SRS EIL, RBRIEBIRICB T 2 RA Y 070D TH Y . RABERIEDESEIZ
BELTEELLTTFIN, 2B, fEEONRE LB E I35~ BRIE & ORMICHLEEDS H
HEEITIE. B EITERRBENMEE T O LA THE T IV,

BAZEE T2 RREORDTHLOWED
ARBRIEDH S e =

Z2vnmyrna 7 REBRE (SED)



Z2vnvru7 = RRE (BEY) ORIER

(=]

1. HEROBBRIEORG %
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VEERBIRT, MTFEMNY SRR RIS A A T O OMEE AT AR =HITH D, ZDIE
ARSI, IREAEAKRICEAET 27 8F /L CoA DIVARFL T —VEHETDLZLICLVEY =EEE
FTHEDEBEZILNTNWD, GEMFTORBEEBEIL, Atey /a7 kN3-24-V 7007 2=
JVY-4-E R % 1-4 %Y A 0[4,5]7 H-3-m2-4 2 (R M1) I L TRESN TS, TRk
27 FEEICHT LO/MS —FilBriE (B/KEY) « B IRIEO RS PERHERER BV T, ZD@EHA Iz 20T
REtESnien, Avevr/a 7o FOREH ML & LICEHRTHY, BIEETOLZ A, @R
BRIEIIR STV, £ 2T, ARFTIL, LC-MSMS &AW - &M E R LAty a7
= OEBIERBRIEORIEEZIT) Z L2 HE Lz,
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REIE L

CHj

7713 0 CuH2Cl04

CAS No. : 148477-71-8

B 411.32

{b54 : 3-(2, 4-Dichlorophenyl)-2-oxo-1-oxaspiro[4. 5]dec-3-en-4-yl 2, 2-dimethylbutyrate (IUPAC %)

SMEL . AR - R

flAS : 94.8°C

s : >375C (B RIZ XV lETET)

HREJE 1 2.8x107Pa (20°C)
6.5x107Pa (25°C)

WRIRE - K £ 0.05mg/L (20°C), n-~F %> :20g/L (20°C), F L :>250g/L (20°C).
vrurunu AL >250g/L (20°C), 2-7 1R —/L 47 gL 20C), 1-A 2 & ) —)
44 g/l 20°C), RY=FL 7Y a—:24gL (200C), 7 F> :>250g/L (20C).
FEfg—F /L 0 >250 g/L (20°C). 7 h=h UL :>250g/L (20C), ¥ AF /L A/LIRF
v K :75¢gL (20°C)

T 2 —)VIKGBAAREL ¢ log Pow 5.83

eSS (pKa) : pH 4 PL EO/KIFIEH CARRE 72 7= O WEAHE

[H : JBIEPPE — 4 A Y 7n 7 ]
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%%K : C15H14C1L 03
CAS No. : 148476-22-6
Sy & 313.18

{b5%4 ¢ 3-(2,4-Dichlorophenyl)-4-hydroxy-1-oxaspiro[4.5]dec-3-en-2-one  (IUPAC 44)

SBL . B, RERTERR~HR
flR/BEE R 2 255°C (5 fF)

BREE - =2 ) —n, TR Mo T2,

K AT E AT R0,

[ B ET7 A VLRGSR Za7—2v—h (Rvnvr o7 = SEEY M1 EEER) ]

HHEE

[ 0702 515 (PR 2547 H 2 H) ]

BEMChH->CiIAav ey a7 = kY RE M1

AR/ 07 NIHE LT 00

fmaEwH,

F~ b 0.5
B—< 0.2
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Z DD 72T BB 5
I (H—Fra2ET) 0.1
T A 0.05
IROHD D RERR 2
LEY 2
FLoY (R—=TNF LV EET) 2
TV =TT )= 9
FA A 2
Z DD ESFERE 2
VAT 2
HAZe L 0.8
PavE7e L 0.8
<)L Aa 0.8
(oY= 0.5
X7 B2 2
biT (T7)ay NEET) 2
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Z DD R 5
EV Y 0.05
<Y 0.1
A 0.1
7 —FLR 0.1
<BH 0.1
ZDOMDTF I HH 0.1
VS 20
a—b—1g 0.03
RN 40
F DD A SA A 5
FDfHA 0.02
R DR A 0.02
Z OO BRI R T 28 O A 0.02
RS 0.02
iz 2liE] 0.02
Z OO R LA R T DB ORI 0.02
2ED [ fiig 0.1
I D T lig 0.1
DA FEHE LA R T D ENM) DN 0.1
ES L= 0.1
JR DR fik 0.1
Z OO e LR T DB O B ik 0.1
ORIy 0.1
KD £ 5y 0.1
Z OO LA B T 28 O & 5y 0.1
7L 0.01
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AEHIE ERANTHRSA TV 1) S0, 2) FofEN. 3) Tk, 4) FHE v,
BB OREHRIR D I7 A2 LU FIOR LT,
1) FOMA - ATREZRIR Y BN RS MY L L7,
2) ‘FOEN; - WTREZRIR Y FiNE ZFRE . Ml —E L7,
3) ‘PO : &Rz Mo —k L7,
4) B3 IKEAEL T Bl
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2BV rua T ey fE99.0% (&7 A L LRS-

R M1 @ M 99.6% (& L7 A /b LRGSR

AKX ) —) : HPLC H (BEH(b24tML)

ZREE7K  HPLC A (BAE baaAtid)

T b PR EEGER - PCB B (B LA

HEfs =5 )L« FRRELIEERER « PCB B (8 L7 A L LRGSR )
n-~F YL PR G - PCB iR (B b4t HY)

7% h=Fr U/ :HPLC | (B ttd)

XWE : Hfk (8L 7 A v SRS

X7 =T b itk (8 L7 A v 2R ehisEsr i)

TAY L g T A= "—k (L7 A LA AR

SR [ al NURVIVNR ST S (== N U WA i) o U (B S :CY)

F BTN I NALT ) BNV =5 T A InertSep C18 (500 mg /6 mL, GL o = A4LHY)

BEERR : AR Y7 17 o RS R O ML AL A 20 mg ZR5FE L., 78 b CIEfiEL
T 1000 mg/L ¥k 2 B U7z,

MREMIEERK : At e Y7 a7 2 RO M1 AERERIK Z 0.1 vol% = 2 &% T8 0.1 vol % i -
TEh=RMU K (1:4) BECTHEHEARL, A0y 7 o7 =03 0.00025~0.02 pg/mL R
BHO . AR#E M1 13 0.00025~0.02 pg/mL (RAE 027 17 = ) G O FE AR A L L
72

WRINFRE eI - R YER R A 72 h o CRIRL, A¥RrY 727203 0.1mg/L . 02mg/L &N 1
mg/L &R %, REH ML 1L 01 mg/L | 02mgL KONl mgll (A¥rY 7 a7z R EKEH
LT,

B, ARFHCBWT, Ave Y7 a7 = ROEHY M1 OSSO EMEICHOWTIE, 7
ko CHHEL L 7B RE R 1X-25°CLL R T 6 » HITLETH - T,

ALE

¥k - FP-25 (Cuisinart #-4)

REVFIA Y= eRabvy (w4787 v 7 « =FF 40
wOTEERS © T— 7V b 7m0 4000 (KUBOTA #1:5Y)

LC-MS/MS
*OE L=V e
MS Xevo TQS Waters
LC ACQUITY UPLC Waters
7 — 4 JLEE MassLynx Ver.4.1 Waters




LIRS
LC-MS/MS

LC &1

7 I

InertSustain C18 (N2 2.1 mm. £ & 100 mm.
B8 3 um @ GL YA = > Z41H)

BENFEEE (mL/min) 0.3
EAE (L) 5
BT LEE (CC) 40

AR - ZRRK

BENH Bik: A X ) —)v
C % : 100 mmol/L FEET > = AIFIK
AR B & Ci&
IO gy %) %)
0.0 48 50 2
75T N 5.0 48 50 2
5.1 18 80 2
13.0 18 80 2
13.1 48 50 2
18.0 48 50 2
MS &t
WEE—F BIREIGE=4 U 7 (SRM)
A A AbE—F ESI (+)
Xy 7 UERE (kV) 3.0
Y —ZiRE (C) 150
PiiABEEE (°C) 500

a—2H & 223 150 L/hr
VR 7T A %252, 1000 L/hr
al) Vg HA Ty
ERA A | MSIMS: +411.0—312.9 [a—8EE 130 (V), 22U
FSR= (m/z) g TR F— 110 (eV)]
07y EMEA A | MS/IMS: +412.9—314.8 [1— 2 FBJE 30 (V), 22U ¥
(m/z) g TR F— 110 (eV)]
EEA AL | MS/MS: +312.9-212.9 [2—EE 30 (V), 2V ¥
) (m/z) g TR F— 25 (eV)]
M1 EMEA A | MSIMS: +314.952149 [Z2—FBJE 30 (V), 22U
(m/z) g T RLF— 25 (eV)]

PRFEFIRER (min)

2y rsaz7xy 129
R#E ML 3.0




5.

== =N
T &8

Avuvr a7 R OMCH ML EREFRE Z 0.1 vol%X B8 M (0.1 vol%X e « 7% h= kU /LA
(1:4) BETHRL, A7 o7 x0% 0.00025~0.02 ng/mL #EEHFH O, HY M1 X
0.00019~0.01523 pg/mL JREFFHOE L OFEAERIR 2 L=, T O 5 uL % LC-MS/MS 127 EA L

T\

Pk

6.
1)

2)

3)

4)

8.

ZRENAFO N — 7 HEE O TRER Z B L7, RBRIAIK 5 uL 2 LC-MS/MS ([ZIEA L,
BB EAIEIC LV A e Y7 87 = RO M1 OF &% FH Lz,

ANEEF O FR R

EORHA (RN : 0.02 ppm £ 7213 0.01 ppm) : 7k 10.0 g ICHFRMAERERK (Avueyra>
T UACHAE LT 02mg/L £7212 0.1 mg/L) 1mL %ML X <IEA L=k, 30 ZMhE Lz,
AORERS (I : 0.02 ppm £ 7213 0.01 ppm) : 37k 10.0 g ICHRMAERERKR (Avueyrn>
T UACHAE LT 02mg/L £7212 0.1 mg/L) 1mL 23N L X <IRE L7=tk, 30 SrfiiE Lz,
ORI (O : 0.1 ppm F£721% 0.01 ppm) : #EH 10.0 g ICHRMAEERK (Avey /a7 x
VNZHFE LT ImgL £7203 0.1 mg/L) 1 mL 2L L <IRA L7k, 30 ArRlhE Lz,

AFL (TRANIREE :0.01 ppm) < 30K 10.0 g ICHSITAEER IR (A r Y7 17 = R L C 0.1 mg/L)
ImL 2L L<ES L%, 30 EhkE L,

FRBR ISR D AR B

1)
B 10.0 g ZIEWEICE V-T2, ZHICTE R 50 mL K OVFRE2 0.1 mL Z 2 THRE DT
A AL, AV 75K Lem OESITHWZ A (B 60mm. No. 5B, Hi[LffEardl) 4
FAWTWHS A L, EEWICT 2 o 25 mL 2002 CREBEICERIEL ., o= AikEEabH,
T M EMATIEMEIZ 100 mL & L7z, 2 OE#ED B IEMEIZ 10 mL 257l 40°CLLF T/ 1
mL £ THEM L7z, 23U 10 whv%iifb U U A% 10 mL 21z, FiE=F /L 10 mL 92T
2 AR & O HhiH Lz, fitikZ &b, Mok N Y o2&z Tk L, SKFBET N o
L AR LT, 40°CLLF T L, WA RE Lz, ZOEREWIC n-~FH 2 10 mL 1%,
n-~FH T2 =R UL 10mL §O T3 EERE 5 il L7, i E A, 40CLLFT
G L WA BRE L2, S OREMIZ 0.1 vol% e K V0.1 vol% s« 7% b=~V VIR (7:
3) B 10mL Nz CTIEN LT,

2) FEH
G 2T VLT Y BV =T A (500mg) (2. T h= kU110 mL& 001 vol%
FEL10 mLANERIEA L, KT Tz, 208 7 22 TH LN RIE A TEAN L2, 0.1 vol%
XL M 0.1 vol% XM « 78 b= b U VAR (7:3) {BIRIOMLZEA L, FHEITE T, &’k
T, 0.1 vol%FX e K 0.1 vol% g « 7 b=k U/ WA (1:4) BIFI0mLEEAL, WHIKIC
0.1 vol%FFE M 1M0.1 vol% X - 7 b= MU WA (1:4) BIKZMA CTIEREICIOmMLE L2
DEFRBRIAR & LTz,

~ bV v 7 ARIIEYEIR O TR

B E IR G B S O BNEIN BRI 3 1T A R 100%FH 42 O 10 (2 ICFE Y 4 2 %K 0.2 mL
ZEUVED, 40 CULTTEM L, BWEERE L%, 77 0 7RISR 2mL N2 TR LTI O %
~ bV w7 RIS & LT,



KGirE7e—F ¥ — >

.

VORI, EOREN. 4OFFE. A5 100g
7 b A

Vv 7t by 50 mL K OFEE 0.1 mL A2 TREDF A X
GRS

v OREWICTE Ry 25 mL AMZ TRED A R

v W5 A

Vv AMlEADETT & F T 100 mL ICEA

v K 10 mL OBBEA R Y . 591 mL E TR

[FEmE = T L
10 wiv%i b7~ b U 7 AR M O'WElE = F /145 10 mL
BE 5 55
WFERR — T VI Z R L
KJEZHERE =T /L 10 mL #/1 2 C, [RAERICHRIE
FER— T VI 2 K, UM L, R F CIREBERE
k= R UL~ o 45
o ~FH 10 mL KON oo~V fafn 7 b=~ UL 10 mL
L5 55
7 b=k UVEEERE
o ~FYURBIC i~V AT b= UL 10 mL 212 T, RERICERE (2[)
T b= R U VB ARG L, EBRKGF CIEEERRE
0.1 vol% X} O 0.1 vol% g - 7 b= KU LIEHKR (7:3) IRIK 10 mL IZ%fE---O
‘InertSep C18 (500 mg/6 mL) |
v T7EF=FUA10mL E0.1 vol%¥E 10 mL Ta v (g =7
v OEEA GEHIRIET)
t 0.1 vol% &} OV 0.1 vol% X « 7& b= UL (7 :3) R 10 mL TS
v

s

e -

0.1 vol% & K& 0.1 vol% Xz - 7& h=h U /LiEK (1:4) B 10 mL TH&H
WHIRIZ 0.1 vol% ¥R K X 0.1 vol% X « 78 b= F U LR (1:4) RkAZINz C




[ R OB ]

1.
1)

BIE S O
MS KON LC St kgt
O MS &t

AX ¥ HEICBWTCE, AT 707203 ESI @ (+) B— RORRENATRETH - 7=,
— 7. R MLIZESID (+) E—FED (=) = RWIFDOE— R TRIENAEETH > 7203,
ZTOREERET S E (+) T—=ROHFRBHThHo=Z D (+) E—FR&28MH L, ESI ®
(+) TE—FAIEIZBIT2ARY 7 07 = KUMCH M1 O~ A A7 ML a 1 KT 212
RLT, ESIOD () E—FTIIAERY 707203, 70 AN FOM+H] D m/z 411.0
KO FRIF - FNRE RO A 4 mz 4129 PEER RSNz, £ mz 3129 BL V3148 §
BE X< Enn, a—rEBEE2 T CHRA AR S, Zo@EmIEbL o7,
— 07 R M1 X, e b IS OMAHT D m/z312.9 X OEE R T RSB RD A F 2 m/z
314.9 NEJE X< s,

Selected Reaction Monitoring (SRM) &— FHIESRFIC OV THRET LTz, A¥rY 7 B 7 = Tl
miz A0 5T Y I—H— A F L L LTEBEDTa X " A DHE, A F U BEDOR SRV ms
3129 AEEHAAA TR LE Y EMEILIZE A, me3129 27 ) h—Y—A 4 L LA
DOTaH I MAFLTHD, miz 1569 DA A UBREN L ViR o7c, —J7, LC FbEE2ZH LCHl
E LTSI, WITNORIEA A N8B W T BRSO A A U EN G LN, EHT 5 LC &4
WX TRRDOERN/BFBONTIREE LTI, BEESTICBIT 2R Y707 20 OA F k%%
WZRIETERE~ b U v 7 A ORBRE 2 b, WEA T NUK LT REORERDPG LN DS
. bbb, HFAF 2TV D= —AF L LA, TTT A A Z2T YT
——A AL LIZHIEA F . EBLDOHIEA F L HHWIEGETH > THRIED A 4 L REN
BHND LC FMERRBRIAHHMEZ AT ZENEETH L EE 2N, TOME, Ao
vruz TR, 7 UG FOMAH E Y =Y —A b LT, BRI X
S>THELIND miz411.0—3129 ZEREA A (X 3), m/z412.9-314.8 ZEMEA A2 (X 4) & Lz,
R M1 TIE, miz 3129 27V h—Y—AF L LIEBAITIE miz 2129 OBENRKELEL. K
\Zm/z184.7, 3 FHIZ m/z158.8 DIRENE -T2, FTo. mie3149 7V h—Hh—A 4 L Lz
BT mz214.9, m/z186.7, 725 NT m/z160.7 BEERIEE R S M Sz, 2 DA 4D
BOBENRENT E0D m/z 312952129 Z#EEA A2, WHEIRFFENARNOE LD m/iz314.9
—mlz 2149 ZEMA T ATEA L (K5 KO 6),

® LC &

U AR—=ZADWAEFZTT T MMZDONT, BE— T TR MS B DRREE S BAF 720 7 A &GS LTz,
L-column ODS ((—f%MHEN) ALY FHAmMAT 7o L) | Cadenza CD-C18 (Imtact £1%Y) | Atlantis
T3 K% Y XBridge C18 (Waters f1:51) | Inertsil ODS-3 % O InertSustain C18 (GL ¥ = > A1) DN
£ 2~21mm, £ 100mm, KFEE3~35um DA T LIONWTHRFLTLEZA, AvrY 707
> RO M1 D S/N DS EERRIBAF T (R 1), E— 2Rk, BELR OFEEBIMEIZ DWW T BAFefE
B 57~ InertSustain C18 ZELH L 7=,

BEF~ORMANZOWT, e, Fifg, BRT V=V AKX VB A2 LTz &
ZA FBT =T LAORIMMIBWTE = RIRP BRI Thololod, X7 o E=0U A% HH
L. 22D, ZOEEREIT 2mmol/l Tho7z (F2), BEFHOFALIZOWTAX J—/L (&
3) E7 B R=bRUN (R4 ZHRLTZE 2 A, EERERERK CIREREICBHE R Z2IT580 b
ST, < MU v 7 ARIERERIE CIIBERRIC T2 b= U L& W5 &R (3 M1
DY — 7 HEEE 0.80) KOERE (Avruy o7 o0 — 2 HEEE 1.31) 2B T~ M v
7 AT K DA A LI R OSEHR R NGRS DLz, —F, A ¥/ — NV EBERICHH L72Sa0%.



~ MU w7 AR DBERA A A RITBE SN o Te T e b, AX ) —VERH L,

Elo, VoV MEEER LGS, FOHRKOHEIZBWT, AvtrY 7 a7z TRAF
7RER DG ST EDBEDREI~ R U w7 R K DA A AR & HEEE S (#F5),
T, flixe® LC FEZOWTHRET LIZRER., AT v 77U A XiEEH W LC B2 EHT5 2
& CHRIROSEN R S (3%6),



312.9

100+
314.8
411.0
O\Q,
412.9
278.8296.8| 354.8
| 130.0 148.8 170.9 4,5 5 56, 81 315.7 | 367.0 [413.8
73.9
0 ‘\smum‘\}” ‘Hl( \ \M‘H\ H it h “‘H\“1‘.“1“‘lu‘m“\”wLJ‘ ‘M‘ miz

50 100 1 50 200 250 300 350 400

1 AR/ 72DV AANRY FL
A% ¥ P 0 50~430 amu
WE LA - ESI(+), CV=30 V
(CV: corn voltage)

100+ 312.9
314.9
=
334.7
278.9
lasgiro 00 1710 s ‘294.8‘ 337.8 3707
BT | il L b M 273087

0
50 100 150 200 250 300 350 400

3 AvmPruszrpTaLy v F
A7 v (GEREH)

TV A—Y—AF> : m/z411.0

HIE S+« ESI(+H), CV=30V, CE=10eV

(CV: corn voltage, CE: collision energy)

100~ 212.9

184.7

%

158.8

294.8312.9

80.9 266 8

66.9) 102.8 ‘ m
0;\‘ ‘\‘}\\\\ L u\

L 1)

128.7
’\ \‘

35‘0.6

398.5412.?
T MiZ

50 100 150 200 250 300 350 400

K5 REMIOTaX s b A4 AT RV (E

)

TV A=Y —AF : m/z312.9

HIE S - ESI(H), CV=30V, CE=25 eV
(CV: corn voltage, CE: collision energy)

100 312.9
314.9
=
334.7
223.9 278.9
1 130.0 ‘
171.0 224.8 294.8 ‘337 372.7

0 ‘8“5“8%;]‘7‘?)‘ ‘J ; “‘}‘ ‘A“: “‘.‘ S “‘A‘(‘w‘ el u.‘ el \( ol ‘ - 398 7 mlz

50 100 150 200 250 300 350

2 R ML D~ X AT b L
A% U#iPH : 50~330 amu
WIE S - ESI(+), CV=30V

(CV: corn voltage)

100+ 314.8
412.9

%

715 4119
02T 1490 1947 2493 2067 3549 " 134
Ot ot e e e MYz

50 100 150 200 250 300 350 400

4 ARV I/urdorO7aL s vt
A7 hv GEMEA)

TV =Y —AF : mz412.9

HIEZM - ESIH), CV=30V, CE=10 eV

(CV: corn voltage, CE: collision energy)

100~ 214.9
186.7
=
160.7 2327
206.7 314.9

| 808 1588

1668 1208 W ‘ ‘

o il mu““\“H\‘H‘\M‘}‘H“\h!w\ dod il | | 514 a00sanas

50 100 150 200 250 300 350 400

6 REMMIOT BT b A F AT FVGE
PEH)

TV I —Y—A A m/z314.9

HIE S - ESI(H), CV=30V, CE=25 eV

(CV: corn voltage, CE: collision energy)



K1 DN T LORES

T T R M1 Avwyruas ey
S/N S/N
Cadenza CD-C18

11375 1415

3 pm, 2.0 X100 mm

XBridge C18
11561 2707
3.5 um, 2.1 X100 mm
Atlantis T3

12645 1886

3 pm, 2.1 X100 mm

L-column ODS

11089 2384

3 pm, 2.1 X100 mm

InertSustain C18

21548 3281

3 um, 2.1 X100 mm

Inertsil ODS-3

16883 2207

3 um, 2.1 X100 mm

BEFE : 2 mmol/L X7 =T ARIEA O 2 mmol/L FET =L « AX ) —)LIRHK (9:1) IBIKT
0.5 /3R L%, (1:9) FTOREAE L 5.5 M TITWV., (1:9) T 6 4rMEEs,

BIEY 7N 20ppb AR Y707 2 F 721320 ppb A T U7 0 7 = AVHETEY M1 AR

(0.1 vol% ¥ KT 0.1 vol% X « 7k h=F U LIRIE (1:4) BIKIZTHER)

#£2  WINAI O

Avruyrsa sz M1

anF| I BE

S/N S/N

X [ 0.1 vol% 91 62

W e 0.1 vol% 7312 7825
X7 E=17 A 2 mmol/L 16426 14683
el 7 o E =1 L 2 mmol/L 8378 6731

BV BT DFINGN 2 N Z T2 K By OV B2 BE DFRINAN 2 N Z 7= A & ) — Vi (9 1) JRIET 0.5 43R L7,
(1:9) FTOREARE 5.5 5TV, (1:9) T 6 /R,

#£3 BE~ MY v 7 ZOBPE~DEE

(BEFEIC A Z 7 — L2 )

. o e | R ETA T v gif (mE)
o.| HFREBIESH | kA bl Il Rkl BN S T SES E i A D v I =W
¢ o P (o) | #Eom | 27 oot [ w2 | 78 [ oot | w2 | T8 | (e w”
Avnyraz=zr|FOHA 0.01 0.02 0.02 0.002 [ 0 78654 76294 77474 86374 88123 87249 0.89
FOREA 0.01 0.02 0.01 0.001 [k 0 40887 36080 38484 42107 43701 42904 0.90
o g 0.01 0.02 0.02 0.002 T FE 0 93650 90743 92197 89984 86075 88030 1.05
)] 0.01 0.02 0.01 0.001 i fi 0 46016 46332 46174 42691 43361 43026 1.07
2= JIT g 0.01 0.1 0.1 0.01 i Fi 0 368747 389034 | 378891 421954 | 423064 | 422509 0.90
= o T ik 0.01 0.1 0.01 0.001 i Fi 0 38785 41301 40043 44504 42583 43544 0.92
g, 0.01 0.01 0.001 T 0 41218 42028 41623 44979 46272 45626 0.91
R HMIL EOMN 0.01 0.02 0.002 [k 0 202339 | 198086 | 200213 | 201893 | 208133 | 205013 0.98
FofHE 0.01 0.01 0.001 T A 0 98412 100729 99571 107821 106498 | 107160 0.93
FoNEIE 0.01 0.02 0.002 T Al 0 198872 | 199878 | 199375 | 197594 | 207232 | 202413 0.98
A= D B 0.01 0.01 0.001 [T 0 100923 | 96533 | 98728 | 101552 | 99447 | 100500 0.98
=0 i i 0.01 0.1 0.01 TR FE 0 871241 906724 | 888983 | 1035297 | 1052890 | 1044094 0.85
2B T i 0.01 0.01 0.001 T fi 0 85238 91897 88568 100711 98207 99459 0.89
g, 0.01 0.001 i Fi 0 103906 102010 102958 104396 105558 104977 0.98

WIEIGRBR I 3515 % [a]

MLERES
TIIIE=y

~ MYy 7 AFIMEEEEIRIEREBCY B 07 7 v 7 RO RS
RO BRI T2 B — 7 @i CUdm )

~ R Uy 7 AR

B HNHEITE, < MY 7 AR

YR MIIEIC 2D K5I, 7T

i:Iane

W2,
DIERD S,
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SR (7 b Y 7 AUIIEENEATE) R OTAIE CHREL L 7oAy (FRUEmesi) 2 AFk 5.
JE U TRIBIEAZATS . )
DT 7 o 7 iz 2 L5V fE D,




Fz4 HAB~FrV v ZORIE~D

Bz YER
A

(BEFHIZT & b=k VL&)

e s | o | PR TR v— 7 Gl (FX) 2
Noo| AFARIEES | Rk T | e (R | it [EROGE [ 77 [y 2 A e R E=UWE | i
e PP PP (mogL) | ESoB | 27 [ i =2 | P | el =2 | FE | (s g
Zrnvrsaz ey |[HFORHA 0.01 0.02 0.02 0.002 [aE = 0 166609 187205 176907 152455 184119 168287 1.05
oA 0.01 0.02 0.01 0.001 f i 0 82711 84156 83433 72852 80262 76557 1.09
A oNE 0.01 0.02 0.02 0.002 i Fif 0 236423 | 223037 | 229730 189128 194076 | 191602 1.20
A olE 0.01 0.02 0.01 0.001 i Fif 0 122657 117059 119858 92700 90348 91524 1.31
o g 0.01 0.1 0.1 0.01 i Fif 0 950757 | 907744 | 929250 | 929608 | 881258 | 905433 1.03
4 o g 0.01 0.1 0.01 0.001 il Fif 0 100321 99841 100081 97532 102893 100212 1.00
43 0.01 0.01 0.01 0.001 il Fif 0 94620 103950 99285 84543 93405 88974 1.12
REHIML DA 0.01 0.02 0.02 0.002 i il 0 130682 136221 133452 140106 139092 139599 0.96
EoffR 0.01 0.02 0.01 0.001 T i 0 69086 69729 69408 69565 66855 68210 1.02
Eo gl 0.01 0.02 0.02 0.002 1 Fil 0 140199 | 135680 | 137939 136080 136425 136253 1.01
Eo Mg 0.01 0.02 0.01 0.001 1 i 0 71184 73958 72571 68459 68298 68378 1.06
. . 0.01 i A 0 562070 | 550899 | 556485 658214 | 685000 | 671607 0.83
0.001 i A 0 55754 57520 56637 72391 69463 70927 0.80
T i 0 72880 69908 71394 74220 69925 72072 0.99
*1 (v R Y v 7 ARSI R OVALE Tl U7 B s (R EIRR) 21T 5.
*2 G U CRBIEAZITY, )
“ S
4
*5
SR NN NETO RSN AN CINEREN N AN 2
#5 oV rEIBITLIAYRY Y 07 =2 KOREY M1 OEIEE (%)
S TERE AT
BIEA day 1 day 2 day 1 day 2
Clr=Ece; | EfEkk [[ENr=EC%) | EfEEE | [OFEEC%) | EfAEE | [EREECw) | EfEEE
411=313 38 0.51 B6 0.71 63 052 27 0.44
o . 413=315 34 0.51 63 0.67 63 053 26 0.42
el
313=213 50 0.66 77 0.80 67 0.61 42 0.64
315=215 49 0.65 75 0.80 67 0.60 42 0.64
313=213 a2 1.00 - - a0 098 - -
M
315=215 82 1.00 — — 79 0.98 — —

2 mmol/L ¥E7T L F =0 AIFIE MK O 2 mmol/L X7 >

05 ERFF L2, (1:9) S TOREARE 5.5 M TITWV, (1:9) T6 oSS,
RS © = b Y v 7 AEIEERIE O © — 7 AR E AR SR HERIK O & — 7 [ fEfE

— 1 RS

#6 AT TIAXEIBTFLARY 70T 20 KUK

=L AR VR (9: 1) IRIRT

#) M1 ORI (%)

HERRER FDRTHE:
AEA A day 1 day 2 day 1 day 2
[Py | dofEEE | [EnsEC) | mfhke | [CREECs | ke | ER=EC%) | EfEEE

411=313 73 0.85 85 0.89 73 0.91 B3 0.89
. 413=315 72 0.85 85 0.89 78 0.89 B9 0.90
ACAY Iz 313=213 74 0.88 85 0.89 75 0.90 70 0.92
315=215 76 0.88 83 0.0 75 0.90 B3 0.9

- 313213 - 102 - = = 101 - -

FaIM1 315=215 - 102 - = = 101 - -

2mmol/L T =0 AEIEN OV 2 mmol/L T E=7 L « AZ ) —/LiEiR (1:1) RIKT

5 orfRIpREF L7215,

(1:4) T8tk 5,

FAELE © = B U w7 ARNERERIR O ©— 7 TR E/IR BAE HERIE O ©— 7 A

— RSN

2) Rk

KEBHAAA O =7 HEMEEZ AT, HREREIER Lz, M79icAvaeyr7arcy (B
BA A UHE) OMEROFIZR LIz, 0.25~2.0 ng/mL, 0.5~4.0 ng/mL & % 2.5~20.0 ng/mL D45
T, TNENIERK LR EROMBIFREIL. 0.9990~0.9998 O E AT/ BRI Z /R L, X 10~12 1218
#H ML GEREA AL WE) OREROFIZ R LT, 025~2.0ng/mL, 0.5~4.0 ng/mL & O} 2.5~20.0 ng/mL

(AvBvr a7 HE) ORI T, TR ER LR EROMBRENL. 0.9993~0.9998 D

BAfiEME 2R LT,
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6000

M 4000 |-
i

2000

R (ng/mL)
7 AvuTr a7z OB
TRFEFPH © 0.25~2.0 ng/mL
y=2910x+122  =0.9990

60000
1] .
7 40000
il
20000
0 1 1 1 |
0.0 5.0 10.0 15.0 20.0
B (ng/mL)

M9 Av¥RrI7 a7zl ORERE
JREEHEPH ¢ 2.5~20.0 ng/mL
y=2735x+310 r=0.9998

100000
80000 -
?é 60000
fi
40000
20000
0 1 1 1 |

0.0 1.0 2.0 3.0 4.0
B (ng/mL)
11 fR#Y M1 DR R B
TEFEHPH © 0.5~4.0 ng/mL
(Z2rvarruar o HE)
y=23913x-126 =0.9993

12000 +
i 8000
T
i
4000
0 1 1 1 1
0.0 1.0 2.0 3.0 4.0
W (ng/mL)
8 AT/ BT xLOBREEM
TEFEEDH ¢ 0.5~4.0 ng/mL
y=3188x+24 r=0.9995
40000
30000 |
B
i 20000 |-
10000 |
0 | | | |
0.0 0.5 1.0 1.5 2.0
B (ng/mL)
10 REMH M1 OF B
JREEFIPH : 0.25~2.0 ng/mL
(Z2vayru 7z HE)
y=19607x+344 1=0.9997
400000
300000
B
i 200000
100000 +
0 | | | |

0.0 5.0 100 150 20.0
PE (ng/mL)
X112 fCHE M1 Ok &R )
JEFEFEPH ¢ 2.5~20.0 ng/mL
(2 y /o7 o )
y=15897x+2871 =0.9998
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2. ARBREWGHRE DR
BT A — 1 — X VRt S 7= oAl RS 0.1 vol%XER 2 1V 0.1 vol%XEe - 7 =K VUL
Wi (1:4) B Cchiti g, HLB 7 7 A TR L, LC-MS/MS & W CERT 5 HiETh-o1-, 72,
K - W) R SRS S S COONTE, BB S 0.1 vol% XK V0.1 vol%XHE - 7 =KV
IR (12 4) B CHhiH#%, C1I8 17 A THE L, LC-MSMS ZHWCERT D HETH -7, =
NHDOFEESZEL L TRaE2ITo> 2 s LT,

1) fHEREEORET

B A — A — L VRS- ok D R - i ER LIS HE COONE? TiE, SED &t
Gl LAY nY 7 a7 = U aiEOREERE L LT, 0.1 vol% XM Y 0.1 vol% g - 7 k=1
R (1:4) BRIEDHOWONTWS, AtV 707 =%, pH4 UL EOKERD TREETH N
KO fRZE =T, Z O, pH4 :63.6 H, pH7:30.8 H, pH9:19 H (25°C) T2 ¥,

VA SR 2 N 28 H T, FMEBM UL TICT o2 TAYRY 70T 2 b,
ZORBHTH LY ML ~OEBREMZ TWDHEEZLND, L LARNG, FREEIRSEHBRIER
STEMESE T, BKEMOEREOSA L. WILZROMEESENSIEN & & bkt 25 2 LR
HETRVRY . JFAIE UCREIEEZEN & &I 2 HiEERFTo2 28 Lo TS, £ T,
HIHALECIZ, BB L a8 L LTWAAE R Y7 07 = o RO M1 % RIF I HhH © & % A
ELT, BEEEOGITCIESBHENTWA T FrZHWT, 71 b AlHEO SROFINEIZ LY
RN R B 2 RAE T D DN DWW TR L7z,

LpFREEEZ HWT T & oS 0~02 mL Z3RIL, St correyrsun 7«
VR OME) M1 ORIICR Z g L= (£ 7)., ZOfEE, fitahcr e hr2fHns 2t tarrny
a7 o RO ML & BICBAF2EIRNEBD Sz, £1-. 7 b AR S 2 R4 5
Z & TREW ML ORICERETSES NN, FBIRINEICLDEROZRIIA LN )b T, S
I, 2 BEEHOTE R R KRR ZRIN L7 TH, FAFEOEREIENBDO NI EhT7 8 b
M 1 EIEOAFBERNT L2 8 &L,

P EofERE Y MHREICIZT7 e b2 L, A7 a7 = o LR M1 ~OZE % )
Z BT DIZBR A — 1 — L VR Sk D B - i HIE RIS HE oMLY TRA X
NTWDXBIBETHAXRR0.1mL ZHWINT252 &L Lz, 2B, 7 brdiH#EEIC OV TR, R
AR ER R  EMEEEE T HE > T, 50 mL KT 25 mL T2 | A e Ls,

£7 TEPFAHEBOSBIEINMCIEAA Y0 Y7 07« 0 K OYSHE M1 ORIER (%)

X
0 mL 0.05 mL 0.1 mL 0.2 mL
2 ras x 99 101 100 98
KM 93 96 98 99

(0.1 mgkg FHS TR, n =2)

[EBR K] 7. RBREEORBICHE > THRI LT,

EORAFRE 10.0 g ICHRMAEERK (AtnP/7n 7o CHELTlmg/L) ImL Z2FMNLE,
7 N 50 mL RIS FEE A 0~0.2 mL AN L 72,

2) BRI~ DR

n-~F Y U FE IR TV A ARTRTR I & U TR IERIARF ORRISIRIE I KA A e Y/ n 7 o v
K OE M1 DEIERIZOWTEDOFHRGEEZ AW TRHF L7z (3 8), B, S AMIAE T ORI
TEIZOWTIE 3 RIS L, ZDRINEZ L LTz, EOMER, BT F L ZinEE WS Z & TR
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trvra 7o KO ML & B2 100%[EI STz, F72. LC-MS/MS HIE TILEE 2N
B KO TRTEAVWSMERRN S, 78 btk o—# (10mL) 2D Z & & LT,

# 8 AWRIIRRICEIT A AR Y7 v 7 =V ROEY M1 OEILE (%)

n-~FH FEfg = v
Ar'avrar o 89 97
EFIMI 90 98

(0.1 mgkg FH 47N, n =2)

[FB71E] 7. RBRIRIEOFHBUE - TR L 7=,

7' b IR O A BRE LT RIS INAREERIR (A ey /e 7 = ZE LT IlmgL) 0.1 mL ZiRIN L7z,
TRV -~ 10 mL F /21 3FRE =L 10 mL % AV /e,

Wilie = F VIR OSSR BIT A AR Y7 v 7 = o K OMSE M1 OEIRIZOWTHOT A
At W THRE L. (R9), ZOFER, 1 FIOFRB- T WREERETA e U7 v 7 = o R OMGEHY
M1 ITA S IZIZIE 100%[EU S dv, S5IEEE 2 [BIH LIS B IXEI & e o 7o, Bl = FLEREE 1 (8]
TREREIENGSNTZN, 2L ORM~ M v 7 AFETICBWTHLRIGARETH D Z L2 BE L
T, FEfE=F L ORRIEREIL 2 [ & Lz,

#9 HiRT TNV OIRARIEIC BT 2 At n Y7 n 7 = o ROE M1 ORI (%)

HEle = F )L HRER
1= H 2[5 H 3l H Bl
2vadrar 99 0 0 99
HEIMIL 97 0 0 97

(0.1 mgkg FHEIRM, n =2)

[FB71E] 7. RBRIRIEOFHBUHE - TR L 7=,
7' bR O A BRE LT RIS INAREERIR (A ey /v 7 = ZE LT lmgL) 0.1 mL ZiRIN L7z,
FEfg— 5L 10 mL B8R (1~8 [BI1H) 12 DRI A g LTz,

BAbF B U T ABE (Wh%) (BT AE Y7 a7 = 2 Kk OMREY M1 OEIERIZ SV T A
B ZHWTHET L. (37 10), ZOE, Aoy rzu 7 OREY M1 &b, kT hU o
LD LV BIROE T OUENBO 08, kT U 7 AOREICKDEMROZR T/ <
AN ORBRIRIE H WOBHTH -T2, T2 T, b T MU w7 AJRET, FRRE RSB E M I i 2 5E
ICBWTHIRENTWD 10 whv%HifkT b Y o A& LT,

#F10 AT N U 7 AEE (wh%) ICBITARER Y a7 o 2 HUREY) ML @ 8L (%)
WAk T NID BEER (W)

0 5 10 20 fF0 at 20°C
=g =R ae b N 9 100 99 100 101
M1 92 97 98 98 98

(0.1 mgkg FHEERM, n =2)

[FEBRFE 7. REBRIEEOFHRUZLE > TR L=,

72 b UHIR O A BRE LT RIS INAREERIR (A ey /e 7 = ZE LT Ilmg/L) 0.1 mL ZiRIN L7z,
0~20 wiv%iifbF b U o AR, 7213 20°CI2 BT A 8afnta b b U o AR 10 mL 2 AV, FEf2—F /L 10mL T
2[RI L= & & OEINR A i LT,
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3) WiAE HEORKET

BREHIEL LTT ' F= kU~ U SERICOWTIHRET LT, 205 EE R o ikl 2
WTT & b= P U AT Y USROS EEEZRF Lz & 11 KOS 12), 2O/, FOHREE
[FERIC, FOfEREITH, B ML, 78 F= MUV A~SH 0% 2 [BEET 2 2 LT, 13E
100%[AIL XL TNz, —F, log Pow 5.83 LIRIAMEO B WA R Y7 07 =2 250 ThH, £
BHRIERIZ, FOEMEEICH . 78 b= MU u/~FH 000l % 3 EEET 5 Z & T, 13E 100%[EL X
NTWe, UEDORRLY, 7 b= U TV N E 3 REET D & & LT,

# 11 FOHBRICBTLT7E =PV AT PRI L AR Y7 BT = 2 L OGE M1 O[H
=g (%)

THER=RIL AT SR

DGR
FOBA = ElE 3 41 z
Avaras x 86 13 1 0 100
2vrara7 = AREYIMI 99 0 0 0 99

(0.1 mghkg #8240, n =2)

[EBGIE] 7. RBREEOFRHBIHE > TR L,
B = F VB A FRE LI RICIMAEERE (At r7a 7 o AZBBE LT ImgL) 0.1 mL 2N L7,
7 F=F U 10 mL/~FH 2 10 mL pBdEE (1~4 [B1H) 1Tk B EIEEZ g L7z,

£ 12 FOBEKCBTLZTE M=) VATV U HEICE 2 AR Y7 07 = 0 RORGEHY M1 OF

R (%)
Teh=RIL AT
0) =y
FOIRE; 1] { 208 3[a H 4[5 2t
A ra7 v 79 17 3 0 99
M1 97 2 0 0 99

(0.1 mghkg #8240, n =2)

[EBRITIE] 7. RBRIAROFBUAHE > TR LT,

FEfR = F L 2 R L BICRIAEERK (ArnY o7 B LT IlmgL) 0.1 mL 27N,
7 F=F U 10 mL/~FH 2 10 mL LR (1~4 [BIH) (28T D ENEL K LT,

4) =77 LFER

B A — A — X VRS- BEM & x5 & L7 oHmiE Cld Oasis HLB R =1 7 A K 2K Y 23,
EIR - B A ERN SR E OGS ED ~OHEREBEOOIIETIE CI8 L =7 T Ak R 2 1 H
WHILTWD Z Enn, FOfREE R OO R EE -V T, InertSep C18 (500 mg/6 mL, GL A
T Z4H) KON Oasis HLB (150 mg/6 cc, Waters #1f) Mmoo xer Y7 v 7 = K OREHY M1 O
FUNERZ R Lz (2 13), ZOfEH, C18 S =7 A OasisHLB X =47 AL 12, BAF/2 RN
RO LTz, WIS BEHHRRBRIREA SO, KO AEREL . Zifli/e CI8 R =0T 4%
BH L=,
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# 13 InertSep C18 2T Oasis HLB 2B DA B 1Y 7 1 7 = o R OMEH M1 DEIER (%)

a4 =R (%)
b === N M1
InertSep C18 Oasis HLB InertSep C18 Oasisi HLB
EDFA 99 95 98 94
O 95 94 96 98

0.1 mg/kg AHETRAN, n =2
[FBa 7R 7. RBRIAIROFEUISE - THB L=,
=0T AARRICHIINAEERK (Avtey a7 i U< ImgL) 0.1 mL 2R L7,
InertSep C18 } O* Oasis HLB 7> 5 O EIILR & i L 7=,
0.1 vol%¥EE M (X 0.1 vol% ¥l - 7 b=k U /LIRIR (1:4) IBIK 10 mL TIHEH SH 7,

FEVEVRIR % AN T, InertSep C18 (500 mg/6 mL) 226D A B Y7 1 7 = v RO M1 OFEH S
Z—rHEHEL, ZOMRER 14 LOEK1SITRT, BB, ARG TIL, Avry 7o 7 =GR
W) M1 ~DZEHZ M Z 572 DICEHMREER DA NT & b=~ U JLRIRIC 0.1vol%XBe 2 & A L Tt
BiTole, TOER, Aoy 7 o7 =03 0.1 vol% XK V0.1 vol% X « 78 h= KV JLIERK (5:
5) R TIFEIEH SRV, 0.1 vol% XL TN 0.1 vol%XHE « 7% b= KMV VAR (3 :7) IRIRL
o7 =MV WMESHETIZ 10 mL TIEHIED Z 21280, #2 100%EI Sz, —J5,
¥) M1 1% 0.1 vol% X M V0.1 vol% ¥t « 7 b=k U KR (7:3) {BK 20 mL £ Tl EHEn
72V, 0.1 vol%FEE K V0.1 vol% g - 72 b= bFUAPEIR (5:5) IR EOT&® h=F VU WREEKk
RTH10mL TIHRHESED Z L2k v, R 100%[E0 S Huiz,

# 14 InertSep C18 (500 mg/6 mL))>H DA 1 Y7 17 = DIEHE (%)

0.1 vol%¥ T K 100.1 vole X s 7B =N LRI D Lb 3R

VA K (mL) 7:3 6:4 5:5 4:6 3:7 2:8 1:9 0:10
0-10 0 0 0 0 99 97 101 100
10-20 0 0 0 89 0 0 0
20-30 0 0 0 1
30-40 0 0 0 0
40-50 * 98 95 91 0 0 0 0 0
& 98 95 91 90 99 97 101 100

*0.1 voloF¥ R 7 Eh=F)/ 110 mL TR HHE 7,

7215 InertSep C18 (500 mg/6 mL)7/> & DIHM M1 OIRHHE (%)

0.1 vol%F 2 } T0.1 vol2%F R - 7 h= R LR D L3R

A H K (mL) 7:3 6:4 5:5 4:6 3:7 2:8 1:9 0:10
0-10 0 0 97 96 95 97 93 101
10-20 0 92 1 1 1 0 1
20-30 24
30-40 44
40-50 * 32
At 100 100 98 97 96 97 94 101

*0.1 vol%X e - 72 h=R /110 mLCIE S H 7=,
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Wz, BB~ R Y v 7 AGFE T CHRBROBRH AN — 2 R R T 2720, FofAREEZ v
T, InertSep C18 (500 mg/6 mL) NHOAE R Y7 v 7 = K OMHY M1 ORI 2 — 2 2 L,
FOREREZFR 16 KOE1TITRT, Ay r7a7 = 0301 vol%FEE KL N 0.1 vol%Xe - 7% h=F
UIVIEEIR (5:5) IRIETIIE<EHENZRN0Y, 0.1 vol% X & O 0.1 vol%¥He « 7% k= kU LIRIK
2:8) BRI EOT7E F=F Y VRAEHERTIZI0mL THEHEELZ 2L, 100%EREN-, —
77, AE M1 1Z 0.1 vol% X2 K OV 0.1 vol% X « 7% h= kU LEIR (7:3) JRIK 20 mL £ TiE4<
EH SN2 W0A, 0.1 vol% KK N 0.1 vol% s « 7 b= F U VR (5:5) RikLLEOTE =1V
JVIREHEHETIZ 10 mL THEHIELZ L2k, B 100%E sz, BLEDOREREI D, C18 I =%
T LT K DRERITEIE, 0.1 vol% X ER M (V0.1 vol% X « 7% b=t U /MAK (7:3) IRIK 10 mL THA
fif Ly 0.1vol%FHE K TN0.1vol% X « 7& b= KU /&K (7:3) K 10mL THEF L. 0.1 vol%XEE
V0.1 vol%¥XHE « 7 h=FULEKR (1:4) JBRIE10mL CTIEHTL52 L& LT,

# 16  FOFHARE T InertSep C18 (500 mg/6 mL)2>H DA R Y7 17 = DIEHE (%)

0.1 vol%X g K 0.1 volX g « 72 b= R LA D 3R

A K (mL) 7:3 6:4 5:5 4:6 3:7 2:8 1:9 0:10
0-10 0 0 0 0 96 98 99 103
10-20 0 0 0 92 4 0
20-30 0 0 0 8 0
30-40 0 0 1 0 0
40-50 * 101 101 100 0
At 101 101 100 100 100 98 99 103

(0.1 mg/kg F4TAM, n=1)
*0.1 vol%X g 7 h=F/L 10 mLCIEHS 7,
[FEBR L] 7. REREROFARUAE > THTR L 7=,
InertSep C18 AWK I RN AR YER I 2 TN LTz,
0.1 vol% ¥ & &1 LI KMk R DKL T & F= b UV LRIK CEH S 72,

# 17 FOFHARETO InertSep C18 (500 mg/6 mL)7)> 5 DAEHM M1 OIRHIER (%)
0.1 vol%¥ & K (0.1 vol% Xk « 72 b= N L IEIR O b

¥ K (mL) 7:3 6:4 5:5 4:6 3:7 2:8 1:9 0:10
0-10 0 0 95 96 102 96 97 96
10-20 0 47 1 1
20-30 17 54
30-40 30 0 0 0 0 0 0
40-50 * 54 0 0
At 101 101 96 97 102 96 97 96

(0.1 mgkg FHEIRM, n=1)
*0.1 vol% ¥R 7B h=F)/110 mL CIEHH S 7=,
[F2Ba 7] 7. HBRISIEOFRU E > THW L=,
InertSep C18 AFHEIC M AERIE & N Lz,
0.1 vol% X a2 &aa LI-BHELROKL T = b VVRE T S8,

BRI L O OFAREZANWT CI8 I=h 7 Ahb oA R Y7 B 7 = VR OMHY M1 OF%

HURPLUZ DWW T, A e Y7 a7 = bR M1 ~OZEH %M 2 5 72 OICEFAR LR O K K ONT &
k= kU JUWRIRIZ 0.1 vol% X EEZ I L CRFt 21T o T2y (58 12~15) . I8RO AKL DT F=F 1
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(1 4) JRIEIZIINT 2 XFMREICB T2 A Y7 0 7 = v RUOREH Y M1 ORILERIZOWTHEO
FIARELZ W THET L7z (F£18), TR, KEOTE = UL (1:4) BRICXEBERZESN LT
BE. B LEXBEE ST X TIZBWTAKERTE h=rU /L (1:4) B 10mL T 100%EH ST
Wiz, E72. FBROTIMEEICE L TiX., BE L7z 0.05~0.5 vol% X B D& TIF & A LRI |Z R

IFRRO LN oTe, IHIT, 0~05vol%FeaZ A L7TcAKEORTE h=1rUL (1:4) JE#K 10mL T
AHEREKCI8 I =T L& 01 vol%Xe - 7 r=FU /L 10mL TEBIEHSE-E A, KKk

N7t hr=hrUL (1:4) JREI10mL TIEHIEZ C18 =17 20 LR M1 238 24%E1I S 417
72T, FNUANDOSEETIRERITGRO Lo Tz, UL EDORER LD . AWKIZIX 0.1 vol%FER & N
0.1 vol%¥fe « 7& b= MU LK (7:3) B 10 mL, BEFRIZIL 0.1 vol% X & Y 0.1 vol% X8 -

T b= U MAER (7:3) R 10mL, WHIRIZIE 0.1 vol% e & (V0.1 vol%Xe « 7 h=hK VUL
Wik (1:4) R 10 mL 28 H L7z,

#£18 KEOTER=FU (1:4) BIEFOFBREICBITH AR Y7 17 =2 KORE M1
DCI§ I =H T L HDEINE (%)

K OT =RV (1:4) B#K10 mLH OF iR ISR DR (%)

0 vol% 0.05 vol% 0.1 vol% 0.2 vol% 0.5 vol%
A ra7 e 98 (0)* 98 (0) 99 (0) 96 (0) 98 (0)
B EZIVN 72 (24) 96 (0) 97 (0) 95 (0) 96 (0)

(0.1 mg/kg AH S IR, n =2)
*()1%. 0.1 vol%XHz - 7 b=F)/L 10 mL CIB A H SE7-,
[ IE] 7. BB OFRBUHE > TR L 7=,
InertSep C18 A I MR ARERIE 2 N Lz,
0~0.5 vol% X2 &H LT-AKKOTE h=rVU/b (1:4) {Bi% 10 mL TEHSEZ,

5) OO~

FOMEEEE (0.1 mg/kg FHETRMN) 2 AW TRE L72ARGHTIED . g2 EiiT 52 OO/
BOWTHEHAFRETH D0, FOFA., FOMEN. FOFER O4FH 2 HWTHIER O~ R v 7
A DB DONWTHERZAT o7 (£ 19), ZOREER, BEHUE O U723, 12 AL
BTHY, MHOREHIB W T OR B2 EICENSE LN, £z, v b v 7 ZAORE~DRE
WZOWTIE, ~ MU w7 ATRIEEER IR OV ERR IR I %9 2 B — 7 imfE iE 0.97~1.05 O#iFH CTdH
V. BE LM oREHI B W T, BEERA A A R OB BB ST, FATE 5§
HTHDHEEZBN, 51T, v F w7 ZOEWNIZLEDY 0.1 vol%FEEL R0.1 vol%FHe « 7k k=
MU AEIE (1 :4) JBIK 10 mL O TIEHo B S e WalgEE S B 2 572, 0.1 vol% g
FOY0.1 vol%¥XE « 7 h= R U KR (1:4) R 10 mL THEHSE72%, B, 0.1 vol% X & Y
0.1 vol%¥fe « 7 b= MU LEKE (1:4) {BIK 10mL TEBIAHESESZ Lickyvarny oy«
VRO ML 23 C18 R =1 7 A LI SN A DENIZOWTHER Lo, ZORER. Mok}
IZBWTHRAID 0.1 vol% XL TN 0.1 vol%XHE « 7 b=k U JLIRIE (1:4) {BIK 10 mL O¥EHTA
vr v e 7z RO ML BRI E A, B0 0.1 vol% SR K YN 0.1 vol%XHE - 7k k=K UL
Wik (1:4) B 10mL FICiZAE Y7 a7 o » RORREY M1 IZAEH ST e o7,
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F 19 WNENEERE X< N v 7 ZADORE~DREZE

Arnyrar o REIM1
AR (%) Peal(< ;[i/e;)ratlo H R (%) Peal(< 1\jl;/e;t)ratlo
DA 91 1.01 93 0.97
FOREN 99 1.05 99 1.02
B DT fi 91 0.98 88 0.97
3 100 1.04 98 1.00

(0.1 mgkg FHS TSN, n =2)
[EBFIE] 7. RBREEOFTHBIHE > TR L=,
Peak area ratio : ¥ b U v 7 ZATRNEER K OV ESIRICKT 4 5 B — 7 mfEDO bt

3. EANEIGRER

FOFAH. FONEM. FOIFEE OO 4 BEZFEHIHW T, EBRFEDO 7. HBREIR ORI
P> THMENGRER CGLEMERE - ITERRMREDO 2 RE) #FEiLl-, kB, Avteyr/urx
Vb LI M1 Z BN L, IRINENGRER 2 5566 U 7z, WNEIGRER I 381T D EIEE 100%
FIY OIRBAEWERIR, S RLOT 7 v 7 BB ORI O FEN 27 o~ 87T L %K 13~X 26 (2
IRUTz, El2, BEBMOAX v VHEIC L DRENR N—FNAF L Ta~ NI T AEK 27T IR L,
FRlZ, WIEERIET D L5 RBERE— 7 IIRBO N T,

1) P
AR OMEHE B A2 20 IR Lz, BEt Lf:mm)%it*ﬂr IBWTh, T rREHCAERY 710
7z RO M1 OEEEZET D8 — 27 138O Lo T,

#£ 20 EPUEOREAM

55— 7 OIETE B e
ERIR | L oA E-smH (HS) AR

No.|  Sy#istgdLa %3 P
PITRES * (mghee) | (ppm) |~ SpgEEE SRR | R L0 757 i | W (X)) K| DR 5
(ppm) e EEOH | n=1 | n=2 [FH @] n=l n=2 SEH) (b) (@)/(b)
Avnvrsazzy  |FOfRA 0.01 0.02 ERRAJo.0 [< 0333 i i 7 8 8 1785 1794 1790 0.004 °
E ORI 0.01 0.02 EREA 001 [<0333 i 31 82 57 1721 1539 1630 0.036 °
4= 0 T 0.01 0.1 JEYERH (0.1 < 0.100 i fi 2 110 56 18097 16140 17119 0.003 o
5L 0.01 0.01 ERIS 001 [< 0333 i Bl 71 36 54 1707 1745 1726 0.032 °
IAMEIEZ)VN FOMAE 0.01 0.02 SERFRA (001 [<0.333 T F 52 29 41 15679 16057 15868 0.003 o
4D fiE W 0.01 0.02 EWBS 001 [< 0333 ifi i 25 2 14 15054 15369 15212 0.001 °
o A 0.01 0.1 SEYERE [0.1 < 0.100 i £ 28 | 30 29 160511 | 167123 | 163817 0.000 °
B3 0.01 0.01 ERAR [001 [< 0333 i i 31 17 24 14530 14319 14425 0.002 °

IE A L CRlE L/‘,{*%/ﬁ BT 5. (MEICIE U CRBIEAZITY, )

RIE ) FMIZ/2 D K510, 7T v B ORBRE IR TR LCEERIE (= Y v 2 RARIMERERR) 2V S
i t tfit 7 BB S NN o AT, WO —7@Ek (FS) 11RO TLRY,

3R () KA. 15 C— 2 OB RGO AT S B Ak (O] | EA LAVEAILE [x) 2T

2) HE KON

LK OV TGS ORREHSE R A2 2 21 1R Uiz, FREEEERE (0.01~0.1 ppm) To 5 07O EIMNE]
IGGRBRICB T 2EE X, AT 7 a7 = 0 84.2~100.4 %, U M1 23 82.9~99.7% Tdh - 7=, 7=,
BHTHE OMHERERZEL. A7 a7 202 1.6~3.1%. R M1 28 2.7~7.1%Th - 7=, [BILER
LOGHTREEE L, BAEFBE N GEMEINTWD TRAFICERE T 5 B3I 23 BRE 02 Y R
T A RZA 2D T) CEEC 19411 A 15 B, FRk 22 4212 A 24 HOE) TRENUTW D HEEHE
EMETHHDOThoTz, 512, ARIEIECKT 2 ERBREE 2 — A EMFERE (0.0l mgkg) &L
Tl L7=, =2 C, FOfA., FOMEN LK OFOIED 3 3UEHZ W T, EERFIREZIML., 5 0f
ITOWMEINNGRER AT 77, BT, A a7 87 20 86.5~101.8%. L3 M1 7% 83.9~94.5%T
Hotl-, Fl-. PHTHEEOMMMEREREIIA YR 7 0 7 = W 3.7~6.6 %, NEH M1 28 2.2~9.8 % T
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%oto:m%ﬁﬂ%ﬁwfﬁﬁbt4ﬁ%@AF%f TE B IRARE OUSNEIGRER W C B2
FERDRD BNz, S5, EERFEE CTCOWRMEIGERO 7 o~ 77 ALV EH L7 SN O
ﬁﬁxzmyam7lyﬂ%nsmz1mW%Mnﬁmw4%7f%D frat Lz ozl B\ T
# SINZ10 Zi7= LTz (3 22),

F 21 HEE, RN OERERROGHE

e i i U P = P *2
No. P ok TERIRA | EHEME RN Efﬁﬂ‘{ry‘ [ [ (%) B | PHTREEE S/I.\l 1 =
(mgkg) | (ppm) | (ppm) | oAl fEx | WA | Al | o=l | n=2 | 0=3 | n=4 | n=5 | (%) | (RSD%) | Max. | Min. |E#fE
Atnosnd EofiA_ | 001 0.02 0.02 = 2978 | 131 [0.9988 [ 100.6 [ 969 | 964 | 939 | 94.1 [ 964 2.8 #DIV/0!
Eofi | 0.01 0.02 0.01 SN 3068 | 16 [0.9981 [ 99.1 [ 103.9 [ 989 [107.5 [ 99.5 [ 101.8 3.7 152.6] 101.2] 1269
Folili | 0.01 0.02 0.02 — 3188 | 24 |0.9991 | 975 | 999 | 1057 | 989 | 99.9 [ 1004 3.1 #DIV/0!
FofiEli | 0.01 0.02 0.01 SN 3577 | 145 |0.9981 | 90.6 | 101.3 | 102.4 | 107.2 | 107.0 [ 1017 6.6 6158 | 152.6 | 3842
Lol 0.01 0.1 0.1 — 2735 | 310 |09997 | 844 | 828 | 858 | 829 | 85.0 [ 842 1.6 #DIV/0!
ol | 0.01 0.1 0.1 SN 2910 | 122 [0.9981 | 944 | 83.6 | 850 | 85.0 | 847 [ 86.5 5.1 1526 | 458 | 99.2
= 0.01 0.01 0.01 SIN 3325 | -104 |0.9980 | 992 | 965 | 948 | 950 | 1005 [ 97.2 26 1526 | 152.6 | 152.6
R #HMI FEofHE | 001 0.02 0.02 — 25751 | 603 [0.9981 | 94.0 | 938 | 89.4 | 892 | 894 | 912 2.7 #DIV/0!
EORE | 001 0.02 0.01 SIN 23138 | -570 [0.9989 | 92.5 | 103.5 | 104.4 | 834 | 887 | 945 9.8 2041 | 121.8 | 1629
EONEN | 0.01 0.02 0.02 — 31318 | -157 [0.9987 | 833 | 862 | 75.1 | 79.7 | 903 | 829 7.1 #DIV/0!
EONEN | 0.01 0.02 0.01 SIN 21469 | 12 [0.9993 | 773 | 80.1 | 90.6 | 89.4 | 819 | 839 7.0 152.6 | 204.1] 1784
EONFIE | 0.01 0.1 0.1 — 20875 | 2874 [0.9997 | 97.2 | 1054 | 979 [ 1017 | 9.5 | 997 3.8 #DIV/0!
EONFIE | 0.01 0.1 0.01 SN 32838 | -182 [0.9992 | 87.4 | 838 | 85.4 | 83.1 | 83.0 | 845 22 86.5 | 307.0 | 196.7
= 0.01 0.01 0.01 SIN 25799 | 344 09994 | 82.9 | 80.9 | 895 | 83.1 | 794 [ 832 4.6 152.6 | 204.1] 1784
*1 SINZ R DMENR S HHEICE [SN] ERREND,
2 [onEEOTTRAEL 5225 —2 (Max) RUOR/MEZ 5258 —2 (Min) OZNENOSNERD S,
= =
22 EERRFYRE TO SN
s . ER | e | s | w05 Y S T X SE=r W 2 o SRR T SN )
No. ErpoE S(acx?) pFES < 4:)/ (mgke) | (ppm) (ppm) BR[| eV | e | by 7| ms [ ol | Bl | Be/MiE | o | by 7| [ - - i #
(m om) | e | ) | 0] @ | o | v [Om | e | e | © | @ | (9 | op | M | M I
AE 0D 0T = DA 313 0.01 0.02 0.01 247 4 0 2 2462 | 2442 1.6 247 6 0 3 2458 [ 2428 | 24 1526 | 101.2 [ 1269
o R 313 0.01 0.02 0.01 247 1 0 1 246.8 2463 0.4 247 4 0 2 246.2 | 244.2 1.6 615.8 152.6 384.2
2 0 Tl 313 0.01 0.1 0.01 247 4 0 2 2462 [ 2442 1.6 247 13 0 7 2444 [ 2379 | 5.2 1526 | 45.8 99.2
3L 313 0.01 0.01 0.01 247 4 0 2 246.2 2442 1.6 247 4 0 2 246.2 | 244.2 1.6 152.6 152.6 152.6
fREML EROYAN] 213 0.01 0.02 0.01 247 3 [ 2 246.4 | 244.9 12 247 5 0 3 2460 [ 2435 | 2.0 | 2041 [ 121.8 | 162.9
EROYE] 213 0.01 0.02 0.01 247 4 0 2 246.2 2442 1.6 247 3 0 2 2464 | 2449 1.2 1526 | 204.1 178.4
4= 0 JF lik 213 0.01 0.1 0.01 247 7 0 4 245.6 2421 28 247 2 0 1 246.6 | 2456 0.8 86.5 307.0 196.7
i 213 0.01 0.01 0.01 247 4 0 2 246.2 244.2 1.6 247 3 0 2 246.4 | 2449 1.2 1526 | 204.1 178.4
FR—ATA N A AORRAE (C) 2D ZERZE LV, ZARKEERGEITIE A XORKME (ED) Li/ME (E2) OFHE [ (E1+E2) 2] #HVuTH R,

3) e~ R~ v 7 ZOREME~ DL

WONEGRER EYEMEIREE £ 721 TE BRRE O 2 IRE) (281 2 EIEE 100%MH 4 IREIC2 D XD
WA L 7e~ R Y v 7 RRIIEEMEYSIR & VA A MEYA IR 2 22 FAZ 2 [BIIE L, Z O B — 7 mfg ks 308k
~ MU v ZAORPE~OEELZFTM LT, ©— 7 HELIFIAEr Y7 07 = > ROMGHY M1 280 T,
ZIZEI 0.94~1.05 JTr0.98~1.05 DFEPHTH V| gt LI OFEHI B W T | B 721 A kil
KO RIIBEINT, PR T HlTHDL B2 6N (F23),

%23 BB R v 2 AOWE~ORE

[ P TEER TR v—y 5x) 72
No.| Z i BAL A Bk E(féf? %ﬁ{.‘? @Dﬁfz it (R |77 Y | = U o7 Agonis LR T—7 W | % %
g pp pp (mel) | BEom | o% =1 = n=2 23] (Es) 1"
AtuY s a7y | EOBA 0.01 0.02 0.02 0.002 i £ 0 4964 4443 4664 4740 0.99
£ 0.01 0.02 0.01 0.001 i 0 1785 1794 1806 1751 1.02
D EW; 0.01 0.02 0.02 0.002 i 0 3713 3646 3527 3667 1.00
ERA 0.01 0.02 0.01 0.001 i 0 1721 1539 1646 1680 0.97
= JHF 0.01 0.1 0.1 0.01 i 0 18097 | 16140 18028 | 18162 0.94
=D JHF 0.01 0.1 0.01 0.001 il 0 1857 1825 1877 1811 1.02
L 0.01 0.01 0.01 0.001 i £ 0 1707 1745 1658 1640 1.05
fREtMI EOmA 0.01 0.02 0.02 0.002 I i 0 33466 | 33401 | 33434 31910 | 31950 1.05
EORA 0.01 0.02 0.01 0.001 i i 0 15679 | 16057 15241 | 15294 1.04
0 31328 | 30907 | 31118 31433 | 31752 0.98
0 15054 | 15369 15223 | 15027 1.01
0 160511 | 167123 | 163817 | 165736 | 163502 | 164619 1.00
0 14360 | 14703 | 14532 | 13852 | 14698 | 14275 1.02
0 14530 | 14319 | 14425 | 13953 | 13838 | 13896 1.04
*1 AR B OTRBECIII L7 B (RBLRIAD % 1ERT 5.

UTEBEAZLTS . )
Tffiz v s,

¥ B ORI

EIZRT 2 E— 7 B (UL E) oktakd s,

TR EF DZEHLUZ DT

ISHTEETIC AR Y 7 07 = U BAH M1 ~OBmNERE SN D Z & D, B ER A
EWFRATICEBWT, AR Y7 a7 = oW M1 ~OEBIZOWTRFZSHE LTz, AreT Y
07 = OEMENGRERIZISWT, 77 U 7 lBRIEIR. ~ b U > 7 ZARIEERIR & O INEI GRER
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ROWPETHRH SR M1 O — 2 FfEHEA K 24 IR LTc, K24 DY | FBRLDT T 73
BRINIRICB W TR M1 OB — 7 B SNz Evn, <~ MY v 7 AW RERIE K OSSN G
BRIAIR 22 576D, ARMEM S\ IR 2 BB HEER S v T,

~ MU v 7 ARIERERIRIZ 1T 288 M1 O ©— 7 mREEIL T T o 7 REBREIE O ©— 7 gl &
DHREL,IPMLIEAE R Y7 07 = VEEFERTIZB O T HENTIED 2 MU M1 ~DZ )
ETTWDZ ERRBENT,

DO K Ol O FOINENGRBR AR 2 B 1 2 M1 o v — 7 migEiL, TnshoiREo
~ bV v I ARIEREAR O ©— 7 HFEE L 0 bRk E < DT ERER O M1 ~DO 3R S
7o UTFTORICTEY, DO EEFTICA LAY B Y 7 87 = o bARE M1 ~OLEHBOEE (%) %
B 7=,

EHOEE (%) = { (FINEGRBIEROHE M1 O v — 7 ffl) — (= 8V v 7 AGRINERERRK
ORI M1 O —27miE) ) | RIMLIZAER Y7 07 = ORILER 100%CH 23 5 EE O R #Y
M1 AEAEVAIR O & — 7 [HifH)

F 24 0@y, HHEINZEES (%) XFOHRET 1%~2%FEE (£ 24-1) . FOMFIET 1%RE (&
24-2) TH-o7-,

Fo. FORBEMIZEBWTIE, ~ MU v 7 RARIEERERIR & RMEMGEERAR O M1 O v — 7 m
FEENFERRE CTH o722 EnD, OHTEMETOEBITIZFE A EAE LN LRIz (3 24-3),

PLED#EREMNS | REHC L > TEORETICA YR 7 a7 = U LARE) M1 ~OZEHR3 4T 5
BEANRHALOO, BHROESIIENTHY , Aryra 7ot LIMCEY M1 22RO E &
WCRIFTRBI NSV EEZ BT,

F24-1 A¥uY7 v 7o ORMENGRER TR S =R M1 O B — 7 mfE (GofA)

LCEHD LCEHD
313=213 315=215 313=213 315=215

i Ao izt T iz i iz FiR
M EEEE 93976.2 - 59596.4 - £9084.9 - 43603.5 -
FoOEEEE 1319.3 — 798.3 - 125.3 - 95.1
THU S Z 5B S 23076 - 1514.0 - 942 5 - 5440 -
el R e ] 33177 11 20259 0.9 1615.1 1.0 1011.6 1.1
Fhol g 3192.0 0.9 2033.9 0.9 1463.5 0.8 9358 0.9
SRR 3977.7 18 2509 6 17 2001.8 1.5 1354.5 1.9
FNIEIUREARE D 44882 23 28224 22 2406.1 21 1543.8 23
ANIEREA R B 3000.9 17 2404 7 15 10683 15 12642 1.6

¥1: Aoy /uer7xrE LT 2ng/mL
*2  { (IRINEISGRBRIAIR O ©— 7 EfE) — (% MY v 7 AININEERRO ©— 7 Tig) } /1 ((R#EM M1 EAERIK O
v —Z R X100

#£242 AvmTYr7 a7 = rOFRMENGRER CHRE SN2 M1 O B— 7 kg (4O iTiR)

LCEMD LCEHHE
313=213 315=215 313=213 315=215

i A - izt E R iz iR iz iR
RN 554286.6 — 371511.8 - 4434220 — 281243.9 —
FoOEEREE 11439 — 7027 - 39.1 - 5.9 -
FhU S R INERE ST 1568.6 - 9351 - 216.4 - 148.8 -
HENEREARE D 7480.0 1.0 47058 1.0 48398 1.0 3020.4 1.0
el E T R et e 7595.3 1.0 40253 1.1 5087.9 1.1 3144.9 1.1
FholrsisigEe 7655.9 1.0 4748 6 1.0 5045.1 11 31196 11
NIRRT 71225 1.0 43757 0.9 43622 0.9 2796.8 0.9
EIIEREARE A 7992.4 1.1 5067.8 1.1 5238.3 1.1 3355.3 1.1

¥1: Aoy s/u7=x2E LT 10 ng/mL
2 {(RINEINEBRISR O — 27 miE) — (7 b o 7 ARIEREFRO ©— 27 i) | /1 (3 M1 EERIIR O
E'— 7 [#if#H) X100
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#£243 Avw Y7 a7 = rORMENGRER CHRE SN2 M1 o ©— 27 miE (o)

LCEHD LCEHD
313=213 315=215 313=213 315=215
i Ao izt T iz i iz FiR

M EEEE 1035943 - (59412 - 775401 - 49492.0 -
FoOEEEE 1162.9 — 728.8 - 35.4 - 34.1 —
T S A IR S 1600.5 — 9861 - 3057 - 168.2 -

el R e ] 1425.6 - 8B2.2 - 256.5 - 127.8 —
Fhol g 1379.3 — 896.0 - 176.6 - 1422 -
SRR 1271.5 - 800.9 - 178.8 - 122.9 -
FNIEIUREARE D 1488.8 - 906.2 - 184.5 — 1317 —
ANIEREA R B 1455 fi - 870.0 - 259.9 - 151.4 -
*1: 2y sn7xr & LT 2ng/mL

*2 {(MEGRBIRIR O E— 27\l — (= b v 7 ARIMERERIRO ©— 27 i) | /1 (R M1 AZAEEIE O

v — 7 mifE) X100

LC £/4@2 mmol/L FEET =0 AIRIEH OV 2mmol/L FEET V= b« AX J— LA (9:1) TO.5 0B L
7o, (1:9) EFTOREARA 5.5 73FI TV, (1:9) T6mlRFT 5,

LC £:F@2 mmol/L X7 > E=v MARA N2 mmol/L XMET = b « A X ) —/EEK (1:1) TS oML
7%, (1:4) T8AMMRFTS,

4, FL

et Lz oREHZBWTH, 77 7R B0 n~ M7 T AMCEREZYET LI E—27 13RO LN
Rinolc, AR Y7 a7 = OB 84.2~101.8%, T 1.6~6.6% K% OMREH) M1 O EJE 82.9~99.7%.
D THREEE 2.2~9.8%I X HEEICHE AT DR R CTH o7, ~ b U v 7 ZAUSHIERETRIR OV ARSI 263
5HE— 7 HEEIE 0.94~1.05 THY, KIETIEHAON e~ N v 7 ZARITRO oo T2, EER
I (0.01 mg/kg) CTOWRMENLERERD SN 1Z, #ET Lo EHZ BN TH SINZ10 i/ L7z,

[t

BEpHP AR Y77 2 R BRELE LT, AU s a7 = 2 R OMGH M1 2306 & SRR
T7 2 b THE L, BRI KO0 wh%E b R U o AR 2 N 2 A RSERIRIR R, 7 =k
YIS HF oSBT E OBIE L, A7 2 F AT U b U B AL =h 5 A TR L . LC-MS/MS T
TEB N OWERT D HIEEB% Uiz, BB LR BEZ240A, OB, O L 40 S EY
4 BIITEA LR BRI ENRD bz, KIEIXBED OFEESEE L CHMATRETSH
HTEWEBzZ BN,

(&7 3CHK])

1) ARZERHLE R

2) K - B H IR WS
3) AvuYr a7 EE
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[7 o~ 27T 2855]
O #FIENGERER CGEUE[ERN) BT 2R FENR e~ 7T L

100 752 stk 100 75 3k
= AtmTTRT =y | e M1
v v
O e e e L B B L B L L ) B L B BB
500 1000 . 15,00 ° . 5.00 10,00 15,00
100, Y e 100, AR
S ] [k
07 L A L I B L AL Gi L L L L B B |
5.00 10.00 : 15.00 5.00 10.00 15.00
100; M o0 v B
2] ] }k
07‘ e e Time 07””””‘””HH‘HHHH‘HH‘\Time
5.00 10.00 15.00 5.00 10.00 15.00
18 OO SRM 7 v~ h 7T A 14 4OfKAOSRM 7 1~ k75 A
(m/z411.0-312.9) (m/z 312.9—212.9)
VRINEEE : 0.02 ppm VEANILEE + 0.02 ppm
100 VA 100 77 v 7Bk
S AEmYy a7y R fu M1
v \
O“““““‘J‘WAM“““““““‘ 0““\““\““%“\““““\““
5.b0 ‘ 10[00 ‘ 15[00 * 5.00 10.00 15.00
100- A A ST 100+ VSl
5 2 f{
07““““\““\/\A““\““““\““‘ 07““\““\““A““\““““\““
5.00 10.00 . 15.00 5.00 10.00 15.00
s 2T o i
100- VAR 100, PRUERIR
2 2 [L
07‘ e e e Time Giwwwwwwwwawwww\wwwaime
5.00 10.00 15.00 5.00 10.00 15.00
K15 405D SRM 7 b~ k75 A 16 40fEHio SRM 7 o~ k75 A
m/z U= . m/z RV .
(m/z 411.0—312.9) (m/z312.9—212.9)
WAL : 0.02 ppm VIR © 0.02 ppm
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VA A v

100j
; ARy T
<l
1 v
0‘ T LA L L L I
5.00 10.00 . 15.00
* AN
1 OOi whnEE
3
07‘ T T T T T
5.00 10.00 . 15.00
100 M
S
- ———— Time
5.00 10.00 15.00
17 FOHFIED SRM 7 v~ ~ 7T A
(m/z 411.0—312.9)
WIS © 0.1 ppm
75 v @k
100
. A¥RrY/RT
=
v
G‘AT"A”“*“ e
5.00 10.00 15.00
100 MRS
<
07‘ T \J\H\HA‘*\HH\HH
5.00 10.00 . 15.00
v
100+ e e
m: TEAERR R
s
0 mrerm et = Time
5.00 10.00 15.00

19 I OSRM 7 ua~ ~7 7 L
(m/z 411.0—312.9)
WONVEEE © 0.01 ppm
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100- AATA v
< R M1
0- LA B R L L
# 5.00 10.00 15.00
100+ HECRE
<]
07 T T T LA L LA L
5.00 10.00 15.00
100 * FEHEV R
N
0 LB B L B A H‘\“H\‘-l-ir'ne
5.00 10.00 15.00

18 4DOfFlEo SRM 7 a~ 75 A

(m/z 312.9—212.9)
RAIVEEE © 0.1 ppm

A A v
100
x| fR#E M1
0““\““\““‘7"'7)L“A‘\““\Hw““
¢ 5.00 10.00 15.00
<
07 ‘\Hw“‘ﬁ‘”‘“)\”w”l‘\ UL L
¢ 5.00 10.00 15.00
100+ TR
<
0\\\\\
5.00 10.00 15.00

20 4HDOSRM 7 u~ 7' F A
(m/z312.9—212.9)
WAINYREE © 0.01 ppm

—— Time



@ #omEIGRER (E BERAERIN) (281 52Kk n~< 7T A

A A v
100,
i Avrmyrsar
2
] v
O H"\HHWWHH\HH\HH\
5.00 10.00 , 15.00
v JRhnE e
1 OOi (‘J“jJD uin’
<
07‘ N e VM e
5.00 10.00 15.00
: (5 E R I
100 v FEHEV R
®
O T et S —————— Time
5.00 10.00 15.00
21 40O SRM 7 u~ b 7T A
(m/z 411.0—312.9)
WAL 0.01 ppm
100+ 75y
1 =l = R0/ = B A=t
&S .
1 v
1 MMWMMWM
0““‘“‘\““\““\““\““\““
5.00 10.00 15.00
v
100 e
1 W
<
07 “‘\““\M““\““““\““
5.00 10.00 15.00
v
100 e
S
0 T e e Time
5.00 10.00 15.00

23 4DOfENiD SRM 7 u~ k7T A
(m/z 411.0—312.9)
WONVEEE © 0.01 ppm

75 2 73k
100i
. fEm M
<]
* 5.00 10.00 15.00
100+ VRS
= A\
G"“““‘\““ LI L L L L L
5.00 10.00 15.00
100 Y T
O\o fh
-t Time
5.00 10.00 15.00

22 4OHmAO SRM 7 u~ 77 A
(m/z 312.9—212.9)
WAINYREE © 0.01 ppm
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27T 778D M= Nt sa~v NI T A
2%y U#H  50~550 amu
HESM : ESI(+), CV=30V (CV: corn voltage)
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