XA EEIL, BREHBICBIT 2BeHERZID OO THY . ABEDHE
FIZEELTEE L LT HRFaW, ok, MEEONRE L@ E 72 13E R BRE & ORI
BEEN B DA 11T, @A E I3 RRBRIENMELE T A Z L2 THE TS,

Bl 4 2 BERFEOR D) THLIMED
ABRIAR R S RS =

T 7 At— MARE (RED)



T b7 A - FRABRE (BEW) OBRFRR

[fEs]
1. & BHY

T h7AE—bF (K1) BV 7T UVREATIRERATHY . REREOMRZRETHZ &1
Ko Tifams Rzt L, BEDNRETRTHOLEEZX LN TS, = M7 A—hOERRFHWE LT
I, X LISR LA ML, G M2 R OMSE M3 03 5, = b 7 At — F O EHERE L, = k
7 At— b, fNEH M2 2= F 7 A b— MIHE L2 b O R OBEWRLEE IR M2 12254 < 2 ARt
W (R M3 O M3 ka2 Gde, ) = b7 AE— MR LZLOOfE L TRESN
TWDR, ARERBEIIR STV, &2 CARIFETIE, BEMT O N7 A — NRBRIEZ B
THIEEHBE LT,

0 0]
H3C. # OCH,CH34
/) \O

H,c CHs

T hT7AE— b
0 © 0 © H.C. 2 o
/,
0 HsC CH o HsC CH3 HaC CHs
Y M1 T M2 ) M3

1 = F7 A= ROZOREHY

2. FEVE(H
T hT7AB—bFEIE, = h T AE—F, @ M2 [23-PE FR33-UAF 24X RV T
VS AN AR AR —R] B b7 A — MOHE L7 H O KR OBFRLELCREM M2 128 S
NAREY (R M3 [2-Q2-t RO FL-5-A X L AR = LA F U7 2 =)0)2- A F )L 7o v g
FORE# M3 fai ka2 &L, ) 2= b7 AE—MNIBAELEZbOOfMET D, AR 0223 FH 1 5
(H29.2.23) ]

a4 %@ﬁ
ppm)
TmFEhE 0.3
TAEND 0.3
W2 AT 0.3
Z DD B3 5




3. TS E M OREER L O B bR

St ibEY) 0 = b7 A®—F (Ethofumesate)

HEIER 1R

43130 Ci3His0sS

iR 286.34

b4 @ (2RS)-2-Ethoxy-3,3-dimethyl-2,3-dihydrobenzofuran-5-yl methanesulfonate

CAS &5 : 26225-79-6

HE . AR

R . K 50mg/L (25°C) . Tk by, Y7 un A&y DMSO, FifE=F /L >600, bt p-F

2L 300~600, A Z ) —/L 120~150, =& /) —)L 60~75, A ¥ T 11,3 ) —/L 25~30, n-~F Y 4.67
(g/L, 25C) @

RS . 70~72°CY

AREJE : 1.2X10%~6.5X10%Pa (25C) @

1-A4 2 5 ) — ik oEiseEk (logPow) @ 2.7 (pH 6.5~7.6, 25C) @

LEM . pHT~9 OKIEIR T CZLE, pHS DTso 940 H ¥

SRS ay R M2
S 1R d

50 CuiHR0sS

oy 256.27

b4 @ 3,3-Dimethyl-2-0x0-2,3-dihydrobenzofuran-5-yl methanesulfonate
CAS FH :  26244-33-7

S AR

W GHEAE) : 396.9+42.0°C (101,325 Pa) Y

1A 2 ) — Kk oiife%k (log Pow. EFAE) @ 1.724+£0.269 (25°C) P
ARLE GHEME) @ 22X10%Pa (25°C) Y

IHTRIGALEY . EH M3

i IR

fb5244 @ 2-{2-Hydroxy-5-[(methylsulfonyl)oxy]phenyl}-2-methylpropanoic acid
CAS % : 572912-13-1

777 0 CriHuiaO06S

SrFEE 27429

W GHEAE) : 477.9£45.0°C (101,325 Pa) ©

147 % ) — RS ERE (log Pow. FHEAE) : 1.490+0.302 (25°C) Y
AZE GFFME) @ 8.13X10%Pa (25°C) V

fEBfEtt GHEAE) : 4.08+£0.14 (25°C) VY

@ The Pesticide Manual sixteenth Edition, BCPC
b SciFinder (Calculated using Advanced Chemistry Development (ACD/Labs) Software V11.02)



4. HEERIEOTRE oHTIE Y
ARET TR BT LI HEE R DR ok 2 LRI,

(1) BRI HE DO FRELTTI5

OREE GUBHEARE)

[/ v 7 2 L—th)

| 7 F200mL 20X, —BRED

| Em%, K150mL KOV b 10mL THAY Z 22287
R (D) BRI~

| TENEERE

| 3molL KEefkT MU 7 AFSHR 2 mL ZN%, HEFEMEICHREE
| n=~FH 100 mL T 3 AR

| n=-~FHUEE BOKAREE T B U T AT

KIE (@) 3B ILEE~

L n-~F VO RS

| BEEWE n-~%% 2 3 mL (IIEFEO

L UAFNI=HTF 25 (500mg) KR
n-~FHrTcarFovamr s
@%Af, n-~F¥ > 3mL T2 [E¥iH

n-~FHo /o sana AR (3:2) 5mL TR
n-~FHr /o rsaa A2 (1:9) 10 mL THEH

I TSR

| WA R 2 mL IR

GCFPDS)HllE] == k7 A& — b &illE

— e

| OkRUV@%xEbED

| MM 150 mL 2 /0%, 80°C T 2.5 [ In#El

I &BIAE (BEIA FROH T AMMEAMEZM), K 25mL THIBSZHES L, W5l AH
| R

| KZEIZT400 mL (ZER

VA

L 200mL #$0 ., Y F LT —7 0 150mL T3 EEEL, YT LT—T L EEEDED
/K50 mL T 2 [P

| VEFAZ—TIVE R EAKEEET Y DA THK

| B EbRE

[zt M1 07 £ F /11




| YEFAT—=FS mLICHEM L, HTARBICBT, VEFAT—T L 5mL TFAT T ATE 2

EYEE L. abED

| W ERRE

I hvxm 500 pl, BEKEERE 200 pL, U P2 50 ul 202, 90°C T 15 4y RhnEk

| W ERRE

| BEWE n-~FY o/ r7au A% (1:1) 2.5mL ICER@D

LU BEANT A a~ 757 40— (5g) |

@E AT, n-~FH /P r7aa A2 (1:1) 2.5mL TH%
n-~FH o/ r7aa A& (1:1) 40 mL THH

n-~%Y/EEE=F L (1:1) 10mL TEH

BBt Z bRk

!
!
| n-~FH R F L (1:1) 10 mL THEG
!
!

| FEEWZE by 2 mL R
GC-FPDS)IE =it M2, Rt M1 (Rt M1 41K ET) OF & F LKz IE

AFx—2I 1. HFEEFEORBRE 7 15 OB

(2) HErt

¥ OE LU= =t
GC-FPD(S) FOE M L Perkin Elmer
GC 41

RN DB-1 (N£% 0.53 mm, £ 15m, P& 3 um : J&W )
T Uy —HTR | ~U DA

A 5 mL/min

R 165°C (1 min) —7.5°C/min—235°C (4 min)

HEAN DR 200°C

AR TR L 320°C

VEA B 3L

(R r:;nl\ 7 At— |k 8.8 min, fRE#H M1 O T & F ALK 10.2 min, S M2 7.8




[=BRI5E]

1. e
TeERELICTANTLIE, BN O/INEETHA L7, TASWIAEDRFE LV AF L, &
BRI LA LU IS Re# LT,
TERZTRNCAICL ¢ AAEROOFRAERRE L, BB Z AVl — (kb L7z,
TASV . RBEKTERIEWE L L, BREEE 2 O Cus—b Lz,

2. K - K

(1) FEEYES

TR T A MEAESL AR 98.8% (BT A L AFEHISEEY)

R M2 FZHES, - W 99.7% (Sigma-Aldrich f2)

R M3 F~ b U 7 DHEREAE S, M 98.1% (4312 0 CiHisNaO6S, 47 5 @ 296.27, 4MBl : H k)
) (SR TR

(2) AHESE

TR HRBEITFL, V2T —T )b b op-F Y R (BRI
BEK, 7T b=RUA, A&/ —: LC-MS A (BIH{LEE)

K GREBREIERELE) © EEMEARAKEREE CTHRLZb 0

vUYy s Rk (BT A v ZFOEHEREY

WlE, Xle, BB E= U A HEOKFERE ¢ Rk (BT A L ARG

FElE @ KT (B L7 A L ARG

6 mol/L Hifi%, 1 mol/L KE&tT bV 7 AW :  HESHH (B 7 AL AFDLHEHEED)
RYxzFLorr7Va—: KIZFLr 7Y a—1300 (PEG300) (&7 1 /L LREiski)
SUBT NI =TT A Inertsep ST (1 g/6 mL, ¥— =)Lt A = 2 )

AR EREAM. NoSA (7 RV T v i)

EOE 1S mLAELE (RY7rery (PP) #) | 50 mL FELE PPR) (AGCT 727 /75
2 )

R LB %5 %% - DigiTUBEs (50 mL ¥, PP #)  (SCP Science #4)

GC-MS/MS H43#771 7 2 : DB-5ms DuraGuard (W% 0.25 mm, £ & 30 m, JE/E 0.25 um : Agilent
Technologies )

LC-MS/MS H/3#771 7 2 : InertSustain C18 (A% 2.1 mm, £ & 150mm, Ki7£E3um : ¥ —= /L4 A
T 28) | InertsilODS-4 (N 2.1mm, £ & 150mm, KL 3um: ¥V —> /LA = 2l | L-
column ODS (N%E 2.1mm, £ & 150 mm, K17 3 um : (L E M FEREME L) | Atlantis T3 (N
£2 3.0mm, £ 150 mm, HI 748 3 um : Waters )

(3) ik
O IR

T 7 A— b RO M2 BRI © SRS 10 mg ZHEFF L. TR F= MU LICEML T 1
mg/mL DR JE DYWL A T LT,

R M3 R - ARG M3 F R U O DI HESL 10 mg ZAEFE L., A X —/LIZERL T 1
mg/mL (K& M3 & LTC) OREOEIRZTFTR L 7=,
@ WS (8 &R 0.01 ppm)



= h7 AE— b, R M2 KOG M3 OFIERERKZ 72 > (R M3 13 A % 7 —)L)
THRL, =T h7AE—rELTO02pg/mL (= h7 AE—1F 02pg/mL; R#HH M2 0.179 pg/mL ;
Rt M3 0.192 ug/mL) DOYREDOVIEZ R LT,
@ WINAEREAR GEYEMERE 0.3 ppm)
= h7 AE— b, R M2 KOG M3 OKIERERKZ 72 > (R M3 13 A% 7 —)L)
THRL, = h7 A —FrELTopgmL (= F7 A®—F 6pg/mL ; fEHY M2 537 ug/mL ; 1%
# M3 575 ug/mL) DR ORI & R L7z,
7B, =7 A= E LTORE~OHEIL, LITOMESRER (HMbEmonfEEZ T N7 Ak—
DS FETERLME) ZHWTITo7,
PURLREL
R M2 | 0.8950
R M3 | 0.9579

@ 0.1 wv%PEG300 « 7& b r/n-~FH> (1:1) &H: PEG300 100 mg &7 & k> /n-~FH
(1: 1) &ML, 100mL IZER LT,

3. EESE
BERLIEE - Grindomix GM200 (Verder Scientific #4)
REVF AP — "  Polytron PT 10-35 GT (Kinematica f1-f)

R 9 : SR2DW (XA 7 v 7 i)

WL T — TV by TEARSRE O 8100 (AR HIRH L)

t—h7 17 : MetaPREP AT-1 (V—=x/L¥ A = )

T 7 my Z{EEAM © Dry Thermo Bath MG-2000 (HUm{ER{b. L)

ARKREREEE © EEMEZAR ARG REERE NZJ-2DSYW  (BRIF S/ ERTEY)

0—& Y —T /R L—%— : N-1000/NVC-2100/DPE-1300/CCA-1111/SB-1000 (HmtFR b gtk )
LC-MS/MS

*®OE A = ft

LC Acquity UPLC I-Class Waters

MS Triple Quad 5500 Sciex

T — A AL Analyst 1.6.2 Sciex

GC-MS/MS

*®OE A =

GC Trace 1310 ThermoFisher Scientific
MS TSQ 8000 ThermoFisher Scientific
A=t 77— TriPlus RSH ThermoFisher Scientific
T — A JLEE Xcalibur 2.2 ThermoFisher Scientific




4. WESEM
(1) LC-MS/MS Il 51

LC &:fF
25 InertSustain C18 (PN 2.1mm, £ & 150mm, K7 3um: ¥—x /LA =
)
BB FE T 0.2 mL/min
EAE 3ulL
75 MR 40°C
. AWK : 1 mmol/L BEfE T > &= v LKA
B % : 1 mmol/L BT > &= L « A X ) —)LIRK
Ref (99) | AR (%) | BiR (%)
0.0 80 20
VAV LS 10.0 5 95
15.0 5 95
15.1 80 20
PRARFIREH] T h7AE—1 10.0min, 8% M2 8.0 min, X% M3 5.3 min
MS Z&f4:
HWEE— R BIRGE=4 U 7 (SRM)
A ALE— R T k7 A®—DbESI (+) | G M2 KORE M3 @ EST (—)
AF AT VL—FBE | = b7 AE—b 5500V, U M2 KLORGEY M3 4500 V
b — & —iRE 450°C
T T AEN 10V
=T I A Nz, 10 psi
2T TA Y= A Na, 40 psi
H—TRH A N>, 80 psi
aY Vg HA N2, 7 (EEHAL)
BEA A
TUTAE | a)vagy | al)varki
A A (m/fz) VU TEN | 2 VX — | A 7Yy NENL
(V) (eV) (V)
T hT7AE—hN | EEAAV 287.1-121.1 120 20 10
TEMEA A 304.1—121.1 50 30 10
REH M2 EEA A 255.1-177.0 90 20 15
EMEA A 177.1—149.0 130 20 10
R M3 TERA A 273.1—149.1 80 20 16
EMEA A 273.1-194.0 80 20 16




(2) GC-MS/MS Il iE 51

GC &1
_ DB-5ms DuraGuard (N 0.25 mm, & 30 m, BE 0.25 um, H—
77 I . . .
N & 10 m : Agilent Technologies %)
. 50°C (1 min) —25°C/min—220°C—5°C/min—240°C—30°C/min—310°C
7T WRJE .
(5 min)
TN DR 260°C
_ Ultra inert inlet liner (3> 7 /L7 —/Nff 77— /L A D : Agilent
FAF— i
Technologies )
NG UAT7—F A4 RE | 290C
A A PRI E 290°C
A FAbE— R EI
A F ALEE 70 eV
Xy VY —H A VA
X )P —HAE I mL/min (GEJt &)
HEAF R 27w hU A (@EEFEA, 200 kPa, 1 min)
HEANE 2 uL
aYTa A VI 2=4
HEE— K SRM
PRI T h7A%®E—1 10.1 min, {S#H% M2 9.6 min
BEA A
P Ty
() AT
(eV)
T h7AE—h EEA A 286.1—207.2 8
TEMEA A 286.1—161.1 17
K M2 EEA A 256.1—149.1 15
EMEA A 256.1—177.1 8
5. B

T k7 A— F R OREIM2OTINAERERR 2T % b vm-~F > (1:1) THRL, TERAR
FETOERMEBIGRERIZ B TIE0.125, 0.25, 0.375, 0.5, 0.625K TN0.75 ng/mL, FEVEEJR T O ERMIEIYL
BRIV TIX3.75, 7.5, 11.25, 15, 18.75% U22.5 ng/mLIEE DA 2% L7=, PEG300% ikINT 55
Al BRI mLEEEY . 0.1 wV%PEG300 « 7% b vin-~FH> (1:1) WK uLE TN Lz, Zh
B ORI L& GC-MS/MSIZIEA L, ZNENS LN E— 7 mifEzE WO TREREMER LTz, 728, M
BRRERH OEMERRIT, = b7 A — F & L TORE T L 7=, 3 UBEIE2 uLx GC-MS/MSIZHEA L,
BREMRD DR EREIC LV = h 7 A — hOEEEZFRH LT,

6. WSRO

(1) EERARE (BSIEREE 0.01 mg/kg)

20012, 02pg/mL (= h 7 A E— R LTC) IRIIAEEMERIR | mL 2800 L CTIRA#. 30 47
JE LT,



(2) FEEMERE (BSIEEE 0.3 mg/kg)
#BF20.0g 12, 6pg/mL (= F 7 A— K& LTC) BIMAEEMERRR 1 mL 2300 L TRE%., 30 7Rk
B L7,

7. RERVAIR DR

(1) #ifi

HER20.0 g8 TOEEEZEST-H T AROVEICEVE -T2, ZHUZT7E MK (4:1) 100 mLEITZ
THREDT A X LT, f573,000R85 TSRl ol L, EERER -7, BEWICTE MK 4
1) 50 mLZMA CTHREDFA X LT, 573,000[085 TS5 O mBE L, EBRZR -7, 7o, T
A EWZEBWTIE, w00 BEE O EERIZD EOTFREW RO G790, 20813 Ol 5B O EER
AR EHNTHRAW LT, o EBREALE, 78 212 T200 mLIZER LTz, XY
X, HELZEMEICEY, BEHIZEDO/1008 GUE0.2 gff) ZERLBHARIZE V-7,

(2) KEELT b U 7 DRI~ 43D

(1) THELATAIHED B IEMEIZ2 mL GUBH0.2 gffY) 2727 7 2224 L, 40°CLLFT0.5 m
LU T & CRUEREM L7z, 2 aPPibELE (15 mLE) (B LTz, A7 7 A2%0.1 mol/LKERLT b
U U AEERS mLE Un-~F 425 mLTHV, R Ez=EOEICEDE Tz, ZNESofikeE 5%, #5930
00[E1#E TS M LB L7, n-~F U EEERY . KEITn-~F V5 mLAIZ TSoiRE 5%, #
433,000[8]#i5 TS5y im0 LTz, & D izn-~%H U EE A, 40°CLL T TR mLE CRUEREAFERE .
ERRIMIC L VR ZBRE L, BEMERRT T Vin-~FV > (1:9) | mLIZIEfR L=, 2B, il
DKEIT (4) OIAKRETHER L=,

(3) = F 7 AkE— FOHHT

VBTN T AT aw NI T T 4 —

YUNFNI=AT A (1) ICKHRTT Vn-~F % (1:9) 10mLZEAL, MHERIIE TR, 20
717 KT (2) THLNICEREZFEA L E, BT Vin-~F%> (1:9) 10 mLEZFEAL, FiHiRE
BTz, RWT, BT Vin-~F%> (3:17) 10mLZEAL, IEHIEREZ40°CLL T TR mLE CHJE
BAE%R., ERFMICEIVBEEZRE L, ZOREWET 2 R oh-~FH 2 (1:1) 4mLIZER LD
DET R 7 At— hORBRIAIKE LTz, 723, PEG300% N4 28413, RBRIRIEI mLZER YD | 0.1 wiv%
PEG300 * 7 & h>/n-~FH 2 (1:1) EHRI00 pLE TSI L7z,

(4) REHM2 K OVBARR VEE T M 2 i S 5 RGEY ((RETIM3 K DR IM3 f & 1K
Ete, ) OO

@ k53R

(1) OBERMIHRZ (50 mLE) & 2) TELNKEEZAEDY, BOE ZHEES mLTHv,
Bl o, TNEERL TS0 CT2REMME L7 GO EICFa 2 R0 IISHHERERE 5 L
72) o sttt ROSR & DE (50 mLE) 1[0 L, BB Z2/K10 mLE VY =F Lo—F )L
20 mLTHEV, iR Z = OEICRDE T, TNESHEIRE O %, #533,000[R]H5T557 M OBk L 7o,
VEF N —T IR, Y2 F T —T 020 mLTE HIZ2EHEE S Lz, fhibika 2~
T A ZHHE, 40CLLTFTRO0.S mLE CRUEEM L. 77 ARBREICE L, Y=F/Lo—7 /12 mL
TT AT I RAaz, WRERBREIZEDYE, 40CLUL T CERRQMIC L VIR ZRE LT,

@ M2 ~DZEH
OTE LN EKEEE0.5S mLz Il CIafitth. B L C80CTTISMIME L=, Hmtk.
el = F L n-~F P> (1:9) 5 mLEIMNMZTRE LT,



@ YIMTFNIT LI~ NTTT 4—

YUBIFNI=AT A (g [CHEE=T Vin-~FH 2 (1:9) 10mLEEAL, MHEITHE TR, 20
T BMZQTEHLNTIRKZTEAN LT, BT Vn-~F 4% (1:9) 10mLEEAL, FHHKITET
7oo WNT, BT Vin-~FH 2 (1:4) 20mLAEFEA L, IR A 40°CLL T TR mL FE ClRUERAE%
ERRIMC L VR EZRE L, ZOREYET 2 bom-~FH2 (1:1) 4 mLIQEME L= O %2R Bk
Wik E Uiz, 723, PEG300ZWINT 245% 5018, BRIAIK] mLZER Y | 0.1 w/v%PEG300 « 7t b »/n-~F
B (10 1) EHRI00 pLEdshn L7,

8. ¥ MU v 7 AURNIRENEIR D7

77 v 7 BRI 200 uL A B YD | RS T WA RES . IINEIGRERIZ 31T 2 FEIINER 100%4H
R DOPRBFEEIRIL 200 uL 2R TR L= b D&~ b U v 7 AUHIEEREAR & L7=, PEG300 % ¥R
M 25841%. ZOEIRIZ 0.1 wv%PEG300 « 7% b y/n-~FH2 (1:1) K20 pL 2Nz CTRA L
776

- 10 -



[ 7 m—F % — k]

=5

T HY
BLSOEEYED
AE200g 2R VERD

—

H

TRk 4:1) 100mL 2Nz, RESFA X
w0 BE (755 3000 [BR, 5 0f) 1%, EEWAEERD

—

| 7EROK 41 S0mLZZ, RETVFAX

O EE (B9 3000 [E1HR, 5 40f]) 2. REREZERD . o EEREGDED
| EEWEEZEY. 17100 & GUE 0.2 gfiY) ZEWRLEHAARICET (D)
TEAY

| EBEEZTE R T200mL IZER (@)
UKERAE T b U o A~ Syl
@% 2mL GUEF0.2 g#HY) 8o, T M ERE

0.1 mol/L /KE&{t:F ~ U 7 A 5 mL X X n-~FH o SmL 2z, #RE D

Lo BE (557 3000 [EES, 5 0fH) o n-~FH U EERD

KIBIZ n-~FH o 5mL a2z, ;RE D

mOAEE (F84y 3000 [E#E, 5 400]) . n-~F YV UEERD, KEE2OLEbED (O)

«—

— — —

<z 7 AE—+OHH>

LUAFAI=hFn (g HH

n-~F Y B OB A RS, FHRT T Vin-~FY 2 (1:9) 1 mLIZHER

Wi =T L/n-~FH%> (1:9) 10mL T2 T 4 a=v7

A, Wi F v/ n-~F%> (1:9) 10mL THH

Kt = F /L/n-~FH > (3:17) 10 mL T&EH

WA BRE, 7 bom-~F% 2 (1:1) 4mL (TR

I (PEG300 Z¥RMN3 254) BEBRAEHR 1 mL 2420 . 0.1 wv%PEG300 - 7 & k v/n-~F%H> (1
1) VA 100 pL Z 3N

GC-Ms/MS JlE]

— e — —

11 -



<A M2 R OB CHREM M2 CEB S 2R3 (8% M3 R OEM M3 fuakzea
e, ) DoHT>

S
i

@Izl SmL 2Nz, 80°C T 2.5 RNz

«—

&

s, K1I0mL KON F/Lo—F /0 20mL ZZ, RE D
LA BE (M43 3000 [BliR, 5 43f) . AHEEAED
VrF LT —T20mL #NZ, RKE D

wl Bl (4547 3000 [E1#s, 5 0f) o AR AR D

VxF N —F ) 20mL Mz, EE D

mLABE (M43 3000 [EliR, 5 4rf) o AHEEAED

| ABEEGDOY, BEERE

et M2 ~ D2

| EKEERE 0.5 mL 2%, 80°C T 15 43 [HNER

| B, BT vin-~F Y2 (1:9) SmL&2Mz2 (@)
Luarri=n7n (g W

| EEg—Fvn-~FH L (1:9) 10mLTars4a=v7
| @xAfr, FEg=T L/~ (1:9) 10 mL THHE

| EERR—Fu/n-~FH 2 (1:4) 20mL TIEH

| BBEERRE, TR -~V r (1:01) 4mLZIEE

I (PEG300 Z¥shN7 5354) SBRANK 1 mL 2880 . 0.1 w/v%PEG300 + 7 ~ »/n-~FH o (1:
1) VA 100 pL Z 3N

GC-Ms/MS lE]

—

A — 2. FENT U T ik BRI i 5 TR O

- 12 -



(R KB E]
1. WESMHEORHET

(1) LC-MS/MS & &t

£, LC-MS/MS % W = IlE & et L7z,

DOMS A
a. Th7AE—F

ESI (+) RUESI (=) F— R TAX Y VHIEEZITo72& 2 A, ESI (=) E— RTEM 77 o1
BT N7 Av— MHROA AT E N0 o7, —J5, ESI (+) E— RKTiE7 1 b ANy 1
(m/z 287.1, [M+H]") KOT E=7 LI (m/z 3041, [M+NH4]") 283 < Bl &z (X2)
INBETV =Y —AF L TTad T " F AR Y B THIZEZA, WIS T X T b
Al UCm/z 1211 TN6L0EN Bl S (K3-10038-2) , ik 3 DLCEKRMETHIE 21TV SNDSE
Do Tom/z 28711211 2 EBA A, mik3041->121 12 A A 52 L L LTz,

Baed 3081

8.0e4
7.0e4
6.0e4
2871

5.0e4

4.0e4

Intensity, cps

3.0e4

2.0e4

1.0e4

P IR T I T \“M . \H\H‘H\\\\‘\‘\M‘H‘ Ly H‘\ \‘\“H\
100 120 140 160 180 200 220 240 260 280 300 320 340
m/z, Da

X2 = h7AE—FDTRAAXRT ML
A% v R - om/z 100~350, JHESME ESI (+) . T T AZY U EA 120V

1.9e4 1211

1.8e4

1.6e4

1.4ed4

1.2e4

1.0e4

Intensity, cps

8000.0

6000.0

1610
40000 2601
000 211
: 1631 179+

149.1 :
ol o, 10 gz, T 2871
P60 8 100 130 180 160 | 180 200 230 210 260 280 300

m/z, Da

M3-1 = h7AE—rDOTaXT A F AT L
TV =Y —A A m/z287.1, AF v CHIPH : m/z 50~300, HIESME  ESI (+) |
TITAZY U TEMI20V, 2V Va3 R F— 20eV

- 13 -



Intensity, cps

1.8e4

1.6e4

1.4e4

1.2e4

1.0e4

8000.0

6000.0

4000.0

2000.0

1211

1111

161.1

1621 2411

1as1. 1451 131 1791 250.2

Ll Jeool  mr ||

I }
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

miz, Da

32 = h7AE—b DT T M F U AT FL

FU = —AF 2 miz304.1, AF v i

T TAKY T EBMSOV, a2 Va R F—

b. fRE#HIM2

FEEDR

ESI (+) MOESI (=) T— RTAFZ ¥ VHIEZ{To72E 2 A, ESI (+) E— RTiE7a b oAy
HOMHR O A A i3t SnZe o7, —J5, ESI (—) E— RTIEM 72 oo+ (m/z
2551, [M-H]) KOYZFDT7 F 7 A v b A F ome 17710858 Bl Sz (M4) . B 72 b5+ (mz
2551, [M-H]) 27V h—Y—A A4 e LTTad T MMAVAF Yy 52 Tl A, TaX s b
Ao L Tm/z 1770 ON49.05% 038l < itz (M5-1) o 77 7 A A A omiz1771% 7Y 1—+
—AF LTI RL T M F A B THoIE A, TuX T A& L Tmkz149.05 0381
STz (M5-2) . BT HLCEAM: THRIE Z1TV., SINISE DN Tom/z255.1-177.0% E 5. m/z 177.1—149.0

EEMA T LD EE L,

:m/z 50~350, JESM  ESI (+) |

30 eV

r

Intensity, cps

7.8e4
7.5e4

7.0e4
6.5e4
6.0e4
5.5e4
5.0e4
4.5e4
4.0e4
3.5e4
3.0e4
2.5e4
2.0e4
1.5e4
1.0e4
5000.0

177.1

255.1

0.0

Ll \H\
00 120 140

160 180 200 220 240
m/z, Da

260

280

300

X4 M2~ A AT kL
2 m/z 100~300, JIEFRM ESI (=) \ T2 T AKXV TEN-90V

g il

- 14 -



@

(b)

o 3 T 1067 )
2553 149.0

3.0e4 1.00e4

28e4

2604 9000.00

24e4 8000.00

22e4

2064 177.0 7000.00
o 184 6000.00
9 16ed <
= =
2 14ed E500(100
£ 1204 2400000 7.0

1.0e4

8000.0 300000

6000.0 200000  64.0 162.0
4000.0

1000.00 121.0
o) a0 108'0\‘ 1340
0.0 i ; 0.00 I |
60 80 100 120 140 160 180 200 220 240 260 280  300) 60 8 100 120 140 160 180 200 220 240 260 280 300
m/z, Da m/z, Da

S > 2 ° a N o
45-1 RFPHM2OT 0 X N A F L AT [ L

TV =Y —A A m/z255.1, AFx CHEIPH : m/iz 50~300, BIESM  ESI (&) .

T TAKY L TEBNM-IOV, 2 VarzxF— (a) -20eV,

2.1e4
2.0e4

1.8e4

1.6e4

1.4e4

1.2e4

1.0e4

Intensity, cps

8000.0

6000.0

4000.0

2000.0

0.0

108.0

121.0
1050.7) ‘ 1340

149.0

162.0

W 2 164 op3)

5

60

70

80

9 100 110 120 130 140 150 160 170 180 190 200

miz, Da

X5-2 R#WM2OTa X7 A F o AT "L

T = —AF > miz177.1. AF v il

TITARY U TEBM-130V, 2V Va3 = RxLF— 20eV

c. REH»M3

ESI (+) ROESI (—) F— RTCAX ¥ VIEEIT-72& 2 A, ESI (+) T— FTiE7'm hoAHINSy
FEHEORBIMIH KD A A AT S e oz, —J5, ESI (—) E— RTEM 72 o+ (mkz
273.1, [M-H]) 28BS (X6) , a7 IV h—P—A A4t L TTaf s M A Ax ¥
BTl ZA, 7a X7 MM A E L Tmz194.0, 150.1, 149.1 % O79.0% 03 8llll s vz (K7) . %k
T DHLCEMTRIE ZATV, SINDE D> Tom/z273.1-149.1 % E8BA 42, m/z273.1-194.0% EVEA 4
ETrz Lkt LT,

- 15 -

(b) -35eV

2 m/z 50~200, JESM: : BESI (=) |



2731

9.8e4

9.0e4

8.0e4

7.0e4

6.0e4

5.0e4

4.0e4

Intensity, cps

3.0e4

2.0e4

1.0e4

L ‘ Lot g s N ‘\ RTINS VSRR TH N T MHH\ [
0 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
m/z, Da

0.

-

X6 fUHMM3D~ A ALY kL
A% ¥ HEM 0 m/z 100~400, BIESM: CESI (=) . T T AXY U TEN 80V

149.1
2.8e4 194.0

2.6e4
24e4 79.0
22e4
2.0e4
1.8e4
1.6e4
1.4e4

Intensity, cps

1.2¢4
1.0e4
8000.0
60000 ) 2731
40000
20000

64.0

0.0
60 80 100 120 140 160 180 200 220 240 260 280 300)

miz, Da

X7 REWIM3IDOT X7 A A AT F L
FU =Y —AF > i miz273.1. AF ¥ U#PH 0 m/iz 50~300, WESM: : ESI (—) .
TITGARY U TEM 80V, 2 Va s ERxAF— 20eV

@LC%A:
a. BEVEL OV 7 A

£9°. ODS 77 A (InertSustain C18, ¥ —x/L¥A = M) 2 HWCBEESEEZ KRG L, BE)
HOBMIRE L LTAZ ) — A KT = IV EIELIZEZA, = b7 A8— N, REW M2 &
OREM M3 OWTHILE A X ) — LD R ENE— 7 IREENRE BT, 3 LA D F TR AME)
ST AH M2 2 W CREIFOTINA] (KR, SMEOEHRT v E=v L) 2REtLE A, Hiig
TRV LEAWESE IR bEWE— 7 BENG O, BEET =T LO8RE (1, 2.5, 5 KD
10 mmol/L) ZMiaf L7255, 1 mmol/L T bW E— 7 ENG LN, ZHODOFENS, BEIE
(21 1 mmol/L FEfET > & =7 AV L O mmol/L HEfE T =D L « A& ) —VIRIREHWDH Z & &
L7,

WIZ . 4 FEFED ODS 7 7 A [InertSustain C18, Inertsil ODS-4 (3 —= LY A = ZH) | L-column ODS
b ERTEAAF ZeRERERY) KON Atlantis T3 (Waters ) ] Z W CE— 7 RSO B — 7 3R & i L
oo ok, FHEAWEIZIZA X 7 — N E 0Tz, 2085, R M3 1ZWTFhol 7 22 HWeGE
T=U T ULIn, = R T A— N ROHY M2 1T B 72— 7 TR S iz, UE DR
M2 (%, InertSustain C18 Z H W= HA 12k b @V SIN 353 H LT,

- 16 -



A EDORERNG ., 58T F 2 & LT InertSustain C18, BEIfH & LT 1 mmol/L ffliE 7T &= LARIK
KON mmol/L BEfeT =T b« AX ) —NWIEREH N TRIEEITHY> Z & & LT,

b. AL GRS IR O FH SR IE)

AR ) —)VEFEANGE GRERAE OB & L THWT, a Thoiifb L= BEhES CHIE 217
ST, ZORER, = F7 A — MOREY M2 [ ZRAF R B — 7 BIRBG 62, R M3 TldT —
VU ZRR BN, AR RBEZTRIMLIZE Z A, =T IBIRNSE L2720, EAEBEE LTHA
2 ) —)V/XHE (100:1) . (1000 : 1) RO (10000 : 1) Ziaf Lz, ZOfE5R, A% 2 —/xf (100 :
1) KO (1000 : 1) TRARE—27BRPGE LN, A% 7 —/V/F8E (100 : 1) KO (1000 : 1) TiX,
T k7 A'— b, R M2 LOREY M3 OWTHUOLEM S B — 7 RSP IS R E ZE W TR D
Nigmod=Z Einn, A% 7 —/V/XEE (1000 : 1) ZEANBBEE L THWSZ EE LT,

T b7 A— b, REH M2 R OMCEY) M3 EEERIED 7 v~ 7T LEX 8 IR LT,

(a) (b) ()
500000 - 55000 - EOOGOD -
70000 -
i 400000 -
600000 20000
S 15000 - 300000 -
00000 1
300000 4 10000 200000 -
200000
EO00 100000 -
100000 k_ tﬁ
0 T T T 0 T T T 1 0] T - - :
& B 10 12 4 & B 10 12 2 4 g g 10
Time (min) Tirme {min) Time [min)

8 = 7 AT— b, fEM M2 KOMEHM) M3 IEUEER (= F 7 At —F L LTI10 ngml) O/ =
RENAA
(@) = h7AE—h, (b) fEHHM2, (o) 1LY M3

(2) GC-MS/MS I ESAM:

LC-MS/MSHIE TIIARBHHM2MEIEE TH - 72728, GC-MS/MS% AW HIE 2/t Uiz, o8 7
Ll LTI T 5 (5% 7 = =/V/95% Y AT VR v afkx¥) ThHDB-5ms (Agilent
Technologies®) & FHWTHRIESRMFDOBET 21T > 72,

a. T h7AE—k

Axy VPEEATHTZE A, P AA Y MY miz286.1) KOVEDT T A A A (m/z207.1
) MEHENT (X9 . DA Ay mie2861 T ) h—Y—A A LTI b AU Axx
VEATOTREZA, TuX T hAF U E L TmE2072°0 1611 EREHI SN (K 10-1) , 7T T A
MAY mkz2071 7V H—Y—AF L L TTRET N TV AF Y L E{Tol2E A, Tuagy
A e L Tmiz 1611 R0 179.1 EXRBI 72 (M 10-2) . SRM JIEEIT - 7ofE 5.\ SN 235
BT m/z 286.1-207.2 ZZERA A2 miz286.1—-161.1 ZEMA A 452 &L LT,

- 17 -



207 .1
100

90—
80| 161.1
70—
60—

50—
137.1

40
133.1

30—
20

Relative Abundance

105.1 286.1
79.1

L I

|
100 200 300 400
m/z

X9 = h7AE—FDTRAAXRT ML
A X B m/z 40~500

355.1 429.1

(a) (b)
207.2
100 100 1611
90— 90— 207.1
80| 80— 179.1
g 70— g 704
E 60— 2 60| 137.1
=) =
2 50 2 504
2 40 2 40
8 k)
$ 30 # 30 133.1
20—
286.2
10— 105.1
|| 208.1 258.5 ‘ ““““““ 91.1
LI L L L L L L

200 250

m/z
10-1 = h 7 AB—brDT XY b F AT FL
TV =Y — AT i mz 2861, AFX ¥ UHH  miz 50~300, =Y Va =¥ —: (a) 8eV. (b) 17 eV
161.1
100+
90— 207.2
80—
179.1
70—
60—
137.1

Relative Abundance
o
i

209.1 260.3 284.3
T

250

(102 T b7 A®—rDTaE7 A F AT L
TV I —Y—A A imiz 2071, AFX ¥ UHH miz 50~300, 2V Va =R AF—: 6 eV

- 18 -



b. M2

Axy VPEELTHTZE A, P AF Y MY miz256.1) KOVEDT 7 A hA A (m/z149.1
1771 %) BNEREn (K11 o DFA Ay mkz2561 7V h—Y—A 4L LTl s 4
VAR U EIToOEZA, TuE T A A E L Tmz1491 R0 1771 E0BIS N (K 12-1) , 7
TR AT miz 1711 T V=P —AF e LTCTaL T MMA U AF Y L B{ToT2E 2 A,
TaRy hA A ELTmz 1491 EpEl sz (K12-2) , SRM HIEZAT - 7R, @ SN 2345
SIVTE miz256.1-149.1 #TBE&A 4. m/z256.1-177.1 #EMA A 3+ L& L,

142
100

50
20
70
80 -
50
a0 |
30 1774

209 g2 2ot
10

2281
D ..I.lh| o |z 3014 4203

100 200 300 400
miz

%11 RFYM2O~ 2 AT L
A%y EIPH - m/z 40~500

Fealative Abundanoe

(a) (b)
149.1 149.1
100 100 1771
90— 50 —
80— a0 -
§ 707 g 70 -
'§ 60— 80
5 5
< 50 3 504
2 — 2 40
g 40 -
® 304 F 304
20— 20 258 .1
10 1771 in 228.1
93.1 ‘12‘1‘1 ‘ ‘1,78.1 228.1 256.2 g1.1 1212 1781 | 257.3
L e s s s e O 4—r—r-rtrirtrrtrrrerrre e T
50 100 150 200 250 50 100 180 200 250
m/z miz

X12-1 MO T Xy M A F 2 AT ML
TV =Y —AF i mlz 256.1, AF¥ ¥ UEIPH  miz 50~300, 2V Vg xF¥—: (a) 15eV. (b) 8 eV

100 = 1451

50—
20—
7o~
80+
50—
40—
30—

Felaive Abundanoe

20+ 177.1

sas 1204 L@'a.z 232.0 2821

L e o e B S e o e e N e e e S e ) ) B

|
50 100 150 200 250
miz

X122 MO T # 7 A F v AT b v
TV I —Y—AF Y imiz 1771, AF¥ ¥ VHH : mz 50~300, 2V Va3 = LF—: 6 eV
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c. REH»M3

REOMBIERERR E A% ¥ AE L& 2 A, REMM3O v — 27 138l T, Mo e —2
DB SN, REHMIITEADICB O TREIM2~E]R L7 b D L E 2 vz, GC-MS/MSHIEIZ
B DREHMIERERIE (= 7 A— & L Tl0ng/mL) 7 SHEHIM2~DEHZR|T44% (n=3) T
HoT,

T 7 A— b ROMREY M2 BRI D 7 a~ N 7T AEK 13, REREZR 14 KO 15 IR/ L
72o LC-MS/MS £V & GC-MS/MS % HW = 7 M) M2 & @I EEIlES 5 2 L R TE 2720, GC-
MS/MS % W T=iBRIEZBIR T2 2 L & Uiz, 728, GC-MS/MS Tixf# M3 ZEHEHET HZ &
NTERNZD, BETOEIL LC-MS/MS TOREHITH Z & & Lz,

(a) (b)
20000 4 25000 4
20000 A
15000 4
15000 4
0000 <
10000 4
L
OO0 4 L
u T T 1 IJ T 1 1
9.9 10.1 10.3 10.5 9.3 9h 9.7 9.9
Time (min) Time (mi)

13 = h7 A &— MR OREHY M2 BB (0.5ng/mL) 7 v~ N7 T4
(a) =h72E—1h, (b) R M2

(a) (b)
25000 700000
§00000 ¥ = 28241% + 2596.1
20000 4 y = 26466 + 287 6 F==0.9991
R== 0.9965 500000 A
120004 400000 |
B I
< 90000 < 300000 4
200000
5000 |
100000
0 ; ; . 0 . - . .
0.0 0.2 0.4 0.6 0.8 0.0 5.0 0.0 150 200 250
Zone. gl Cone. fnaimb)

14 = k7 AE— FOBREFROHF
(a) 0.125~0.75ng/mL, (b) 3.75~22.5 ng/mL



(a) (b)

45000 1200000
40000 - y= 5323 - 531 .8
Re= 0 0884 HEBEH00 v = 40062 + 2208.4
SennEE R = 08969
20000 - 800000 A
- — £ so0000
Z 20000 | <
14000 | 400000 -
10000 4 200000 -
000
o r - - 0 T T T -
0o 0z 04 06 0 0.0 50 100 150 2000 250
Cong. fnaimb) Coang. fmofly

X 15 {RHH M2 DR EHR OB
(a) 0.125~0.75ng/mL, (b) 3.75~225ng/mL (= h 7 AtE— k& L)

2. PBREEIR OIS 1E DR

(1) Fhit

AL LT b= U, TR MO KA ) — B AT, EEERRESNLTWDHZER
T, TASVENCAZL BFREV T A XA LT, ZTORER, IZAIZL TRHRWTHOBEEZ AW T H
DR E Ao T v 7 MIFE L, REVTA XEERNEECTh o7, KB CITE/EENSGE L
7o, IO 7 & U R OKOEREZBREF L, ZTOREER, T2 Rk @) TEOWTHhOR
OV T HEE LOMBEIL 0o T2720, TR hok (4:1) AR E L THWSZ L E LTz,
T 7 A — MU O—TITERES I3t ST, B OEREMIZES LB 26T\ D,
D ZOROHEREDITIEDY TiX, 71 bR EKEERLT B Y T AEIRI A~ U 0E L TR L
KEE. 78 B OREYE SO TR 21T 9 FIEZEHAL TS (Ax—24 1) , ARk
BRCbKEETE M ZOEREY A G DOE TS5 2L L Lic, LLARD 6L, HEERED
FEO X Yz, B oORREYE i, BT 5 - OIIIKREOHEBENAVE L 25, Z0=h, K
REBRVE IR O — 2 L CTEWRILERT 5 2 L & LT, 2o & &, #itig o midhhiag 4
EATNDTD, EIEOERIC LV EENEET L EENRSH, £ 2T, BEMEEZREFTLE
BA L LAWES CORBIKEIC LA EEZ(LICOWVWTHRE LT, FORE. WTNomAas., HEY
DOEEIIFFM & & BITR2 D L2, S M TCOBREREDOWADRIL 1% R Th o7z (B 16-1 KUK
16-2) , EFRRET LIEEE L LARWEATIE, ICACL ZFRE, BORICREEWVITRD bk
Mole, ZORMENDL, BEWOERE EoTT-14, BHICEWRLII VNI B4 & DB, o
HICLDEBIMEATEI L LDEEZI LN,
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100 ~

90 1
80 1
70 1 —o—f-FhE
*, 60 A —8— TAZL
% 50 4 ——(TAIK
2 40 --O-- -ERE (BRREM )
30 4 --O-- TASL(BRWERT8)
-- O [TAIT(BRIREM TR)
20
10 A
0 " . . )
0 30 60 90 120

Time (min)

16-1 % OFREM O FuE R L 2 EHEEZEL (5~120 75%%)
*5 % OFE RS 100 & L
£ n=2

—e— -Fh¥F
—8— TASL
—— [CAIK
--O---FRE (BRWEMF(T)
--0-- TASLN(BRWEFFT£)
== 0= [CAIT(BHRMEFFR)

Weight *

96 -

95

5 1IO 1I5 2IO 2I5 3I0
Time (min)
16-2  fliHHZ OFREY OERHIC X 2 HEL L (5~30 777%)

*5 3t OFERE 100 & L7
A2 n=2

(2) #ni

OmRMESA:
HIFERFEDHIE D Tk, HIERRIESIE TMEY BURLr) L, = 7 At— hORHD 2 RH) M2

NEWA D ITEERA LT %, £ 2 TRISHE OWIRN O AR TR 2 2 L& » T, = F 7 4
T— b, @ M2 K OME M3 2042 2 L TE 20 BT E1T - 72,

a. T hZ7AE—}

HRIAVARIE & U CHEfR = T L K Un-~F V> 2 et Uiz, BRALERt: ORGSR % K CERIR L7214, s
W52 A2BEL, 3 mol/LEERE) b DEVED RN Z R DT, E ORGSR, IS T TlEWnF R
BECHAREIGE L 720 | REM2OMGHIMI~OEB G ERO biLienotz (1) o MEE 2 i3dm i

(pH 14) Z£HETlE, FHE=F L CTHET 5 Z LI L U BAFREIENE LN (R2 (@)b) . Ll
5, 6 mol/LIERBIZIMR LT-te., AKEBLT MU U AR AE A WTHYE (pH 7) F72I3HENE (pH 14)
WAL, BT LTI L2 2A, WTIBEIEER2% LT & 7220 | REM2oREIM3 ~0
FEHHRDO O o7 (R2 (o) » ZALDFRERNG, MBS TIET N7 At — MISHT D
bOEEZ LN, ZOD, BB ZITORNCE h 7 A — e plid o2 &b LT,
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#F1 BBMHESEMT Gmol/L HilE) TOWEICBITAT 7 At — hDREIE (%)

HR VA A 188 2 EH 3[EH &t
fe L 4 0 0 4
TR 7 AE—h i
n-~FH 2 0 0 2
HAETTTE - BYEATE (1 pg/mL) % 100 pLER Y . VABLZ B 2506 3 mol/L Hilk 40 mL (CVARE L. A Bavavalit 40 mL C 3 [MEE L 7=,

2 PEEITHEANS T TORRT I IVIERRIZBIT 2 F 7 A — FOEIE (%)

HR VA A KJE 1 = H 2 \H 3[EH &t
(a) #PE (pH7) 100 5 0 105
(b) HEHEME (pH 14) 95 4 0 99

(c) 6 mol/L Ha R\ Z Vi 14 .

T A — vy 19 <
FhTATT N BRIV o oH T (o : 0 0 :
(d) 6 mol/L Hie\Z Fifif %, ) 0 0 )

HEEME (pH 14) ([ ZFH%
PRUEJTIE ARSI (1 pgmL) % 100 pL R0 | WBEABRE L2, (a) K40 mL M.  (b) 1 mol/L KER(LT ~ U &7 AV 40 mL
R, (c) 6 mol/L HEME 20 mL IZWAR L C 1 offHR & 5 L7c. 8 mol/L Kfg(k) M U w7 A¥RIK T pH 7 IZF%E,  (d) 6 mol/L Hifi% 20
mLIZHERREL T 1 iR E 5 L7ct%. 8 mol/L Kk MU ¥ AP T pH 14 IR L7, THZFERE=F /L 40 mL T 3 [Hl53E L7,

b. REH M2 KO M3

HRIAVRIE & U CHEfR = F L, BEfE=F u/in-~FH > (1:1) | n-~"FH o E RV F Lo —T L 2k
S UT2, FOREE, RE M2 S REM M3 £ 72138 M3 2> SR M2 ~DZEHN RS-
DO, RFE M2 K ORGEM M3 OAFHOREIERIT n-~F P o 2 B&, BiFTho7z (F3) , Ll
RN D BEEE TV E T EEER = TV n-~F 2 (1:1) Z W2 GE0E, R E I HER 23 AR L,
EIRORENPRNECH ST, 2D, VZFNZ—FT /N TIRERETLHZ L L LT,

#3 BRMERMET (3 mol/L HEfg) TORRESIZIT 5 MG M2 K O M3 DEIIE (%)

A\%.l_
= py=}
wn HATA VR EE | 1[HA 28l H 3[EH &5 (R M2+
R M3)
M2 93 2 0 95
B L 102
Ak T M3 7 0 0 7 0
FElR = F L /n-~% Y- M2 91 3 0 94 103
. > (1:1) M3 6 2 1 9
) M2
-y M2 41 20 10 71 .
" M3 0 1 0 1
\ M2 98 4 0 102
vzF )z —T7 )b
Ty T) 3 0 0 0 0 102
M2 4 0 0 42
B )L
AffR—F M3 46 1 0 47 89
FElR = F L /n-~% Y- M2 25 7 2 34 97
v (1:1) M3 47 13 3 63
L M3 -y M2 25 21 13 59 “
" M3 0 0 0 0
\ M2 11 2 1 14
vIFm—T )b 101
7 7 M3 70 15 2 87
BEIF 7T - A (I pgml) % 100 pLEC0 . LA %, 3 mol/L Hilk 40 mL (= A MR U . A RaraTalE 40 mL < 3 [Hiats L7,

- 23 -



@R O B St

T F 7 At— MIREEESMTIIRT 2720, BWRLEE 21T O RNC= b7 At — hDOAREHHET S
WERS D, 2T, PREEITEEMSEM T, BT V£ n-~F o TR —KoET 52 &1
EoT, = b7 A— MG M2 ORG M3 ((RE M3 la B (ka2 5T) EoBET 22N TED
DRFEAT o 7o, FMUESRECTORREZFE 4, HMEMSMETORREEE 5-1 LOFK 52 1R L, FHSMH
TliX, WINOBRBEZHWZHALT h 7 A — N RO M2 DEBE~BITL, = h 7 AE—F
EOEET D Z LIXTE R o, WEMESMT (0.001~1 mol/L KERLT b U 7 AFRIR) ICBWT .
FElE = F L 2RI S L CTHW A ITWT oG b EE ~OBITRELN, = h 7 XA &— |
EOBET L Z LI TE Lo, ZHISKH L, nenT T U B WSS, = F T A — hOARaHEE
~BATL, = b7 A E— NG M2 KOG M3 EoBfET 2 2 LN T, 2RO DRERNG,
~ MU w7 ZHAFFTO pH OEEZZFE L. 0.1 mol/L KELT bV 7 ARIE L O n-~FH v % H T
WxDBTHZ e L, n-nFHUBiEo s 7 Av— b, KBIZAHEY M2 R OYRE M3 (1R M3
AR ZEGTe) OO EIToTz, B, =~ ) v 7 ZAHEFETTOABO pH 1T72F0E, TASW, I
AZL DWNTNOEMBK 13 ThoTz,

#4 PHSLET COEREICBIT AT 7 A — M, AREM2 L OCEIMIDOEIE (%)

HA YA A I 1= H 2 A H 3B H &t
5 %
R o — ; 0
5 %
Faiys M2 flﬁ% ;: j— // Z? 226 g 19060
5 %
[T =1

BRI © SRR (1 pg/mL) % 100 pL£R Y | WA BRER, 7K 40 mL ICIEfE L, BEAAASE 40 mL C 3 [HEA L7z,

#5-1 HEMRMET TORTBICB T2 7 A2— FOREIE (%)

HR VA A YN IQEIE! 2 [A1H 3[EH &t
" 1 mol/L /KE{k7F KU
Wi = F- L & AT (pH 14) 95 4 0 99
Vo)
Py 1 m?z{djk@zﬂﬁﬂ‘ R 95 ! 0 9%
7 IR (pH 14)
TR 7 AE—h —
Iy 0.1 mol/&ﬂ@&ﬂj‘ﬂ\ o1 3 0 o4
U7 K (pH 13)
e 0.001 mol/L /KE&{t.7
n-~FH R T (pH 1) 95 3 0 98

BEFE = b7 A — MEHERE (1 ug/mL) % 100 pL £ 0 WA ERES, KERLT MY & LMK 40 mL VAR L, S HRISTLE 40
mL “C 3 [AfRE L7,
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#5-2  MRIAMERME T TOREICR T 2 GEPIM2 L M3 D[R (%)

A=
[TRENEN Y VNE] ER | 1B | 2@F | 3EA | A (ﬁ%@; M2
RN I I N I T
A= T v 1m(;l/;:§§<§ﬁk(pH 14) M3 | 6 7 5 18 22
s |57 | " e DT o To o o]
oy | O e ity T o T T o T o] °
7 1
e LR 7 e L
e |5 | onow D T o To o o]
e | O e gy e T o T o T o T o] °

BET M - ARG (1 pg/ml) % 100 LR Y . BEEARER, KEMET b U & ATEHE 40 mL (CIAR L. A IEATAEE 40 mL C 3 WG
wLz,

(3) R M3 (R OMEH M3 FaAK) 2> B ARG M2 ~D 28

ORE UL

a. RSO G

BRI 21T 5 Z LI LY, REW M3 ARG M3 ~IK RS D & & HITRE M3 28
R M2 ~EEND LD EEZ BN TWD, 2 22T, HEREOHEDY LREERIC, G M3 I
6 mol/L ¥k %, 80CTHENL . Uil M2 K UM M3 DRI EZ RO T-, ZOREF, 0.5 FFH
PLEMET 2 Z 12k 0, 8 BILLEAMREHM M2 ~ZH L7=23, 16 RERIINEAZ 1T - T H REHBORHY
M3 8 1~2 FIRREFRO bz (K17 (a) ) o R M2 1 6 mol/L MEfEZ Nz, [FIERIZ 80°C THNZL L
T 2 A, MBARFRIC L D57 1~2 BRRENSEH M3 ~EH L2 (K17 (b) ) . 7=, REH M3 *
T3 M2 % 6 mol/L HEfE 100°C THIEL L 72356 6. 80O°CTHIEN L 72354 & [RIERIZAG M3 25 1
~2FIRER OO (118) . THOHDRERNG, W M3 7213 M2 % 6 mol/L HEfET 80
~100°CTHIENT 2 & ARG M2 K UM M3 OSEBHEA M & 720 | S22l E M2 ~Efd 5 2 &
ITERVnWbo LB LN,

- 25 -



(a) (b)
120 4 120 4
100 A 100 A
— 80 4 S 1
st =
5 G0 o 5 60~
§ M3 § Ma
& 4 m M2 e 40 A m M2
A 20 4
0 4 n -
0 0.5 1 3 5 16 ] 0h 1 3 5 16
Tirme (k) Time (hi

P17 BEALEE (6 mol/LIEER, 80°C) 1Zd1T 5 AEM M2 K OMREHIM3 DR (%)

(a) &M M3, (b) & M2
RS . SMEAMOERERE (= b7 A — & LT lpgml) % 100pL £2Y | ABA 5%, 6 mol/L ¥l 15mL /1% T, 80°C
TIMEL (0, 0.5, 1, 3, 5 HROV16HEfE]) L7, ZAUTK ISmL ZMA 2%, P=F Lo —F/130mL T3 EHH L, WA REE, 2
& ) —)V/¥EE (1000 : 1) (Z¥fiE LT LC-MS/MS THIE L7z,

(a) (b)
120 - 120 -
00 4 00 4
— g — g
=5 =5
5 B 5 B
§ M3 § Ma
e 40 m M2 e 40 m M2
2 2
D D
005 1 3 518 005 1 3 518
Time (h) Tirne (h)

X18 Z\ERALEE (6 moV/LYEfER., 100°C) BT A EHMM2 M OMREIM3 D EIVER (%)

(a) B M3, (b) REH M2
BEE . BALA ORI (2 h 7 At— & LT 1lpugmL) % 100 WL 29 | A BRE% . 6 mol/L HifiE 15mL A% T, 100°C
THIEY (0, 0.5, 1, 3, 5 ROV16 HER) L7z, ZHICK 15mL ZNZ 7%, Y=Fx—7/L30mL T3 [EHH L, BEE2RER, £
& ) —/V/XE (1000 : 1) (Z¥fE L T LC-MS/MS THRIE L7z,

b. ¥ U v 7 ZAEETFTTORIE

~ Y v 7 AHFTICBWCTHEERILET 2 Z &1 X TR M2 & O M3 O SEHEHR AT
RODRE AT 5 Tee ICANTK B AF— 5 210> THIH R ONE % S3BL L. 15 B AT /KE R Ol o
BB E b, ZHUSRE M2 F 7213 EH M3 200 (0.1 ng) &, HEEEA N2 C (GRIRT O
Pl BE 13T 6 mol/L) 80°C T 2.5 IRFRIINEA L 7o, SO A V= F N T —TFT VRIS LT, ik 25 I =7
TLER [ 4) OKD 4) @] L. U M2 1 GC-MS/MS, @@ M3 1% LC-MS/MS THIE L7-,
ZORER, BEEL AU ST HGE L FRRIC, G M2 K OREY M3 OW TN A KL S 756
Rt M3 B2 BFRERD Lz (K19) , ZHRHOFRERNG, ~ b v 7 A3F T CRRRLEE L 75
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B HREY M2 R OME M3 OE#IREY & 720 | SERIRE M2 ~E#aT 5 Z LiFTcERrnb o
LEZ 5N,

120
100
&0 4

[=1] REmma
n 5B M2

EllfE=3ey)

40

20 4

1}

58t 200 53 P 30

19 < b Y v 7 AME T TORMMLE (80°C, 2.5I5H]) 12351T 2 REHIM2LK UMM DEIL =
R STVI

@ KRS % T A

HFE RO IFIEY Tl BREZ ML 2 7 £ F UL T 5 HiEE8AL TV D (A% —A41) ,
ZDORIGEMET ., REOMIBPREIM2~ERT 2 et 21T o7, HiERE0T v T ko HiEY &
FARIZ, AREIM3 (0.1 pg) # Fb= (0.5mL) KO Y 22 (0.05mL) ([ZiafE L, SEKEEE (0.2mL)
ZIMz CTIOCTISHMME LT, 15 5K OFIE N QK FERR 2 brEHk, 78 b=V UICHEEL
TLC-MS/MSTHIE L7z, EORER, EIM2ICE# L, REWM3O B — 7 13 S e o7 (6
(@) ) o FUNEEE LTy=Fr>z=—7/L (ImL) ZHWT, = T605M. MAKEEE (04mL) &%
JEERTGE S M2~ L . REBORBIMIITRD b o7 (&6 (b) ) , £ T,
FEfC X 2 AW oG G20 T b KERRE & [FER IS AREPIM3 0> D AGHIM2 ~ZS a3 2 st L=,
REM3 (0.1 pg) ZY=FLr—F/0 (ImL) (ZFEfR%, BFBEZIZXE (04mL) 2z, |ET
60 MRS S 7%, IR O EFRE L, 78 b= b U MIEMR L CLC-MS/MSTHIE L7z, £ Ok
T WEBR TlE3%., TR TIZ % MM~ LT- b DO D, RESDIERERONRYMI Th - 72 (&
6 (¢) . (d) . ZNOOFENS, EAFRFE T T, EMIIREHIM2~EH]H LTV H D
EEZ LIz, ZOREHIMID HARBHIM2~DZEHERNIE, K200 K 9 IZH#EIT L7 b o L HERI S 7z,
7B, (@ ~ @ OWTFhb, ROSEORMERERICE L& 2 b,

6 HEOKFEER, FEER N SRR Z W2 AEIM3 ) & REIM2 ~ DSOS IZ 31T 5 Rl R

. EIEE (%)
P VI i,; Hfz? PR | i | o
M2 M3
(a) | #EKEEE 02mL | F/bm 05mL, EU Y 0.05mL | 90°C 15 97 0 97
(b) | HEKEEEE 0.4 mL VIF)rz—F/L 1mL ¢l 60 102 0 102
(c) HEfz 0.4 mL VrF)rz—7/L 1mL ¢l 60 3 108 111
(d) XWE 0.4 mL YVxF )T —F)L | mL =ik 60 11 77 88
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OH O O o)

0 0
HaCw — > . +
3 ////\o coon H3C)J\O)J\CH3 HsC//S//\o O + 2CH,COOH
© HsC CHs O HsC CHs
REHIM3 M2

X120 MEKEERS 2 O T2 IM3 0> S ARG IM2 ~ D 28 #i

Z 2T, BOKEERR 2 O T AREIIM3 s S REIM2~ OB S R IEZ b 35 2 L & LT,
a. SUGTREE

FIEEEE LT b= UL, T N KOV TF NN —T V& AW E &2 N2 302 i
SEGEAE L., REWM3 (0.1 pg) 2880 (1 mL) (CW %, EAKERRE (0.5 mL) ZI0Z.
IR TO0 I fiE UTe, MEKERRE OWRMEEAE RIS RIS DT T D AIREMEN B 2 DTz, IO K%
bR (BEKEEREOWAIL140C) %, TOEE (HKEE L ) BB T5I=7 2B [ 4) @]
ZATV, LC-MS/MSTHIE L THREFIM2 DR 23R D72, & D L, miﬁtmuﬂmw =% a TR
BWEIRRNMSE LN (K21) , KA E LTV FLo—T L2 AVEEAICB 0T, oK
IR E Ipot=Z L, Bk (R6) DK 5T E & b I EEKFERE % 1 i - ﬁal?‘%ﬁ LR E I
T HLEDOEBEZ LN, ZNHDORERNG, WA M2 TICHKEREOACTRISTHZ L& Lz, 7o
B, BAEROBNZNE, VU BF LR :77 T DB TREIM2DREF S 72 < 7 D72, TEKEE
0.5 mLZ SOSICHWSD Z & & LTz,

Al

FERZRLUL 77 DLFILI -F EARAL

BNz ()

X121 HEKEEE 2 O TG IM3 0> O REIM2 ~ D B S 2 38 1T 5 OGS TR o § 288
Y M2 ORISR

b. SUGREH
REHPIM3 (0.1 ng) ITHEKEERE (0.5 mL) ZA1%, iR TLl, 5. 10, 3060 HI)Is L, #%ikd 2
S=A TR [ (4) @] 217V, LC-MS/MS THIE L TREMIM2D IR Z R T-, ZDFER. K
53 CRAF72BIER DS B 4L, ARETIM3 XK EERE 2 N 2 72 B IAGEIM2~ERT 5 b D LB b
71 (£7) .
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7 MEKEERE Z O T2 A IM3 D S ARG IM2~ D ZE RS S 3BT 2 SOGFER & AR IM2 0 [RIL =R
PSR | B
(7) (%)
1 101
5 100
10 105
30 100
60 103

c. ¥ VU w7 ZIME T TORBIMID HAGHPIM2~ D ZE

~ hU v 7 AHFTFICEBW T HAEERER & RIS, BAEREZ W25 2 L2 L > TREHM3 2 B
MIM2~ZEHS 2 IR 24T o 72, ICANC K Z W T A S — 222060 fh, BBRALER K ORISR &2 170,
BN EEYICARHIMSI (0.1 pug) iRtk BKERE (0.5mL) 2% CHEIR TGS, ZhvE
BB HI=H T LR [ 4) QKD 4) @) Z11-o71%., REPM2IZGC-MSMS, REFPM3ITLC-
MSMSTHIE L7z, TORER, ~ b v 7 AFFTF T, EHERZHWZESA & L TRUEDOEITN
< SR TIE607 MbUG ST HRBIM2OEILERH49% & 727z (X22) , 2T, v U w7 R
HAF T ORISR K ORISR 2 it L, £ OfER, 80°CTI0 MLl EINET2 Z iz kv, Rt
M3ITREIM2~ERL L, REBORBHIMIITRD e hotz (K22) . ZHEDMERNL, VT
S — T VERYA TR DTSR KRR % I 2 T80°C TIS4IME L. M3 2 M2 ~ZE#ad 5
ekl

100
=20
= BD kA3
i
B 40 M2
(@]
20
8]
10 15 60 )
(min)
20°C

X22 = RV v ZRIAFF CTOMKERRZ T2 IM3 0 S R IM2~ D 25 #
ek lcaic
R M3 0.1 pg

(4) =07 K5
U BN =HT A [Inertsep SI (1 g/6mL) 1 ZAWTRERZRE Lz,

D= h 7 AE—Fh

T h7AE—F (0.1pg) ZEEHER=F Vin-~FH > (1:9) ImLIZIEfELTCI =T LCAMLTEED
A, BT Vin-~F 2 (1:9) 10mLTIHEHET ., =T Vn-~FH%> (3:17) 8mLTHEH L
7= (R8) . Tz, EHE=TF V/n-~FH > (1:9) 10mLCTHFHK, Bt~ F Lin-~F%> (3:17)
10mL TN+ &L LT,
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#F8 T hRTAB—R DY BTN =HTLANELDEIE (%)

FEle — F L /n-~5% 4 " . )
At ~ 49 Wil —F L /n-~FH > (3:17)
10 mL 02mL | 24mL | 46mL | 6-8mL | 810mL &5t
0 0 9 62 21 3 0 95

T hZ7AE—HKO0.1pg

O M2

KRS 2 O T AREIIMB ) H RETIM2 ~ D S 21T o T2 1% . ROSIR (EKEERZ0.5S mL) % % D
FEVVITNI =N T L TR D H LR Uic, REHM2 (0.1 pg) % HKFEHE (0.5mL) (ZIEF
%, BT Vin-~FH L (1:9) SmLaMx TERAL, S=AT7LIAMLIZE A, Hifg=TF/V/n-
~FT (1:9) 10mLTIREHET, BT Vin-~%H 2 (1:4) 15mLTEHLE (B9 . 20k
Ko, Wi FVin-~F % (1:9) 10mLTHE LI2E, B F/Vin-~FH 2 (1:4) 20mLTH
H2pZ ke Uiz, o, HKEHRIIEIE = F Vin-~F% > (1:9) TOPFEIIIRE L,

9 REMM2OL ) BN =H T LSRR (%)

WS —F )L /n-~ .
7 /- > .

15 2 (1:9) FElRE = F )L /n-~F%H2 (1:4)

0-5mL 5-10 mL 0-5mL 5-10mL | 10-15mL | 15-20mL | 20-25 mL &Et

0 0 0 6 59 33 0 0 98
REH M2 0.1 ug

~ MU v 7 AME T CTOBERLIRIC I 1T D EIM2 D[RR 2 5K 6D B RO R T2 e Lz, 1R
FYIM2EHERE =T Vin-~FH 2 (1:4) 2mLICIEE L CI =07 KA LT & 2 A, BiE=F /Vin-~
T2 (1:4) SmLTIIEHET, BE=F Ln-~FH > 3:7) SmLTIEH L (F£10) , 2079,
Wifg— F Vin-~F%H% > (1:4) SmLTHEE, BT Vin-~%%> 3:7) 10mLTHEHNTLHZEEL
77

#10 RIPIM2DL U B HF LI =HF L HOEINE (%)

fife = F )L /n-~~F- L
T i 244 Wefg—F vin-~%4%> (3 :7)
5mL 0-2 mL 2-4 mL 4-6 mL 6-8mL |810mL | &3
0 0 0 44 57 2 0 103

KR M2 0.1 pg

O M3

~ U v 7 AT T CTORMBBILIRIZ BT D REHMID[EI R % R oD H B ORERGIEE RE L, R
#HPM3 (0.1 ng) ZEEE=F Vin-~FH 2 (1:4) 2mLIZEfRE LTI =D T MMZAM LIz E 2 A, FifR
TF~FH L (1:4) 5mL, B F L/ ~FH> (3:7) 10mL, FifE—F/Ln-~FH> (1:1) 10
mL CIRE S, BT U n-~F 52 /X2 (100:100: 1)20mL TIAEH L7z (E11) . 20, Figx
Fouin-~F%H> (1:4) 5mL, FEfg=F L/n-~FH%> (3:7) 10mL, FEfg=F L/n-~FH%> (1:1) 10
mL CHF L7, BEE =T L /n-~F42 /50 (100:100: )20 mL CIEHT5 2 & & LTz,
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11 REMIDOL Y AHFNI=H T LNEDEIEE (%)
Wefg—F /L | i~/ | Hife—F /L
L e e A e i FERR T /L n-~3H> /%% (100: 100 1)
AT | (1:4) (3:7) (1:1)
5mL 10 mL 10 mL Ioni 5mlL° 110n£5 1I5n50 2&55 ~a
0 0 0 0 0 48 44 4 0 9%

REH M3 0.1 ug

~ MU w7 ZIAF T T OEREER A T2 BSOS
Bt Lic, BEER T, fAEBIYM3ICEOKERRZ N2 5 & E
<) HAFTF TR LIz, ZORER, HHRTF /Lin-~FH > (1:

<~ U w72 (ITAIC
B9, Wi F L/ ~F 2 (1:4) 20mLTEHL L7 (SEM2,
15 mL CARZHOMHMIDNIBEH L (F12) . =

BT, REIM3 D[RR 2 KD B B DR
HIZREIM2A~EHL L CLE D720,

9) 10 mLTIFIEH

WEfR = F )V n-~FY /X (100:100: 1)

DOFERING . = F Vin-~FH% > (1:9) 10mLT

Yol L7214, B = F vin-~FH > (1:4) 20mL CREIM2 2% H L, BERE=F /L /n-~FH /0 (100:

100:1)20 mLCGHPIM3IZ AT D 2 & & Uiz, 7ok, BKERRRIIERE =T Vin-~FH> (1:9) TD
YErgr o3 s Uiz,
#12 <~ hU w7 ZHEETFTTORFFYIMIO Y BFIIL I =0T L 5OEIER (%)
1% 1%
T MR T i ek R ast
/n-~FH /n-~ S
(1:9 v (1:4) (1003100 1) (s
TR AR CEl M2
W ) ] 0-5 | 5-10 | 10-15 | 15-20 | 20-25
0-5 mL 5-10 mL 20 mL mL ml mlL mL mL {;ﬂ%
L) 0 0 0 23 0 0 0 0 0 23
M2 %
R
3 0 0 0 0 0 67 3 0 0 70
KR M3 0.1 pg
B izl

(5) E—2BREORE~ N v 7 AOWE~DEE
WS L7 5l (Ax—202) ZHNWT~ MY v 7 ARIERERTE (0.5ng/mL, #R£H0.01 ppmiHY) %3
L B ERIR K O~ N Uy 7 ZARIEERIR 2 28 BAZH#R 0 IR LIE LTz, Z£ORER, = h 7 At&—
N AREIM2O WG | IEEAEYERRIR O — 7@7“*~ U7 (M23-1%ONX23-2) o~ RV v 7 A2k
LR (F13) RO LILZ, GC-MSMSHIEIZHIT 2 B — I R~ YU v 7 ADORBOUGEIZIZE
VF)/71®%Mﬁﬁ%f%é_k#ﬁ%h1wéo%_T\&UVF)/7X&LTTJE%V/
7' =a—/)L (PEG) 300% W2 lE 2 et Lz, AR R O~ b Y » 7 ATRNIIEAERR IR A 1 mLER
V. PEG300 + 7 K v/n-~FH%> (1:1) & (005, 0.1, 02w/Nv%) 100 L=z T, E—7 k&
O~ Y w7 ZAOBELE LTz, TORFE., PEG300ZFMNT 5 ZLiIck->T, = b7 A®— RO
HOM2DONT I G | IR O ©— 7 R e L (K23- 1K 0K23-2) . ¥ b U v 7 ADES I
Fh&EL ootz (FE13) . %ﬁu@“éPEGsooiﬁifﬁm&%f“ (0.05, 0.1, 02w/%) IZXDE—=7IRL~ F
Uy 7 ZADEEDRKE IREWTFRO BRI o7, iR DOPEG300% K A 1EANT 5 & L@ HYT 5 Al
HEMED B D 700D TRIEAEHEYA I M ORISR T mLIZ, 0.1 wV%PEG300 « 7 h v/n-~FH%r (1:1) &
WA100 lLinx CHESTHZ & & LT,
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(a) (b) {c) (d)

12500 - 12500 - 12500 - 12500 -
10000 4 10000 4 1o000 4 10000 4
7500 A 7500 7500 A 7500 o
5000 5000 5000 5000 4
2500 2500 o 2500 2500 4

a r - - - 1 a T T T 1 a r T 1 a T r T 1

248 10 101 102 103 104 a4 11 04 102 103 2.9 10 101 102 103 2.9 10 01 102 103

Time {min) Time {min) Time {min) Time {min)

[423-1 = F7 At— MEREREK (0.5ng/mL) O v~ 7T L
AN L7ZPEG3001AIE DR () 0. (b) 0.05wA%. (c) 0.1w~n%., (d) 02wi%

(a) (bj {c) (d)

20000 4 20000 4 20000 - 20000 4
15000 4 13000 4 15000 4 13000 4
10000 4 10039 4 10000 - 10000 A
s000 000 000 4 S000 4
a T 1 a T T T 1 a T T a T T T 1
a4 a.5 9.5 a.7 9.8 9.4 a3 a.a ar a3 9.4 9.3 9.5 a.7 243 a4 a3 .3 a7 9.3
Time {min) Time {min) Time {min] Tim= {min)

[423-2 REHMAZERERK (0.5ng/mL) D7 v~ 7T A
WINL7-PEG300I&IE DL (a) 0. (b) 0.05w/~%. (c) 0.1 wv%., (d) 02w/ "%

13 WE MY 7 ADRE~DRE

@%;}%&P(E;i 2/2 ){ﬁ TR AE—F | REH M
0 121 1.26
0.05 118 1.17
0.1 1.13 1.17
0.2 111 1.18

* EIEAREESII T D~ b Y v 7 AR R O ¥ — 7 i L
PRI ;0.5 ng/mL (0.01 ppm#AH4)
B iz Aaiz

3. BShnEIGEER

BEEYI ARG (F2FRE, TASVWERIZAIZL) ZHWT, BEHZERERA (0.01 ppm) MK OEYE(E
BREE (03ppm) O b7 At— ~ REHM2E OREHIMIZ RN L, EBRFIED [7. RBREK O]
ZHEV, SO TOUSMIBNGERER % 2k Uiz, 7233, REM2 & OEIIM3 ITAH AIZ BT 5 7=, (G
PIM3 D HBINZEMEIGRER 21T > 72, WNEGRERIZIS T 25O 7 7 o 7 38k, IINEEH % ONEliIY
H100% A0 Y DIRBHERERIK DNER 7 o~ 7T A& K24~29TR Ui, £, HRBLDT T 0 78
BrOREFEN 2 =2 N AF T b (TIC) 7 v~ 7T A%EK30IZR LT,
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(1) P
WTHOERIZBNTYH, EEZETHIE—7iIImBan T, @RMEERFTH-o7- (F14-1ED
#14-2)

#14-1 BIRMEOFHM (PEG300AHIN)

cEmR | men |pmpy R QN ERAOHE E—oE (&S iRt
DIHRIEEY BRE (ni,kg) (ppm) ﬁ(,ﬂfﬁ«? Bk spse | BHRE I5vy ThUvIREMEERES | @GS Pl
(ppm) F BE0H [ n=1 =2 | Fg() | n=1 n=2 | 5 b) | E@Ib) |
f-FhE 0.01 0.3 0.3 E 2.0 0.3 < 0.100 HiE 0 0 0 390916 391195 391056 0.000 (@]
TAEL 0.01 0.3 0.3 EaE 0.3 < 0.100 miE 0 0 0 456586 495712 476149 0.000 O
ThoAE—F [TAlzX 0.01 0.3 0.3 EaE 0.3 < 0.100 miE 0 0 0 746160 806120 776140 0.000 O
f-FhE 0.01 0.3 0.01 ERER | 0.01 < 0.333 ki 0 0 0 26769 28062 27416 0.000 e}
TASLY 0.01 0.3 0.01 ERERN | 0.01 < 0.333 ki 0 0 0 39972 45797 42884 0.000 e}
[2AlzX 0.01 0.3 0.01 EREMN | 0.01 <0.333 HiE 0 0 0 58423 59342 58883 0.000 O
FEhRE 0.01 0.3 0.3 EaE 0.3 < 0.100 miE 0 0 0 349249 368380 358815 0.000 O
TAEL 0.01 0.3 0.3 EaE 0.3 < 0.100 miE 0 0 0 349249 368380 358815 0.000 O
M [2Alz 0.01 0.3 0.3 EM{E 0.3 < 0.100 ki 0 0 0 847993 907052 877523 0.000 e}
f-FhE 0.01 0.3 0.01 EREMN | 0.01 < 0.333 ki 0 0 0 26587 26225 26406 0.000 e}
TASLY 0.01 0.3 0.01 EREMN | 0.01 <0.333 HiE 0 0 0 27450 26500 26975 0.000 O
[TAlZX 0.01 0.3 0.01 EREBFR| 0.01 <0.333 miE 0 0 0 28751 29274 29013 0.000 O
=FEhRE 0.01 0.3 0.3 EaE 0.3 < 0.100 miE 0 0 0 609539 602528 606033 0.000 O
TASLY 0.01 0.3 0.3 EM{E 0.3 < 0.100 ki 0 0 0 612183 616583 614383 0.000 O
BIMG [ZAlz 0.01 0.3 0.3 E 2.0 0.3 < 0.100 ki 0 0 0 778681 784380 781530 0.000 e}
f-FhE 0.01 0.3 0.01 EREMN | 0.01 <0.333 HiE 0 0 0 21836 21176 21506 0.000 (@]
TAEL 0.01 0.3 0.01 ERBF| 0.01 <0.333 miE 0 0 0 31511 30622 31067 0.000 O
[TAlZX 0.01 0.3 0.01 ERBF| 0.01 <0.333 miE 0 0 0 36689 37478 37084 0.000 O
1 IRTAE—hELTDRE
2 I5L oM. BOIRISEALTHE L SRASHET 5. (BECHUTRIBEAERS.)
3 BEORENT HERE LA 5E5 (2, TS VRHORBEE MU EERE (IR v ) R FIMEEE R A0S,
TR EE— BRI DT BB L BEEROE—E R (BE) ROETEEL,
4 EH(ES) KA, B~ O EREOHEAECELT HBAIEIO). BALEVESISE x JERHT 5.
#1422 FRMEORHE (PEG3007N)
= Py [ IEE—) DR FEEOHE E—HEH (S 2 -
pisgican | kas | OO | RO | EIRE BERE | g | ERUE I3y <R R R | WAED | o
(ppm) : BEOH [ n=1 n=2 | ¥ (@) | n=t n=2 | ¥(b) | @b |
t-Fh¥ 0.01 0.3 0.3 2@ | 03 <0.100 Eik 0 0 0 401367 | 375468 | 388417 0.000 o
TAS 0.01 0.3 0.3 F 1104 0.3 < 0.100 ki g 0 0 0 402693 378517 390605 0.000 O
TRt 1zAlz¢ 0.01 0.3 0.3 2@ | 03 <0.100 Eik 0 0 0 835885 | 847131 | 841508 0.000 o
f-FhE 0.01 0.3 0.01 ERBSF | 0.01 <0.333 ki g 0 0 0 24362 24459 24411 0.000 O
TAS 0.01 0.3 0.01 ERBSF | 0.01 <0.333 ki g 0 0 0 47597 47907 47752 0.000 O
[2AIZ< 0.01 0.3 0.01 ERESH | 0.01 <0.333 miE 0 0 0 53975 54556 54265 0.000 (@]
t=FEhE 0.01 0.3 0.3 A A 0.3 < 0.100 miE 0 0 0 378351 378206 378279 0.000 (@]
TAELY 0.01 0.3 0.3 A A 0.3 < 0.100 miE 0 0 0 378351 358206 368279 0.000 @]
KM [TAIZX 0.01 0.3 0.3 A A 0.3 < 0.100 miE 0 0 0 847993 907052 877523 0.000 (@]
f=FhE 0.01 0.3 0.01 ERESH | 0.01 <0.333 miE 0 0 0 18981 19144 19063 0.000 (@]
TAELY 0.01 0.3 0.01 EeRRBH | 0.01 <0.333 miE 0 0 0 33752 34451 34101 0.000 O
[TAIZX 0.01 0.3 0.01 EeRRBH | 0.01 <0.333 miE 0 50 25 20880 22153 21516 0.001 O
t=FEhE 0.01 0.3 0.3 AAEE 0.3 < 0.100 miE 0 0 0 522478 571975 547226 0.000 O
ThEL 0.01 0.3 0.3 B A E 0.3 < 0.100 miE 0 0 0 577982 570740 574361 0.000 O
KM [TAIZX 0.01 0.3 0.3 EAEE 0.3 < 0.100 miE 0 0 0 689497 692275 690886 0.000 O
t=FEhE 0.01 0.3 0.01 EeRRBH | 0.01 <0.333 miE 0 0 0 16649 18094 17371 0.000 O
TAELY 0.01 0.3 0.01 EeRRBH | 0.01 <0.333 miE 0 0 0 25699 25562 25631 0.000 O
[TAIZX 0.01 0.3 0.01 EeRRBH | 0.01 <0.333 miE 0 0 0 32328 30441 31384 0.000 O

1 IRIAE—ELTORE

FHES B (BEICHLTRBEAZTS.)
AP ORENTFHEREIRLISRDLIIZ, TZ205 RERA R CHRUARERR (TR VIR BIMREBRR) ALD,
BHHEE—IMNBBESNEA IS (2R BERROE—VEH (BE) EROLECTERL,

4 B (BO LM IEE—IOHBRERAOFHEEEETHHEEICEIOL BEELEWERIZET x 1ZRHT 5.

(2) HEEROIHTRE

B N OV RS & 2615-1 )L 0% 1521278 L 7=, PEG300% IIEICHIE L7ziad™T 7 A — b,
KM L ORGEIM3 D B 132112194 ~103%., 98~113% KL V94~111%TH v . GHTHEILZEN
Zi1.8~3.9%. 1.6~4.9%M V3.1~57% T >7=, £7-. PEG300ZHIML CTHIE L72HED0~ F 7 Ak
— b, ARHEIM2 K OHGEHIM3 D ELFE 122 1 EH92~104% ., 94~106%} 1N93~101%TdH ¥ . HHTREE I
TNEN25~55%, 2.8~45%KUV2.8~7.6%ThH o7z, WTNDOEA S BIFRFERENG DAL, 24T
MiTA KT A4 L OEEROKED HEEAWT- Lz, £7-, ERBFEEORIEEN AL —
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7 DS/NIE. PEG300Z I8¢ IE L7234 TliE305~669, PEG300% ¥h0 L CHllE L7-84 Tlx369~
857 TL /2, SINZI0MXELNT- (Fl6-1KEL6-2)

#15-1 BHEKLOHE (PEG300AEIN)

shsakan sps | TERF | BEE | mmes RER EURE (%) HE | BHTRE
(mgkg) | (ppm) o) | pmx | g | s | 0=t | n=2 | n=3 | n=4 | n=5 | %) | (RsD%)
f-EhE 0.01 0.3 0.3 24300 7809 0.9995 99 99 102 101 97 100 2.3
TAZLY 0.01 0.3 0.3 28241 2596 0.9991 97 93 98 96 94 96 1.9
ThoAE—h [2AlzX 0.01 0.3 0.3 53014 -26487 0.9989 102 99 101 102 98 101 1.8
f-EhE 0.01 0.3 0.01 38652 -213 0.9969 101 101 101 104 109 103 3.5
TAZLY 0.01 0.3 0.01 70249 -311 0.9933 89 97 92 98 95 94 3.9
[2AlzX 0.01 0.3 0.01 100207 624 0.9972 98 101 104 99 102 101 25
f-EhE 0.01 0.3 0.3 20736 -10503 0.9947 106 108 108 109 116 109 3.4
TAZLY 0.01 0.3 0.3 20054 -9921 0.9958 109 112 112 113 117 113 26
- [2AlzX 0.01 0.3 0.3 54394 -19111 0.9941 103 105 95 99 104 101 4.2
Rmm f-EhE 0.01 0.3 0.01 45374 -774 0.9988 102 106 102 101 103 103 1.9
TAZLY 0.01 0.3 0.01 46547 -2034 0.9933 101 101 94 93 103 98 49
[2Alz 0.01 0.3 0.01 53005 -265 0.9967 100 104 101 102 101 102 1.6
f-EhE 0.01 0.3 0.3 35335 5130 0.9953 93 102 96 89 92 94 52
TAZLY 0.01 0.3 0.3 34819 11440 0.9942 97 101 98 91 93 96 4.3
- [2Alz 0.01 0.3 0.3 48514 17542 0.9941 101 103 96 97 96 98 3.2
KM f-EhE 0.01 0.3 0.01 34557 -185 0.9982 108 107 105 97 97 103 52
TAZLY 0.01 0.3 0.01 53623 963 0.9931 94 104 105 109 99 102 57
[2Alz 0.01 0.3 0.01 59756 -1532 0.9918 105 113 112 110 114 111 3.1

1 IFIA—hELTORE

#1522 HEKLOKEE (PEG300¥sIN)

shnakan sps | TERF | BEE | mmes RER EURE (%) HE | pHTRE
(mgkg) | (ppm) Gom) [ jmx | ogp | s | 0=t | n=2 | n=3 | n=4 | n=5 | %) | (RsD%)
FEh® | 001 03 03 24307 | -1602 | 09993 | 93 90 95 % 90 93 30
<AL | 001 03 03 23502 | 4782 | 09989 | 95 94 97 100 % % 25
[ZAl=< 0.01 03 03 44404 | 52559 | 09980 | 109 105 107 102 % 104 48
ThIAE—t FEh= 0.01 03 0.01 40280 1769 | 0.9975 106 102 98 108 95 102 5.5
TAELN | 001 03 0.01 100010 | -2987 | 0.9991 | 86 93 95 94 93 92 40
[ZAl=< 0.01 03 0.01 105319 | -1210 | 0.9938 | 99 101 a7 94 100 98 27
rERE | 001 03 03 20026 | 6734 | 0.9%91 | 102 104 112 109 102 106 43
TAELN | 001 03 03 20010 | -6643 | 0.9991 | 102 105 112 110 102 106 43
[ZAl=< 0.01 03 03 51262 | -3394 | 09979 | 98 100 103 98 109 102 45
REIM =T o001 03 0.01 40797 | 225 | oevs4 | o4 103 97 95 94 97 4.0
TAELN | 001 03 0.01 68613 | -985 | 0.9958 | 100 98 95 93 94 9% 2.8
[ZAl=< 0.01 03 0.01 50355 | -1454 | 0.9953 | 89 93 94 % % 94 29
f=FhE 0.01 0.3 0.3 33340 201 0.9982 90 95 97 93 94 94 238
TAELN | 001 03 03 34145 | 13654 | 0.9994 | 90 a7 94 92 92 93 30
[ZAl=< 0.01 03 03 43203 | 36669 | 0.9974 | 99 108 93 95 88 a7 76
REIMS = T 001 03 0.01 35453 | 415 | 0.9981 | 94 90 103 98 101 97 56
TAELN | 001 03 0.01 52148 | 857 | 0.9966 | 97 a7 100 104 106 101 43
[ZAl=< 0.01 03 0.01 60707 | 2704 | 0.9976 | 96 90 103 98 99 a7 53

1 IRTAE—RELTORE
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#16-1 TEBRREORIREINSEONT-E—27 OS/N (PEG300AR UM

o= P [ ==Y K

SEHRIEEY| BAE ﬁiﬂ‘fj (gpff ﬁ?”’ﬁf EERA SN
ppm) | DFFE" | o | M | g
t=FhE 0.01 0.3 0.01 SIN 454 884 669
IrTA—k |TASLY 0.01 0.3 0.01 SIN 665 284 475
[2AlzX 0.01 0.3 0.01 SIN 285 326 305
=FEhFE 0.01 0.3 0.01 SIN 555 643 599
KM TASLY 0.01 0.3 0.01 SIN 126 555 341
[2AlzX 0.01 0.3 0.01 SIN 616 642 629
=FEhE 0.01 0.3 0.01 SIN 713 562 637
K HEM3 TASLY 0.01 0.3 0.01 SIN 666 581 624
[2AlzX 0.01 0.3 0.01 SIN 388 541 465

1 IRTA—hELTOIRE
*2 SINERDZBEMNHBHEEITIFI[SINIERTEN S,
*3 {oNfzBEIREDQ P THRAEEZEZHE—Y (Max) RUR/MEZEZHE—S (Mn.) DENZTNDSINERHEZ

#16-2 TEBREEORINFE NS LN E—27 OS/N (PEG300%sI)

= 5 o can g = 3

pitsgicen was | ooo | Ceh | SRR EER >
E Max. | Min. FHiE
f-FhE 0.01 0.3 0.01 SIN 686 200 443
IbTA—bk |TASLY 0.01 0.3 0.01 S/N 772 768 770
1I2A1=X 0.01 0.3 0.01 S/N 359 592 476
f-FhE 0.01 0.3 0.01 SIN 576 292 434
R#M2 | TASW 0.01 0.3 0.01 SIN 736 978 857
1IZAIZK 0.01 0.3 0.01 S/N 447 403 425
f=FhE 0.01 0.3 0.01 S/N 316 607 462
REHM3 | TASL 0.01 0.3 0.01 S/N 262 482 372
1IZAIZ< 0.01 0.3 0.01 SIN 287 452 369

1 IRIAE—LELTORE
2 SINGERDOELENHBHEITIEISINIERTEN S,
*3 {FoNf-EIREDNHTRAEESZHE—Y (Max) RUB/MEZ S Z HE—7 (Mn.) DZRZIDSINERDHSD.

(3) B~ U v 7 ADRE~DOWE

b~ NV > 7 ZDORE~OEEE T 17-1 R OF 17-2 1R Lic, BOMENGRER (23517 5 [BIIER 100%
FH Y IR OISR BEREAERIRIC T2~ U w7 AUIEERIR O B — 7 mfE 2R 7=, T ORER,
PEG300 Z I3 ICHlE LA 0= b7 A '— b, G M2 L O M3 OB — 7 [mifE L%
NEH 1.03~1.17, 1.08~1.18 ¥ 1.03~1.18 TH-7-, F7=. PEG300 2RI L CTHIE L7=HEDO= K
7 At— bk, G M2 KO M3 O v — 7 mfEtlZE £ 1.01~1.14,, 0.97~1.11 X 1.01~
1.09 & 72V | PEG300 DA EIZ L 6§, RERFEITFED benr o7z, PEG300 Z I TICHIE L7z
LAE, BRI CT — U IR BT, PEG300 2R L CHIE L= HAE B e —2

IR T BT,
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#17-1

Wk~ B Y 7 ZDORE~D

B 98
oA

(PEG300A#IN)

= ; P E—VERES "
SiFRRIEAN &% (Eniffjf ﬁfﬂf ﬁfs;? WA |, | SrUvoARmmeEa ARBERR E—omm
(mgll) | B=og | 777 n=1 n=2 Fiy n=1 n=2 Ty | (BOL®

f=FEhRE 0.01 0.3 0.3 0.015 miE 0 390916 | 391195 | 391056 | 365825 | 367402 | 366613 1.07

TAELY 0.01 0.3 0.3 0.015 miE 0 456586 | 495712 | 476149 | 421518 | 444894 | 433206 1.10

ThRoAt—F [ZAIZ 0.01 0.3 0.3 0.015 miE 0 746160 | 806120 | 776140 | 762333 | 681403 | 721868 1.08
tFEhRE 0.01 0.3 0.01 0.0005 i 0 26769 28062 27416 22714 24327 23521 117

TAZLY 0.01 0.3 0.01 0.0005 miE 0 39972 45797 42884 40342 42718 41530 1.03

[2AIZX 0.01 0.3 0.01 0.0005 miE 0 58423 59342 58883 51679 51882 51780 1.14

t=FhE 0.01 0.3 0.3 0.015 miE 0 349249 | 368380 | 358815 | 317419 | 318081 | 317750 1.13

TASLY 0.01 0.3 0.3 0.015 i 0 349249 | 368380 | 358815 | 338402 | 304838 | 321620 1.12

BN [ZAl=< 0.01 0.3 0.3 0.015 miE 0 847993 | 907052 | 877523 | 816181 | 811747 | 813964 1.08
f=FEhRE 0.01 0.3 0.01 0.0005 miE 0 26587 26225 | 26406 22396 22268 22332 1.18

TAELY 0.01 0.3 0.01 0.0005 miE 0 27450 26500 26975 23742 24746 24244 1.1

[2AIZ 0.01 0.3 0.01 0.0005 miE 0 28751 29274 29013 27158 26359 26759 1.08

tFhE 0.01 0.3 0.3 0.015 i 0 609539 | 602528 | 606033 | 573868 | 594567 | 584217 1.04

TAZLY 0.01 0.3 0.3 0.015 miE 0 612183 | 616583 | 614383 | 578761 | 548736 | 563749 1.09

P [2AIZX 0.01 0.3 0.3 0.015 miE 0 778681 | 784380 | 781530 | 765788 | 749986 | 757887 1.03
t=FhE 0.01 0.3 0.01 0.0005 miE 0 21836 21176 21506 19389 17986 18688 1.15

TAELY 0.01 0.3 0.01 0.0005 miE 0 31511 30622 31067 28984 28714 28849 1.08

[ZAl=< 0.01 0.3 0.01 0.0005 miE 0 36689 37478 37084 31229 31734 31481 1.18

*

*

w

*4

%
o o

IrTA—FELTORE

ARINEMRERERIZE 1 HEURE100%E HIREITEHELS 1T, TV VB OMBRBRT
TR YR FIARE B R R PR EREBRROIRIRE (2@ L RIELAERIN DTS 5. (BEICECTRBEAZTS.)

TIVIITE—IRROONIZIHEITE. TRV IR FIMBERROMBEERI TSV EEELSIVEZRL S,
TR YIRFMBERRSHBRLB DIV IRBORBRERERAVTHAET S,
MR FIREFROBREFERRITRHTIE—VER(REES) OLLERDD,

ARMUARER R (TN v O R BRIREERR) RUEHE CRBMUARER R CRIERERR) £ERT 5.

#1722 Wk~ b v 7 2OWE~DFE (PEG300VRIN)
- ; | EEEE E—VE#H (&S
SRR AN 254 il B ”ﬁg’gp’fﬁ RE (@R ] o, [ PSRRI ERRERR C—mH
(mgl) | BEos | 777 n=1 n=2 | Tty | n= =2 | w8 | EHK®

f-EhE 0.01 0.3 0.3 0.015 i 0 401367 | 375468 | 388417 | 365766 | 357402 | 366584 1.06

TAELY 0.01 0.3 0.3 0.015 miE 0 402693 | 378517 | 390605 | 360748 | 348884 | 354816 1.10

Thop—p A 0.01 0.3 03 0.015 ik 0 835885 | 847131 | 841508 | 700695 | 811747 | 756221 1.11
f=FEhRE 0.01 0.3 0.01 0.0005 miE 0 24362 24459 24411 20788 22050 21419 1.14

TASLY 0.01 0.3 0.01 0.0005 miE 0 47597 47907 47752 47319 46969 47144 1.01

[2AIZ 0.01 0.3 0.01 0.0005 miE 0 53975 54556 54265 50488 49623 50055 1.08

t=FhE 0.01 0.3 0.3 0.015 miE 0 378351 | 378206 | 378279 | 347356 | 345205 | 346281 1.09

TASLY 0.01 0.3 0.3 0.015 miE 0 378351 | 358206 | 368279 | 327356 | 337773 | 332565 1.1

B2 [2Al=< 0.01 0.3 0.3 0.015 miE 0 847993 | 907052 | 877523 | 780230 | 816181 | 798206 1.10
=FhE 0.01 0.3 0.01 0.0005 miE 0 18981 19144 19063 18058 18604 18331 1.04

TAELY 0.01 0.3 0.01 0.0005 miE 0 33752 34451 34101 35844 34461 35153 0.97

[2Alz 0.01 0.3 0.01 0.0005 i 0 20880 22153 21516 18165 21534 19850 1.08

f=FERE 0.01 0.3 0.3 0.015 miE 0 522478 | 571975 | 547226 | 496286 | 513307 | 504797 1.08

TAELY 0.01 0.3 0.3 0.015 miE 0 577982 | 570740 | 574361 | 534018 | 521572 | 527795 1.09

RSV [2AIZ 0.01 0.3 0.3 0.015 miE 0 689497 | 692275 | 690886 | 664847 | 641848 | 653348 1.06
tFEhRE 0.01 0.3 0.01 0.0005 i 0 16649 18094 17371 16750 17738 17244 1.01

TASLY 0.01 0.3 0.01 0.0005 miE 0 25699 25562 25631 25941 24407 25174 1.02

[2AIZ 0.01 0.3 0.01 0.0005 miE 0 32328 30441 31384 28627 28942 28784 1.09

*1

*

*
W N

*

(4]

*

o

IrTA—FELTORE

ARNNEURERER I3 (+ B EIURFE100% M HIREITE D LSIZ, TS0 VK DF
TRV TR FIMREE R R R AR AR

\BRIA &

TIVYITE—IDRBHLNTAZEITE, IR FIMEEBRBROEE TS IEEZELSIVEZRA LS,

TR FIBERRITHR LB OISV VB ORBRAREANT

AR B,

TRYYIRFIBERROBEBERRIET HE—VEE (RTEHS) DLLERDD,
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T hT7AE—}h
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00000 -
200000 4
100000 -+
u} T T 1
] 101 103 105
Time (min)
00000 -
300000 4 *
200000 5
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o T T 1
] 101 103 105
Time (min)
400000
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200000 4
100000
u}
9.4 101 103 1058
Time (min)
24-1
~ 7T L

500000

400000

300000

200000

100000

BO0000
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300000

200000

100000

500000

400000

300000

200000

100000

R M2

T T 1
9.3 95 a.7 9.4
Time {min)
T T 1
9.3 95 a7 ]
Time Cmin)
9.3 95 a7 ]
Time (min

R M3

500000 5
400000 -+
200000 -
200000 5

100000 -

BO0000

400000

300000 4

200000

100000

500000

400000

200000 5

200000 4

100000 -

T T 1
9.3 a5 a7 9.4
Time (min)
T T 1
9.3 a5 a7 9.4
Time (min)
9.3 a5 a7 b
Time (min

b T B o RIERER T [EIILER 100% 402 OREHEEL (15 ng/mL)
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T hT7AE—]
400000 -
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u} T r 1
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Time (min)
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u} T T 1
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o T r 1
] 101 103 105
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24-2
[N

IS A A NI LR ) |
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BO0000
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R M3
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200000 4
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200000 4

100000 -

9.3 a5 a.7 b
Time (min)
T T 1
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Time (min)

9.3 a5 a7 9.4
Time (min)

e T EIUNER 100%FH 2 OFEHEZEE (15 ng/mL)

SSMEEIREE (03ppm) TOWMEIGAER (72F A E. PEG300 i) IZB 1T 2REM R v~



FEVEEEE (0.3ppm) TOUHIENLERER (TA &V, PEG300 RFM) 2B A2 EMR I 0

T hT7AE—]
400000 -
300000
200000
100000 4
o T T 1
9.4 101 103 1058
Time (min)
400000
300000 4
200000
100000 -
u} T T 1
9.4 101 103 1058
Time (min)
400000 -
300000 4
200000 A
100000 -
a T T 1
93 101 103 105
Time (min)
25-1
~ b7 T A
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400000 -
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200000 -
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AO0000 -
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T T 1
LR a7 2.4

Time {min)

R M3
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500000

400000
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LR

a3

AO0000 -
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300000

200000
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9.5 a7
Time (min)

LR

a3

b T B o RIERER. T BILER 100% 402 OFEHEEL (15 ng/mL)
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T hT7AE—}h
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a3
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Time (min]

LR

B4 25-2 FLAEfEJREE (0.3ppm) TORMENGER (TA IV, PEG300 #IN) IZBIFH2REMNR7 v~

N7

b 7T e B FNEEE, R [EIER 100% 40 O HEZSEE (15 ng/mL)
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T hT7 Ak
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R M3
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BB, H o WRINEREL, T : [BIIER 1009402 OFEHEAR (15 ng/mL)

FEYEMERE (0.3ppm) TOWMEIGRER (1ZAZ< . PEG300 Rifs) (2B 2R FW27 n



T hT7AE—F
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T hT7AE—h ) M2 Rt M3
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16000 4 16000 o 16000 4
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X 27-1 EERFIEE (0.01 ppm) TOFIMEIGRER (72 F4 X, PEG300 RIFMN) 2B TR EM s
n~ 77 A
LT B b IR, T [BIIER 1009% 482 OFREHEAE (0.5 ng/mL)
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T hT7AE—h ) M2 Rt M3
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¥ 27-2 EERFEE (0.01 ppm) TOUPMENGRER (72 F£42X, PEG300 IR (281 50FE N7 =
~ ~JT A
LTI B, B INEEE T [BIINER 100% 402 OFEHEARE (0.5 ng/mL)
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T b7 AE— | B M2 R M3
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* 0000~ l 20000 4 ‘
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28-1 EEIRFYRE (0.01 ppm) TORMEINGER (TA SV, PEG300 KRN 12k 1T 5 EM 2
=Rl NS/ AVN

E 7T BN o WINECE, T BIER 100% M2 OFEHERSHE (0.5 ng/mL)
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4 28-2 EEFRFEE (0.01 ppm) TOBFRMENGERER (TA SV, PEG300 RN (2361F 2FENw 7 =
~ 7T A
E 7T B o ECEE, T [BIEE 100% M OFEHERSHE (0.5 ng/mL)
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¥ 29-1 EEFRFEE (0.01 ppm) TOFRMENGRER (1202 < . PEG300 RiFM) 281 5 REHR Y
o< N7 T A
b T BN o INEREL, T ¢ [BIIREE 100% 4024 OFEEARE (0.5 ng/mL)
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292 GEEFRFIRE (0.01 ppm) TOBRMENGERER (212 <, PEG300 ™) I281) 5 &EH 7 =
~ ~JT A
L TR o INEREE, T B 100% A0S O HEARE (0.5 ng/mL)
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[ 7]

BEEYT O b7 A — MRERIEZBAR Lz, ARBRETIX, = b7 AE— MROZ ORI 2R
BID 71 bk (4:1) B THiME U, KEB(ET b U O DERA~XY 2 Bl a 1T - T T8 s
WME n-~FY g (= b7 Atv—F) LAKE (G M2, @ M3 K OVEORAR) (28T 5,
TR 7 A= MI n-~FH @AY BN H T L TER L, GC-MS/MS TEER K ORERT 5, —7.
R M2, Rt M3 KOV ORI GIRIE, K K O IR OF BRI 3R 2 I 2 CTHnEV L, A& M3
A EE R M3 2K ET D, ZNE YT FILo—T VTR L, BKEE TREY M3 23
MIM2IZEH LT, U BTN T A TRHE L%, GC-MS/MS TEREKUHERT 5 H1ETH D, Al
BritaHOWTIZERE, TASWVWEWZAIZ ZXRIZ, = h 7 A'— b @Y M2 XORE M3
(DWW CE BRI e OVEHEA R CUSINEGABR 21T > 72, PEG300 Z IRINIEFICHIE L= Ha i 3iat
BEERIE CT— VU 7580 =23, PEG300 ZRINL CHIE LSBT B v — 7 BN E O
7oo LML7Z2235, PEG300 Z ST IZHIE L7235 813 EE 94~113%., O THIE 1.6~5.7%. PEG300
UL CTHIE LIS A3 EE 92~106%., FHTIEE 2.5~7.6% & WT I DOGE S RAFRERN/E LN
o E TN OEREZYET S E— 2713580 6T BIRUWEIXRAFCThH o 72, LLEOFESD 5\ PEG300
DEEIZL B, KRBRIEITT N7 At — P ROZ ORI ERSHECONTT 5 Z LN L ZE 2 b,
EERA & LT 0.0l mgkg ZEXERRETH D Z & DR I LT,

(2% 3CHK]

1) Ethofumesate: Magnitude of the residue on onion (dry bulb), Appendix 4 Analytical summary report, Bayer

Cropscience, 2004.

2) P h T Ae— b BREA]) . NA T ay T A = ARRS, k21 £ 4 A 28 A
(FFRE 23 45 11 A 15 BYGT)
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