57280.0 (56239 |56451 |56345.0 | 1.02
7 |Arev 0.01 5. 5. 0.05 ki 0 24157 | 24085 | 24121.0 | 24409 |23837 |[24123.0 | 1.00 500 f& & R
7.2 ALy 0.01 5. 0.01 0.05 ki 0 30246 [ 30901 [ 30573.5 | 24409 |23837 |[24123.0 | 1.27
8 |x»v> 0.01 10. 10. 0.05 ki 0 19141 18724 | 18982.5 (16871 [16339 |16605.0 [ 1.14 |1000f&E& &K
8.2 | 5L 5 0.01 10. 0.01 0.05 T 0 31817 [31658 [ 31737.5 | 16871 |16339 |[16605.0 | 1.91
SRMfll & (PEGHY)
ESS 0.01 0.01 0.01 0.05 & B 0 9494 |9523 |9508.5 8333 8176 8254.5 1.15
2 | K 0.01 0.01 0.01 0.05 ki 0 8662 |8108 |8385.0 7407 6965 7186.0 1.17
3 |Ehnuvl x 0.01 0.01 0.01 0.05 & 0 10756 [ 10783 | 10769.5 | 10051 |10204 [10127.5 | 1.06
4 [ ¥y 0.01 0.01 0.01 0.05 ki 0 10730 [ 10462 [ 10596.0 | 10517 |10563 |[10540.0 | 1.01
5 |77 0.01 2. 2. 0.05 & 0 8853 |[8850 |8851.5 8506 8376 8441.0 1.05 200 & & R
5.2 |79 0.01 2. 0.01 0.05 T 0 9113 |[9088 |9100.5 8506 8376 8441.0 1.08
EO5NAZD 0.01 0.01 0.01 0.05 ki 0 12048 [ 12093 [ 12070.5 | 12183 |12123 |[12153.0 | 0.99
7 |Hrrv 0.01 5. 5. 0.05 @ 0 5887 |6003 |5945.0 5794 5841 5817.5 1.02 500 f& & R
7.2 ALy 0.01 5. 0.01 0.05 ki 0 7808 |7783 |7795.5 5794 5841 5817.5 1.34
8 |»xy> 0.01 10. 10. 0.05 T 0 5044 |4803 |4923.5 4173 4388 4255.5 1.16 |1000f &M
8.2 [ 5VLH 0.01 10. 0.01 0.05 & B 0 8313 |[8147 |8230.0 4173 4338 4255.5 1.93

*1 BB, EBERBREDHEICIT—EEEE(0.01 ppm) ZALS,
*2  AENHERICE B EURE 100%BHREITED LI, T5UIE!
*3 IRV RRIMBE R R R CREBERROIBICKEIC 2 AL LAELBERNOFHET S, (BEICHLTEBIAZTI,)

4 TFUYITE—IRRHLNIBEITE, TR vIRFIE

*5 MY RBMZEBRSHBRLEBOISVIRNORBRBREAVTRARET 5,

*6 YUY RRNMBEBRROBERERRI AT HE—VEE(XEBHS) DLLERDD,

BROEET S VEEELSIV-EE AL,
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# 24 #WIEEE (GC-MS(UMS))

aR% | mmEEEm | BHE(%) | E—JE#H |BEHEE(%) =
SIMAIFE (PEGZEL)
B2 0.01 183.0 2.11 86.7
NGl 0.01 137.9 1.54 89.5
[EhLs 0.01 91.9 1.10 83.5
A 0.01 96.7 1.15 84.1
e 2 90.5 1.12 80.8 200fEFH R
e 0.01 124.2 1.42 87.5
IF5NAZS 0.01 83.9 1.04 80.7
Loy 5 94.0 1.19 79.0 500fE FH R
Loy 0.01 185.5 2.00 92.8
AES 10 92.8 1.18 78.6 10001 &R
ARES 0.01 109.6 1.27 86.3
SIMBIE (PEGHY)
%K 0.01 101.4 1.07 94.8
x5 0.01 92.2 1.15 80.2
[E (RN 0.01 92.7 1.07 86.6
FoRY 0.01 88.3 1.02 86.6
e 2 90.2 1.03 87.6 200fE &R
By 0.01 96.5 1.06 91.0
IF5NAZES 0.01 77.4 1.02 75.9
Lo 5 84.2 1.00 84.2 500fEFH R
TLoo 0.01 114.1 1.27 89.8
HNES 10 81.0 1.14 71.1 1000 &R
ARES 0.01 152.7 1.91 79.9
SRMAIE (PEGHY)
%K 0.01 104.4 1.15 90.8
X=E 0.01 99.6 1.17 85.1
IEhiLs 0.01 93.7 1.06 88.4
A 0.01 90.3 1.01 89.4
Al 2 92.6 1.05 88.2 200fEFH R
B 0.01 97.7 1.08 90.5
IF5NAZS 0.01 74.3 0.99 75.1
Loy 5 84.0 1.02 82.4 500fE&H R
Lo 0.01 120.0 1.34 89.6
AES 10 81.6 1.16 70.3 10001 &R
ARES 0.01 155.7 1.93 80.7

E—J@EEL = TRV IRRMBEBRROE—VER | BEFRERROE—VERE
WIEEE = EE /| E—V@EKRL

5. T Dt DEERERETCE&ET HFIR

S ERETLIZLC-MS/IMS IZLHFRHEREICDWT BAMDEY I FFVURBREZSELL -, MARET
. PEZIRVEUN-EZLEQYRAEERI AT LRBHICE THBEELHNETELY. BHYE
NBHEINDEHD, SERFFLEZBEEETET A NIV RUK(7:3)BRICKEBH. EVIILEFY
VEBRATETENM=MIILRUK(1:1)EBRICKDBETH S, SEBELIZHBRENE)ZILFFYUIZH
HEATHEMNERT B, —FEEREDATHSMN, JTVESHYIV LREBICHMEIUIRGEREERK LT,
BRI, BARBENEDONTOENREDRREIZODNTHESELLTRNEIT o=, #ER%EX 25 ITRL
T=o
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R (BE)BREOEE -HKESH

%k K=
BEE |HMTRE| E—V |HIEE| EE |HMTRE| £V |HIEE
No. AMARILEN %) | (RSD%) | @t | (%) | (RsD%) | @k |
2 |EUILXFIY 72.8 23 0.96 755 845 6.3 0.96 87.8
22 |EVI2LFFV KRB 139.8 47 1.10 127.6 92.4 1.4 1.02 90.3
23 [FHEUZILFFYLELT) 109.4 3.2 90.0 27
3 |TARIESDY 98.4 3.0 0.99 99.3 86.9 1.9 0.99 87.6
4 |4AIYFF=IL 109.0 8.2 1.01 107.7 96.3 6.7 1.05 91.7
5 |4 77z hnNTY 103.2 35 1.03 100.6 95.0 4.0 1.03 92.2
6 |AREFOTFHFS<TH 97.3 3.9 1.05 92.9 91.4 7.6 1.20 76.0
8 |[Exyozy 101.6 3.8 1.03 98.7 98.6 8.0 0.95 103.9
10 |EYRAHIILTI(E) 100.8 2.1 1.02 98.6 96.6 3.0 1.00 96.2
11 [EURDHLT(Z) 108.6 33 1.07 101.8 101.3 2.1 1.01 99.8
12 |ZIFESL 935 1.2 0.95 98.3 94.8 4.9 0.99 96.1
13 |FOEyzR)ILZOY 104.9 8.5 1.06 99.2 67.5 13.8 0.83 81.5
[FnL & FrRy
BEE |fHMTHRE| E—V |HILEE| EE |(HTHRE| E—9 |HEEE
No. AHARILEN (%) (RSD%) | m#&Lt (%) (%) (RSD%) | mf&tt (%)
2 |[Evonxrvy 29.4 1.3 1.04 28.4 63.7 8.4 0.99 64.6
22 |[EVINLXFIUREYD 52.5 7.5 1.21 43.2 113.6 3.2 1.09 104.5
23 [FHEVZLEFYELT) 415 4.8 89.8 4.0
3 |7ARIESDY 79.9 3.2 1.00 79.8 93.0 2.9 0.99 94.1
4 A4IFTF7=L 825 11.0 0.97 84.7 88.1 5.9 0.99 88.7
5 [4F7zohnnnyy 89.2 1.4 1.01 88.2 89.1 7.7 1.00 89.3
6 |REOTFHrSTFH 17.1 15.9 1.12 15.2 78.8 95 0.97 815
8 |ExXyozy 91.5 7.8 0.91 101.0 87.1 5.4 1.01 86.1
10 |EYRUAITI(E) 96.1 27 1.01 94.9 92.7 3.8 0.98 94.1
11 |[EURDAILT(D) 108.3 15 1.08 100.3 96.2 4.2 1.00 96.0
12 [JILFESL 97.7 35 1.00 98.0 93.6 35 1.01 927
13 |FoEyzR)ILZ7OY 98.2 45 1.08 91.2 91.6 8.8 1.01 91.0
Y F5hAZS
\ o BEE |HHMTHE| E—V |WHIEE| EE |(HTHRE| E—0 |#HEEE
No. ARARLEN %) | (RSD%) | mH#t | ) %) | (RsD%) | @t | )
2 |[EYUILXxFIY 7.2 9.6 1.00 7.2 6.0 5.2 1.00 6.0
22 |EYZILEFYVOREY 13.1 7.8 1.09 12.1 191.6 4.1 1.18 162.5
23 [FHEUZILFFYLELT) 10.3 7.6 103.2 4.0
3 |TARIESDY 40.1 7.4 1.02 394 91.3 4.0 0.97 93.9
4 AIFTF7=1L 96.2 2.4 0.96 99.8 91.5 6.0 1.01 91.0
5 |47z hInNTY 95.1 1.1 0.98 97.2 80.9 2.7 0.94 86.0
6 |AREOTFS<TFH 113.1 2.6 1.40 80.9 75.0 10.0 1.01 74.4
8 [Ex¥ozv 101.6 36 1.08 93.9 86.4 7.9 0.89 97.3
10 |EYRUAHIILTI(E) 96.1 2.1 1.01 95.4 95.9 2.4 1.05 91.3
11 |[EURDHILT(Z) 103.0 36 1.03 100.0 107.1 2.4 1.11 96.6
12 |JIFESL 95.4 1.8 0.97 98.4 93.7 3.4 1.01 92.8
13 |ZAEYRLZOY 129.4 4.2 1.23 105.5 127.9 4.2 1.31 97.5
rTLoo AES
BE |fHMTRE| E—Y |HIEE| EE (#THRE| E—V |BEEE
No. AHARLEN (%) | (RSD%)| @i | (%) | (RSD®)| @mig |
2 |EUILXFIY 91.7 25 1.03 89.4 77.1 4.1 0.98 785
22 |EYVINLFFIURED 118.6 45 1.23 96.1 86.5 25 1.13 76.9
23 |FEVIILEFFYIELT) 105.8 25 82.0 3.0
3 |7ARI RSOV 74.7 3.1 0.96 77.9 84.7 2.3 1.03 825
4 |[AVFF7=IL 91.1 3.3 0.98 92.7 91.6 5.4 0.94 97.4
5 [4F7zonnnvy 93.9 3.1 1.01 93.4 82.4 3.8 0.98 83.7
6 |REOFFrSTH 99.1 2.8 0.98 100.7 93.4 4.0 1.02 915
8 |[Exyozv 89.7 8.3 0.95 94.2 935 4.9 1.07 87.3
10 |EURAHIILI(E) 94.0 27 1.04 90.0 88.2 1.9 1.01 87.7
11 |[EURDAILT(Z) 104.9 0.7 1.16 90.3 100.3 1.7 1.11 90.4
12 |JIFESL 95.7 1.0 1.01 95.1 87.6 1.7 1.01 87.0
13 |[ZFREYRLIOY 58.1 34 0.69 84.2 935 1.6 0.99 94.2

E—VBEEL = TR IR FMEERROE—IEE / BEFERTROE—IER

WEEE-HEE/E—/VE#EL

RINERE ;001 mg/kg
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6. ZE
(1)LC-MS/MS (2 kB ER %

TJIVESHIVERENLT A THHEL, PCEZIRVEV-N-EZILEOYRV A ERAKRIZHASLTHE
BT SR EERFTL. B REBRRBLT b ZRELTEASLICERTEAEEEZELD., BHERIC
RBEMEEL. SShSLBRANCABIRENBELEDAREENH S0 BIENEFELLL LS. HMBIREIC
KEMZTIZASLIZERTEAEEL,

EEY 8 BREAVV-AMEIGREBROKERE T, JIVESHIVDEEBEHETIE—IFRONT ., &
BRI RDEELIFLEALLL BFBEERUITRENGONIZCENS ., AHEBREILEEYIZER
AIRETH D EHIWTLT=,

BE. RREBREDREHZH-2TSEELELIE. EVILFFIUIZTDONT, ZzVESHIVEDRB LN
ATEEAMRETLED. IFMWLERUET TR EUTILFTFYUREK, REYMELEENENI -, K. Fv
RYRURIEFEINAZITIEEVILFFI ORAKDEENMEHS TREMODEENSHDELLZ->TEY.EY
TILFFIIUNDRLUI-AREENEZ NI, Tz, SEBELLTRHLEBEETIE. TANMI O UNGT
T, AEOTFESTEAENRVDLETEENMEM o=, TAEYRILTAVHAERDBERTHREINIYIRD
EENELONT, §&. NoDEREDHABRERARDSEICENIELEEZ D,

(2)GC-MSUMS)IZ & B ER %

TxVESHYIVERHEMNST A THEL. N-AF YU TERE,. TFLUDTIU-N-FRELDYILED
AT IWEZHSLTRELEER. AT IAT VI HASLTHRIET H5AEIZDOLTREIL
1=

ZERRE AR T BKIRIERICEKREB TN O LERIETSRAI—ILIZTIVESYIUNRE
SNV OHLHEFHELCTA., HMEYGAERFERI SIXFICHEIE RN EEZ NI,

GC-MSUMS)IZHER AR EARICBERREFIALIEBE L EERTROAEEHRLTIALGE L
T.7IVESHYIVDE—IBREICEEARLNEZEND FAAQAMV Y —FEADTIVESHIVDORE
DAREENEZONT=D, B REAZERREREITEATHETHREEL-BIENATRETH T, =5
[ZRIERICPEG /MY 52 8IC&Y. BTN I RDEEBLRBTELEEZ N T,

EEY 8 BREZAN-AMEHBOHKERTIX, 7zVESYIVDEEEHETHIE—VIEIRohE,-
Tzo 788 . LC-MS/MS IZ&KBRERTHET DTS 75 M 549 0.002 mg/kg SN z7z U ESHIoDE—
D GC-MSUMS)IZL SRR TIFEL<LEH NG >I=N. BT DA, MR TELIOVDEBER V=1
DTH,

FSNAFIRUVALUDIE. TFLUSTIV-N-FOE LY AL YAF LI ZASLDHDFEE TR
HBEODBEBNELLI D126 BMFBEEAERIZDOVTRE LIz, (E5NAZSIZDONWTIET S T7/ b h—RY
STHSLRHIZKYBRERDDBRENTIEETH 2 =1=H. ChEBMTHIEEL BENBRELERI=H
SLERATECEELIZ AL UDIZDNWTIX, 5774 b h— RO AS LRBEICE > TERR S AR E
TEEMN, VRRTAO—ILERANEIED DRETET . GC-MSUMS)RIFEIZE ITHRFBTRNI VI ZDEZEN
RELLGBAREENEZ N 93T VI IIAL D) AT I AT LBEREFEBMT S EI2EKY U FR
TO—)LEHBNDHD TBRETE .

AIMEYEHERDFER TIL, PEG HFMELTAELESA . BRICESTIE. BB IRNIvIRDEENKE
Motz BT ALV RUSESIE REERETORMDBE L. FRLTAELIIETHATN VIR
DEENMEFINI-EEZONT-. BRBREDL HHEIMNVIRDEELHEL-EE LR FLENELNT-
ZEMDL, IV RRIMEERTERT DAZEEITNIE. AABREZEEYICERTHIIENTREEE RS
nit=,

BIERIC PEG ZAMLTHIE TS LTAEBDOREILERAIER. AN vIRDELZLERS
n. L RFGHENSFONT, L. EERADFEMICHITHRESTIE, PEG HmiZELOEELYBH
RN IRDEENKRE 2Tz, ZLDIGE . PEG FMMNEHNTHo1=H. BRIZK>TIEABRE <R
YOZMBAEIZRIFTHEICBETIVENHDIEEZ LN,
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Kl

BEYMTOIIVESHYIVHRZALL T, JzVESHYIVERABMNOT AN THEL,. SEZ LRV EY
N-EZ)LEOY RO ESRIZHSLTERLI-%. LC-MS/IMS TEERUVHERT L5505, BF
LE=EBREZE LK. KE. [ENLE, FoRY BT [EF5SNAFS. ALV RUARESD 8 BRICEALT:
ER.EE 82.3~96.7%. HHTHEE 1.2~53%DEFHHEENELNT, T, EERFELLT.0.01
mg/kg ZEXEATRETHAH LN FERINT=,

Ft=. JIVESHIVEHMMNSTELO THEBL, n-AFHUTEARER. TFLUOCTIV-N-FOELYY
JHMES AT WEZASLTREELEER. A 93T VL) AT VI A5 LTEREEL ., GC-MS(/MS)T
EERUHERTDHEITOVDTEHERE Lz MELEERZZL XK. K2, [V L& FoRY BT IFES
NATI ALUDRUSESD 8 BRICEALER. BEDRIEAZE(PEG HMAL) T, [EhL Lk,
FoRY(FINAEIRUVSEID 4 BRDAH, BE, HTHRELLICRIFLGHERT. MO . EERFLLT
0.01 mg/kg ZERFERIRETHHEMNFER SN, BIERFIZ PEG ZRMT 2 HELETHET, SEIERC 7
BRICOVWT.EE. HTRELLICBIFLHEERET. D . EERFRELT0.01 mgkg ZREFMRETHHIE
DHERIN=N. RESDH . EERREETOEENTHARENSHNIER LT,

LED#HRNIS BEBEOHBRZEZTLRRICIOTITHEATMEETH LN, BIEOHBREZDANLYRELS:
HEEMAEEEE R . ATE DRERZEELLTIRAL,

[&3& k]
1) BEHE.RIE—. LEEX:GC/IMS IZKIEREYMFDO IS LUA LS IIZLIZ/—ILD
2T, BB EEHES 49(6). 403-406. 2008
2) WIAITBUEABRMKEHEELREBEMT U 2—(FAMIC) 7z ESHYIVEEWER
http://www.acis.famic.go.jp/syouroku/fenpyrazamine/index.htm
3) FNFFEE HITBAEAR. KFXREXFHRES. 2003
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JxESHYIUHEE(BEWY)

B HNFRET
HEEA~DREEDFERIZDONT

[RERFX]

1 HE-RE-HESRMH

[TR26EE BRIEBIIEEFORITHINEDNHBREMRAFEREE J1oESHIVER
EUREW JITES D,

2. RERIABRDIRAE

BHRICHERK20mLEEY ., IzESHID 0.5 mg/lL 7R =M ILFHK 0.2mL EMIZ ., 7k 100mL %
MATEMLIz, COREEE., A 5B(90mm) &LV =#EILO—+ TS| ALz, 7t 50mL TE2R
L, ERERFIROMLUAO—F R U A TSI ABLT=, AREHHE. 1 20mL EFTREEMBL. 7=
RIILZEMA TIEREIZ 25mL L3 DZEHERB®REL. LC-MS/MS [ZXKYBIE LT =,

[(HERRUEE]

SEIOFABRIBEIL. LXK 10 g I12T7zVEFHYIVAE 0.01 ppm D ESFHFML, 7R 100mL, RWNTT
th2 50mL CTHIHT SRFEEELTERLZLDTH S,

n=3 BT CRBEERLIBER. JzESYID OEINE(L 99.7% (FAXHEERE 0.82%) THofz. D
HERHIS, MBIREICBVWTIZIVESHIVDAMADREIXIFEAELNEEZ DT,



F1:MRM of 3 channels ,ES+
7.69332.11>230.41

100 1.346e+002
% _8.52

O eI Min

F1:MRM of 3 channels ,ES+

332.11 >189.16
100 4.908e+003

7.71
0 min

F1:MRM of 3 channels ,ES+
332.11>216.12

100 7.68 3.614e+002
%-| 6.95 8,98
/

min
7.00 8.00
I3

F1:MRM of 3 channels,ES+

7.72332.11>230.41

100 1.908e+004
%

0 min

F1:MRM of 3 channels ,ES+
7.72332.11>189.16

1007 2.433e+004
% 8.69
0- min

F1:MRM of 3 channels,ES+
7.72332.11>216.12

1007 2.350e+004
%_
0- min
7.00 8.0
et

F1:MRM of 3 channels ,ES+
7.72332.11>230.41

100+ 1.834e+004
%_

0- min

F1:MRM of 3 channels,ES+
7.73332.11>189.16

1007 2.377e+004
%_
0- min

F1:MRM of 3 channels,ES+
7.73332.11>216.12

1007 2.375e+004
%_
0~ min
0

7.00 8.0

BAERS

K14 EHKOSRMHAOTRTSL

(LC-MS/MS)
TBREEBAAY

m/z +332.1—230.4
hEGEMEAAY

m/z +332.1—189.2
T EEAFY

m/z  +332.1—216.1
IR :0.01 ppm

F1:MRM of 3 channels ,ES+
7.50 332.11>230.41

100+ N .400e+001
%- 8.86
] /
0- min

F1:MRM of 3 channels ,ES+
7.73332.11>189.16

100+ 1.35Qe+002
vl 773~
0

6.83
0- min

F1:MRM of 3 channels ,ES+
7.07 332.11>216.12
/7_329.620e+001

<7199 _g 70

7.00 8.00

ISULEHM

F1:MRM of 3 channels,ES+
7.71332.11>230.41

100 1.406e+004
% 7.93
/
0 min

F1:MRM of 3 channels ,ES+
7.72332.11>189.16

100 T\ 1.807e+004
%_
O_

£
f

min

F1:MRM of 3 channels ,ES+
7.73332.11>216.12
100 2.050e+004

%_

:

min
7.00 8.00

AMEUE

F1:MRM of 3 channels ,ES+
7.71332.11>230.41

100 T 1.870e+004
%_
0_

i
i

min

F1:MRM of 3 channels,ES+
7.73332.11>189.16

100 2.024e+004
%_
0_

£
i

min

F1:MRM of 3 channels,ES+
7.71332.11>216.12
100 N 2.232e+004

%_

:

min
7.00 8.00

BER B

15 KE®O SRM ORI S LA
(LC-MS/MS)

LB EEALY

m/z +332.1—230.4
PE EMAAY

m/z +332.1—189.2
T B4

m/z +332.1-216.1
IR :0.01 ppm

X 16

F1:MRM of 3 channels ,ES+
332.11>230.41

766~ 5100e+001
812 | 893

min

100
%

F1:MRM of 3 channels ,ES+
6.82 332.11>189.16

100
7,98 7.900e+001
% _8.66
0 min

F1:MRM of 3 channels ,ES+
_651 33211>216.12

755 8.500e+001
6.96 8.60,8,92

100
%

0 min
7.00 8.00
IS E

F1:MRM of 3 channels ,ES+

7.71332.11>230.41

100 2.068e+004
%

0 min

F1:MRM of 3 channels ,ES+
7.72332.11>189.16

100+ 2.026e+004
%_
0- min
F1:MRM of 3 channels ,ES+
7.71332.11>216.12
1007 1.763e+004
%_

min

:

7.00 8.00

Aot

F1:MRM of 3 channels ,ES+
7.72332.11>230.41

100 2.541e+004
%_
O_

min

F1:MRM of 3 channels,ES+
7.72832.11>189.16

1007 2.227e+004
%_
0- min
F1:MRM of 3 channels,ES+
7.72332.11>216.12
100 2.063e+004
%_

1;

min
7.00 8.00

BER

'S5 L (LC-MS/MS)
LB EEAAY

m/iz +332.1—230.4
HER; B4

m/iz +332.1—189.2
TE; EHEAA>

m/iz  +332.1—216.1
RINEE 0.01 ppm

[N L&D SRM 4OTk



F1:MRM of 3 channels ,ES+
700 332.11>230.41

100 1.746€+002
%

;

O~ min

F1:MRM of 3 channels ,ES+
7.74332.11>189.16

100 697 1.274e+002
EN 846 g9
0 min

F1:MRM of 3 channels ,ES+
_6.65 332.11>216.12
1003 93 1.244e+002
%[ 8.708.84
O~y min
7.00 8.00

TS

F1:MRM of 3 channels ,ES+

7.72332.11>230.41

100 N 1.911e+004
%

0 min

F1:MRM of 3 channels ,ES+
7.72332.11>189.16

100 2.550e+004
%_
O_

i
i
i

min

F1:MRM of 3 channels ,ES+
7.72332.11>216.12

1007 2.615e+004
%_
0- min
7.00  8.00
IR

F1:MRM of 3 channels ,ES+
7.72832.11>23041

100 2.101e+004
%_
0_

i
i
i

min

F1:MRM of 3 channels ,ES+
7.72332.11>189.16
1007 2.920e+004
%_
0_

f
f

min

F1:MRM of 3 channels ,ES+
7.72332.11>216.12

100 N 2.945e+004
%

0

i
i

min
7.00 8.00

BRI

K17 Fv¥XY0O SRMyATH

45 L (LC-MS/MS)
LB EE2AA4Y

m/z +332.1—230.4

hER; B

m/z +332.1—189.2

TE EMEAA4

m/z  +332.1—216.1

IR :0.01 ppm

F1:MRM of 3 channels ,ES+
332.11>230.41
7.712

100 1.066e+002
% 7.19
0 min

F1:MRM of 3 channels,ES+
7.71332.11>189.16
2.192e+002

_8.45
min

100
%

F1:MRM of 3 channels ,ES+
7.70332.11>216.12
1.672e+002

795 go3

min

100
%

7.00 8.00

TS558 % (200 ZHR)

F1:MRM of 3 channels ,ES+
7.71332.11>230.41

100 2.555e+004
%

0

i
E

min

F1:MRM of 3 channels ,ES+
7.70332.11>189.16

1007 2.525e+004
%_

0- min

'I'I

1:MRM of 3 channels ,ES+
769332.11>216.12
1003 T 2.517e+004
%_
0_

i
-

min
7.00 8.00

ANEH (200 EHRR)

F1:MRM of 3 channels ,ES+
770332.11>230.41

100 T 2.646e+004
%_

0- min

T

1:MRM of 3 channels ,ES+
7.71332.11>189.16
1007 2.650e+004
%_
0_

min

F1:MRM of 3 channels ,ES+
7.7133211>216.12
100 2.705e+004

%
0 min
7.00 8.00

RER

18 9O SRM&OTRISL
(LC-MS/MS)

LB EEAAY

m/z +332.1—230.4
PEE EMEAAY

m/z +332.1—189.2
TE EHEAAY

m/z +332.1—216.1
HRINRE:2 ppm

F1:MRM of 3 channels ,ES+
7.72332.11>230.41

100 4.107e+003
%_
0_

min

i

F1:MRM of 3 channels ,ES+
7.72332.11>189.16

100 4.510e+003
%_

0- min

i

F1:MRM of 3 channels,ES+
7.71332.11>216.12
4.257e+003

min

5
o ¥ o

700 800
IS5oo8E#H

F1:MRM of 3 channels ,ES+
7.71332.11>230.41

100 2.277e+004
%

0 min
F1:MRM of 3 channels ,ES+
7.72332.11>189.16

100 2.390e+004
%_

0- min

Tl

1:MRM of 3 channels ,ES+
7.72332.11>216.12
100 2.370e+004

%_

min
7.00 8.00

s

F1:MRM of 3 channels ,ES+
7.71832.11>230.41

100 2.399e+004
%_

0- min

n

1:MRM of 3 channels,ES+
7.72332.11>189.16
100 2.406e+004
%_
O_

i

min

F1:MRM of 3 channels ,ES+
7.71332.11>216.12

100 2.262e+004
%

0

I

min
7.00 8.00

BERR

19 %9 ®M SRMHOTRITS LA
(LC-MS/MS)

EER EEBAFY

m/z +332.1—230.4
HER; ERAAY

m/z +332.1—189.2
TR BT

m/z  +332.1—216.1
#INRE:0.01 ppm



F1:MRM of 3 channels ,ES+
7.33332.11 >230.41

100 5.680e+001
%4685 _8.89
O~ min

F1:MRM of 3 channels ,ES+
6.93 332.11>189.16

100 2.940e+001
%

O =+ min

F1:MRM of 3 channels ,ES+
75233211 >216.12

100 6.880e+001
%7 797811 883
0- min
7.00  8.00
TS50

F1:MRM of 3 channels ,ES+

7.73332.11>230.41

100 T 1.672e+004
%

0 min

F1:MRM of 3 channels ,ES+
7.72332.11>189.16

100 1.621e+004
%_
0- min

F1:MRM of 3 channels ,ES+
7.73332.11>216.12

1007 1.504e+004
%_
0- min
7.00  8.00
IR

F1:MRM of 3 channels ,ES+
7.72832.11>23041

1007 1.934e+004
%_

0- min

F1:MRM of 3 channels ,ES+
7.72332.11>189.16
1007 1.929e+004

%_

0- min

F1:MRM of 3 channels ,ES+
7.72332.11>216.12

100 1.690e+004
%
0 min
7.00 8.00
BERRK

K20 [EF5NAZ50D SRMYOTk

451 (LC-MS/MS)
LB FE2A4

m/z +332.1—230.4
HER EEAAY

m/z +332.1—189.2
TE A

m/z  +332.1—216.1

IR :0.01 ppm

F1:MRM of 3 channels ,ES+
7.71332.11>230.41
1.400e+002
8.398.69

/

100
%

min

F1:MRM of 3 channels ,ES+
7.67.332.11>189.16
703 5.060e+001

0 min

F1:MRM of 3 channels ,ES+
100 7.73332.11 > 216.12
651 1.112e+002
% 8.72
0 min
7.00 8.00

TSN (500 EHFR)

F1:MRM of 3 channels ,ES+

7.72332.11>230.41

100 7 2631e+004
%

0 min
F1:MRM of 3 channels ,ES+
7.73332.11>189.16

100 2.386e+004
%_
0_

i
i

min

T

1:MRM of 3 channels ,ES+
77233211 >216.12
100 T 2.196e+004
%_
0_

i
:

min
7.00 8.00

ANNEH (500 /R

F1:MRM of 3 channels ,ES+
7.73332.11 >230.41

100 T 3.084e+004
%_
0_

i
i

min

T

1:MRM of 3 channels,ES+
7.73332.11>189.16
100 T} 2.686e+004
%_
0_

i
i

min

F1:MRM of 3 channels ,ES+
7.72332.11>216.12

100 2.550e+004
%

0

i
i

min
7.00 8.00

RER

21 #L2P® SRMyO<H
45 L (LC-MS/MS)

LB EEAAY

m/z +332.1—230.4
PEE EMEAAY

m/z +332.1—189.2
TB EEAAY

m/z +332.1—216.1
IR 5 ppm

F1:MRM of 3 channels ,ES+
774332.11>230.41
1007 5.646e+002

min

F1:MRM of 3 channels ,ES+
7.73332.11>189.16
8.296e+002

7.97 8.66
/7

min

100
%

F1:MRM of 3 channels ,ES+
7.72332.11>216.12

100 5.794e+002
%y 8.59
7 _6.90/l8.13 &
0 min
7.00 8.00
JTS5oo5 %

F1:MRM of 3 channels ,ES+
7.72332.11>230.41

100 2.600e+004
%

0

i

min

F1:MRM of 3 channels ,ES+
7.73332.11>189.16

100 2.368e+004
%_

0- min

T

1:MRM of 3 channels,ES+
7.73332.11>216.12
100 2.348e+004

%_

min
7.00 8.00

s

F1:MRM of 3 channels ,ES+
7.73332.11>230.41

100 3.084e+004
%_

0- min

n

1:MRM of 3 channels,ES+
7.73332.11 >189.16
100 2.686e+004
%_
0_

min

F1:MRM of 3 channels,ES+
7.72332.11>216.12

100 T 2.550e+004
%

0 min
7.00 8.00
EERRK
22 ALYP® SRM&OTR
'S5 L (LC-MS/MS)
LB EEAA4Y
m/z +332.1—230.4
hE: B4
miz +332.1—189.2
T EMA4
miz  +332.1—216.1
IR :0.01 ppm



F1:MRM of 3 channels,ES+
7.40. 332.11>230.41

100
1 esa 13'6317408+002
% 44 858

O min

F1:MRM of 3 channels,ES+
7.80332.11>189.16

1009651 51 )| 1.578e+002
% N 8,74

O~ min

F1:MRM of 3 channels,ES+
7.68332.11>216.12
100 1.354e+002
%
0 min
7.00 8.00

TS558 % (1000 FEHR)

F1:MRM of 3 channels ,ES+

7.70332.11>230.41

100 3.005e+004
%

0 min
F1:MRM of 3 channels ,ES+
7.71332.11>189.16

100 2.900e+004
%_
0_

i
i

min

F1:MRM of 3 channels ,ES+
7.71332.11>216.12
1007 3.134e+004
%_
0_

i
-

min
7.00 8.00

Ahnst#d (1000 fBFER)

F1:MRM of 3 channels ,ES+
77033211 >230.41

100 3.962e+004
%_
0_

i
i

min

F1:MRM of 3 channels ,ES+
7.71332.11>189.16
100 4.004e+004
%_
0_

i
i

min

F1:MRM of 3 channels ,ES+
7.71832.11>216.12

100 3.742e+004
%

0

i
i

min
7.00 8.00

AR
¥ 23
(LC-MS/MS)
LB EEAAY

m/z +332.1—230.4
RER ERAAY

m/z +332.1—189.2
TE EEAFY

m/z +332.1—216.1
RIERE 10 ppm

ARESD SRM O3S A 24

F1:MRM of 3 channels ,ES+
7.71332.11>230.41

1004
e 7_5{ 72::2e+002
° ' 851
0- min

F1:MRM of 3 channels,ES+
7.72332.11>189.16
2.558e+002

8.11.8.28

100
%

min

F1:MRM of 3 channels ,ES+
7.72332.11>216.12

100 3.698e+002

~7-918 49
min
7.00 8.00

IS8 H

F1:MRM of 3 channels ,ES+
7.70332.11>230.41

100 N 3.279e+004
%

0

i

min

F1:MRM of 3 channels ,ES+
7.7133211>189.16

100 3.366e+004
%_

0- min

'I'I

1:MRM of 3 channels ,ES+
7.71332.11>216.12
100 3.267e+004

%_

min
7.00 8.00

AN

F1:MRM of 3 channels ,ES+
770332.11>230.41

100 T 3.962e+004
%_

0- min

T

1:MRM of 3 channels ,ES+
7.71332.11>189.16
100 4.004e+004
%_
0_

min

F1:MRM of 3 channels ,ES+
7.7133211>216.12
100 3.742e+004

%
0 min
7.00 8.00

RER

LB EEALY

m/z +332.1—230.4
PE EMAAY

m/z +332.1—189.2
T B4

m/z +332.1-216.1
IR :0.01 ppm

SESDH SRM AT S L
(LC-MS/MS)



8.95e+8

100+
] |
<
0 LR RS Time
5.00 10.00
B2 N
6.46e+8
O Time
5.00 10.00
[En L
6.94e+8
100+ |
<
0\\\\\\\\‘\\\\‘\\\\‘\\\\‘\\\\Time
5.00 10.00
AN
6.20e+8
O e Time
5.00 10.00
Lo

8.68e+8
100+
1 l
<
0 R B e R I e e 1141
5.00 10.00
pN=]
8.90e+8
100+
1 l
<
0 R B e R I e e 1141
5.00 10.00
FoAy
6.79e+8
100+ l
<
0\\\\\\\\‘\\\\‘\\\\‘\\\\‘\\\\Time
5.00 10.00
F3NAZS
1.00e+9
100+
] l
<
0‘ L L L L B I O Tlme
5.00 10.00
AED

25 IS 9B O—2)LA4F>2 00T T 5L (LC-MS)
(A& & E :50~1000 amu, CV=30V)



5000+

2500+

T T 7\\' T
1200 2.25

7 7/7:1_‘:*4'

230,00 o
100003331 0o S

7500
5000
2500

ﬁuuw e

5000-230.00 by
331.00 <

2500+

*‘r—%/"ﬁ" I&

26 XKD SIM OIS L
(GC-MS)
TEAL> mlz 230
EHA4A miz 331
FRANEE:0.01 ppm
PEG #&hn7iL

1230.00
1331.00
300
Ll
200 [\l M
RV gl ‘Hc‘w
P T
A ‘
12100 2.25
77/](&#4
230.00 v
5000-331.00 §
o
2500
AN A N
00 12125
\JJIJ.K*Jr
230.00
3000331.00
2000
1000

e

12.00 ’ ‘12.‘25‘ ‘
BEERR
29 XKE® SIM&ZOTRTS LA
(GC-MS)
EEAF> miz 230
EtEM4> miz 331
IR 0.01 ppm
PEG #mnizL

5000}

2500

/\; £

= ‘ ‘/1*“"’”7
1200 2.25
I35 J#Jr
230.00 3
o
2000033100 S
20000
100004
R Emama e
1200, 1225
YRR
40000536 60 N
331.00 S
30000 o
20000
100004
Y
- e
12.00 12.25

BRERR

27 XKD SIM OIS L
(GC-MS)
EEA44> miz 230
EEAA> miz 331
AINEE:0.01 ppm
PEG #&m&Y

‘ “ 12l00 : "ty
Jo5ooEHE

230.00

5
331.00 S
o
20000 —
10000
‘ 12‘25‘ ‘
ﬁﬁu.,atﬂ
230.00 Lo
30000 331.00 =
N
20000
10000
“‘ Al
12.00 12.25

T

30 KEMSIMYAOTRTSLA
(GC-MS)
EEAF miz 230
EMAA4> miz 331
EINRE:0.01 ppm
PEG i&m&HY

331.00>230.20
230.00>132.10

\\\

00

7 7/7:1_‘:*"'

100004337.005230.20,05
130.00>132.10}2

7500-] e
5000-]
2500-]
1 T T T T T \\‘I T T T T T T
1200 1225
AR )
331.005230.20 3
7500.230005132.10 S
5000
2500-]
T T \\‘I T T T T T
12.00 12:25
b SEE 0T 2
*ﬁ?élﬁl&

28 LXK®M SRM 7O 5L
(GC-MS/MS)
EEA4> miz 331—230.2
EMA44> miz 230—132.1
AINEE:0.01 ppm
PEG Hm#HY

200-331.00>230.20
230.00>132.10
150
100

50}

‘ ‘\‘1200‘ : 2l2s
Jo5ooaE

10000-331.00>230.20
1230.00>132.10

<
o
7500 N

50001

2500

T
12.25

,mﬁ"%ﬂ

‘°°°°§33L00>23020
$30.00>132.10,
7500

12.03§

5000-]

2500-]

L
L S B B e
12.00 12.25

BERR
31 KEM SRMYAOTRTSL
(GC-MS/MS)
EEA4> miz 331—230.2
EMAA> miz 230—132.1
HINRE:0.01 ppm
PEG #&m&sHY




500

1200

7 7/7:1_‘:*4'

230.00 >
(=]
30000.3331-00 2

20000

10000+

12. 25

sﬁuuw

1230.00 &

{50
331.00 <
30000 o~
20000
10000+
—T T
12.00 12.25
08 SEE I S
*77:’—%/‘&1&

32 [EhiL&d SIMHOTE
'S5 .. (GC-MS)
TEAL> mlz 230
EHA4A miz 331
FRANEE:0.01 ppm
PEG #&hn7iL

1000
750
500
i ‘\ 0 | 0 0
'12'00 225
TIvy ﬁ#-l
230.00 3
1, S
300004331.00 N
20000
10000
| g00,,. 1225
iRt
230.00 3
o
30000°"%° N
20000
10000
T A b\ T T T T
“12:00 12.25
*T—EI‘E"I&

35 FyAY@SIMyOvh
51 (GC-MS)
EEAF> miz 230
EtEM4> miz 331
IR 0.01 ppm
PEG #mnizL

100

7 7/7({#4

230.00

T
<
400004331 0p 2

30000

20000

10000+

;h%bu.,zw

230.00 I
400004331.00 o
o

=T
12.25

30000
20000

10000

L
T T T

12.00 ‘12.‘25‘
EERE
33 [EhiL&m SIMYOTE
5L (GC-MS)
TEA4> mlz 230
EHEAFT miz 331
AINEE:0.01 ppm
PEG #&m&Y

1500-1230.00
8

1000-]

“‘j‘1zbo‘ BRTYC I
TS

50000-{230.00
331.00

o
<
~N

25000

LI B ey pa
12.25

ﬁﬁu.,atﬂ

230.00 A
30000-1331.00 >

20000

10000

T T T T T

T
12.00 12.25

T

36 Fv¥RVYDSIMyOTE

4551 (GC-MS)
EEAA4> miz 230
EMAA4> miz 331
EINRE:0.01 ppm
PEG i&m&HY

400-337.00>230.20 ’
i

230.00>132.10
300 N
200 I
Bkt The
), \ \
100 i ~J“ ;} WM,J‘ .“ WM* WMﬂ M(/M |
0= ' \ g
00
77/7:1_‘:*"'
$31.005230.20 &
10000530/005132.10 §
7500 N
5000
2500-]
: T T T
20 12.25
-
10000-B31.00>230.20 ;%
$30.005132 10 [
7500 I
5000-]
2500
1 T T T T T T T
200 12.25
BERR

34 [EniL&d SRMyOTE

'S5 L (GC-MS/MS)
EEA4> miz 331—230.2
EMA44> miz 230—132.1
AINEE:0.01 ppm
PEG Hm#HY

200-331.00>230.20 ‘
230.005132.10 “
100 Mrl‘ ‘m
i il
. M WIND, i
‘ ‘\_12.‘00 ) “ 2125
TSoaER
331.005230.20
230.00>132.10 |
7500-] N
5000-]
2500
0y
1200, . 1225
i ol
B31.005230.20 &
10000-230.00>132.10 |
1 N
5000-|
0 N
12.00 12.25

B E

37 FyANYD SRMHOTE
55 L (GC-MS/MS)
EEA4> miz 331—230.2
EMEAA> miz 230—132.1
HINRE:0.01 ppm
PEG #&m&sHY



s 1225 ‘
7s>7.,w<zoo ERR)
1230.00
1331.00
10000
5000
N - S—
At 500 8
10000
5000
——7 T T

12.00
BERR
38 HFMSIMHOTRITSLA
(GC-MS)
EE2A44> miz 230
EEAA> miz 331
PRINEE:2 ppm
PEG &%zl

‘1200
J 7/];1#4
20000-J230.00 &
331.00 <
15000 o~
10000
5000
. 12l
;zéﬁu -
230,00 3
15000-230-00 S
§]
10000
5000
—

121.00‘ ﬁ_:2}25‘ ‘
BEERR
41 9O SIMHOTRTS L
(GC-MS)
EEAF> miz 230
EtEM4> miz 331
IR 0.01 ppm
PEG #mnizL

300+

200+

“ ‘ ‘_‘12.‘00‘ s ‘12.‘25‘ ‘
TS558 (200 EFR)

230.00
30000331.00

©
~
<
~N

20000

10000

\\\\T“r\\\

0

R

230.00
331.00

30000

20000

10000

*—r—%lﬁ'/&

39 IO SIMHORETSL
(GC-MS)
EEA44> miz 230
EEAA> miz 331
RIEE 2 ppm
PEG #&m&Y

500-23000 o
331.00 |

“““12.‘00‘_‘ ‘ ‘12.‘25‘ ‘
Jo5ooEHE

230.00

'N
300004331.00 ©
o

20000-]
10000
‘ ‘12‘25‘ ‘
ﬁﬁu.,atﬂ
230.00 <
30000%31-00 <
20000-]
10000
T [“‘\‘ T T T T T T
12.00 12.25

BRERR

42 9O SIMHYOTMN S LA
(GC-MS)
EEAF miz 230
EMAA4> miz 331
EINRE:0.01 ppm
PEG i&m&HY

331.00>230.20
230.00>13 ‘10

. s ‘_ 0 ‘ ‘12.‘25‘ ‘
TS5 $# (200 E=HR)

331.00>230.20
7500-{230.00>132.1 z

i

5000

2500+

\\\\"\\\v

it oo 5%

331.00>230.20,
7500-1230.00>132.1 2

5000

2500+

e — T
12.00 12.25

*TEI@I&

40 759 SRM 7O S L
(GC-MS/MS)
EEA4> miz 331—230.2
EMA44> miz 230—132.1
IR :2 ppm
PEG Hm#HY

[331.005230.20
300-130.00>132.10 \

] [
12.00 12.25

ISUhEE

331.00>230.20,y
7500-230.00>132.1 2

I

5000

2500~

ke

=
12.25

{2
FYiEs o]
331A00>230.20§
7500-230.00>132.10|12
e
5000
2500
‘ T T T ‘ T T
1200 12.25

7&-?-@&

43 7590 SRM ZOTRTS L
(GC-MS/MS)
EEA4> miz 331—230.2
EMEAA> miz 230—132.1
HINRE:0.01 ppm
PEG #&m&sHY



12 00 2.25

77/’];:12#4
230.00 p
o
30000183100 S
20000
10000+
T \‘ T T
. 1225
;ﬁluﬁﬂ
50000-330.00 5
331.00 <
N
25000
Tor T T T \‘ T ‘Yi‘ T
12.25

12.00
EERK
44 [E5NAFESD SIMYATE
'S5 .. (GC-MS)
TEAL> mlz 230
EHA4A miz 331
AINRE 0.01 ppm
PEG #mnizL

1500-230.00
003100

1000-]

500
— T
12'00 2.25
77/7 Jt#Jr
230.00 4
331.00 =)
N
25000
531 —h S
i2l2s
;h%bu.,zw
230.00 A
o
50000-1331.00 S
25000
ey
12.00 12.25

ZERKR
45 [F5NAZTHD SIMYBaTE
'S5, (GC-MS)
EEA4> miz 230
EMAA4> miz 331
AINEE:0.01 ppm
PEG i#m&HY

331.005230.20 T
75001230.00>132.10 \

5000 Il

2500+

L ALK
Vil W)
1200 122

7 7/7:{‘:*"’

1331.00>230.20

il I
1230.00>132.10 |
30000 I

0—====

20000

10000§

?12.038

011 I ‘\‘
,mu"%ﬂ

131.00>230.20
1230.00>132.10

10000

T
12.25

o
5]
<
o~

5000

e T

12.00 12.25
BERK
46 [F5NAZHD SRM yATE
'S5 L (GC-MS/MS)
EEA4> miz 331—230.2
EMA44> miz 230—132.1
AINEE:0.01 ppm
PEG Hm#HY



Y 1225 ‘
73*/7.:&#4(500 FER)
750023000
5000
2500+

T ‘1T0"/‘ T .r'f*r
wmeseBoo s 4%
10000

7500

5000

2500

*‘r—%/"ﬁ" I&

47 FL2P® SIMyOTk
'S5 (GC-MS)
TEAL> mlz 230
EHA4A miz 331
RIERE 5 ppm
PEG &%zl

230.00
3000—331.00

|
2000 ol

1000

1 00 2.25

I35 -'bH

20000-230.00
331.00

2.025

15000

10000

5000

10000230.00
7500
5000

2500

T

=
1200 12.25

1ZEERR

50 #LrP® SIMyOvk
51 (GC-MS)
EEAF> miz 230
EtEM4> miz 331
IR 0.01 ppm
PEG #mnizL

300+

200+

“ ‘ ‘_‘12.‘00‘ s ‘12.‘25‘ ‘
TS558 # (500 EHFR)

230.00 >

3

20000-31-00 <
10000

(R B ‘ ‘\ T T
. o
szt (6o A%

230.00 &

o

200002100 ~
10000

A

12.00 ‘12.‘25‘
*—r—%lﬁ'/&
48 FL2P® SIMyOThk
5L (GC-MS)
EEA44> miz 230
EEAA> miz 331
HRIEE 5 ppm
PEG #&m&Y

£30.00
4000333100
3000
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51 #FL>P®SIMoOvk
4551 (GC-MS)
EEAA4> miz 230
EMAA4> miz 331
EINRE:0.01 ppm
PEG i&m&HY
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'S5 L (GC-MS/MS)
EEA4> miz 331—230.2
EMA44> miz 230—132.1
HRINEE 5 ppm
PEG Hm#HY
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52 #L2T® SRM4yO<k
55 L (GC-MS/MS)
EEA4> miz 331—230.2
EMEAA> miz 230—132.1
HINRE:0.01 ppm
PEG #&m&sHY
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(GC-MS)
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IR 0.01 ppm
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54 RESD SIM ORI S L
(GC-MS)
TEA4> mlz 230
EHEAFT miz 331
AINEE 10 ppm
PEG i&m&HY
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(GC-MS)
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55 ARESM SRMHOTRTS LA
(GC-MS/MS)
EEA4> miz 331—230.2
EMA44> miz 230—132.1
IR 10 ppm
PEG Hm#HY
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(GC-MS/MS)
EEA4> miz 331—230.2
EMEAA> miz 230—132.1
AMEE :0.01 ppm
PEG #&m&sHY
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