XAEE L, HRBRIERRICBIT 2RFHTERZIY 20700 ThHY . RBRIEDOFENIZ
BRLTSE L LTCTFIN, B, EEONR L 13857k & ORI ELEE N &
HEAITIE, B EITERRBEDNMELE T E 2 THE TSIV,

BRI 2 RRFOMRT TH LY
B ORBRIE B W =

HEfg b LA e R BRIE (BEW)
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Wl b Lo m X Z N BRMBER 2R TR AT oA RTH D, WIMNZE
WT, W OB EOSE, REREFEZHME LT, K THBHEANER S
TWo, ERIZEWTIE, BiHEEL S L TIEA S TH2R0n,

BB, HFBERLUAE L ICE1Ta-m Yy — RO 1T - B~ —NEET D08, 17
B-mE~v—HALIN TS,

Hefg b Lo AR s OB ERWE T, FOHABIOEHTIZA-FLrFRe
LD, BB L ONEHEHS Tlda-FLrRmy, BEEEENRBRL & HES
NEBEY., ANMEBIRNEIbASTHa-FLrRerBLOB-FLrRor tH#
E S, BEICRBIENE RIN TV D,

MEFEOERRBRIETIZ, D7 X220 BIUORVEBUVRMEHEN TS 2D,
IhoEERELHEH L2V ITIEORRE Z B LT,



et b LR o O RYEER (KHZE)

L EMEEAZRET O b LR ik, FOBREOCERICBWTIEL-b
vedRey [ (178) -17-e Re¥ v = A FF-4911-hV >3- 4] L L, 40
fFlg. BEL O BRIy ICB O CTa-FLrrAey [ (17a) -17-E FrF L T2
FZ-4911-F V=34 0]) L4 5,

EEEAZ AR ERET D2EED., ANEENEILADIZBWNTIE, B-F LR
gk Ra-FLriRmr 45,
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ﬁnu@ p p m
[ TEs) 0.002
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[RETRT S EY DOREE]
Off F LR

O

7773 1 CaoHa405

5y F 31240

IUPAC4 : (8S,13S,14S,17S)-13-Methyl-3-0x0-2,3,6,7,8,13,14,15,16,17-decahydro-1H-
cyclopenta[a]phenanthren-17-yl acetate

CAS : Estra-4,9,11-trien-3-one, 17-(acetyloxy)-, (17 3 )-

CAS # % : 10161-34-9

Melting Point (Experimental)Value: 96-97 °C

Boiling Point (Predicted)Value: 486.7+45.0 °C (Condition: Press: 760 Torr)

Density (Predicted)Value: 1.18+0.1 g/cm3 (Condition: Temp: 20 °C Press: 760 Torr)

(Hi B2 : SciFinder)

Oa-FLrirur

0)

ﬁj\%it . Clgszoz

4y f- 8 1 270.38

£ # : (17a)-17-Hydroxyestra-4,9,11-trien-3-one

CAS % %= : 80657-17-6

Boiling Point (Predicted)Value: 490.8+45.0 °C (Condition: Press: 760 Torr)

Density (Predicted)Value: 1.19+0.1 g/cm3 (Condition: Temp: 20 °C Press: 760 Torr)
pKa (Predicted)Value: 14.73+0.40 (Condition: Most Acidic Temp: 25 °C)

(Hi B2 : SciFinder)



OB-FLrFmy

O

2y 130 CigH0n

4y f- 8 1 270.38

£ #r 0 (17B)-17-Hydroxyestra-4,9,11-trien-3-one

CAS & % : 10161-33-8

Melting Point (Experimental)Value: 186 °C

Boiling Point (Predicted)Value: 490.8+45.0 °C (Condition: Press: 760 Torr)

Density (Predicted)Value: 1.19+0.1 g/cm3 (Condition: Temp: 20 °C Press: 760 Torr)
pKa (Predicted)Value: 14.73+0.40 (Condition: Most Acidic Temp: 25 °C)

(H{ B2 : SciFinder)



[EBRT71k]
1. 3
EREDEDFERA - N5 - TR, 3. KOG - J5l - ITiEA v,
LU IS R ORI EZ R LT,
1) BRI, ATeEZRfR Y fENIE 2B & . MBIk L7,
2) HEMIE, PIREZRBR Y Wi R . AU —fL L7,
3) i, MO —E L7z,
4) RLiF, I<HEA LBl

2. RE, REK
1) FEAESL . ARV R B OME YRR IR
O Y
ca-blbrdAmr s MR T MR, HE 99.3%
s B-blrAm s ARHIEETREMOR, M 98.1%
© BEHEJRIK
a-FL AR ROB-FL AR O EEN Iomg BELZEMEL, ThEh
T b=k U LICEME LT 1.0 mg/mL ORI 2 {5 L7,
@ AR R AR MRS
a-FL o ARe U EERKEEORB-F L rARo  EERKEERS L, 7 =1
UNLNTHEEAR LU, BEZHERL CRERER, FER Lz, FHERt
BORISHE DA RE L%, HKEWE 0.1 vol% X2 KT 0.1 vol% Xk - 7
v h= MU AREKE 3:1) BIKICEMR LTZ, BOoNEKRE S 512 0.1 vol%x
)01 vol% X - 7 h=FUAEK 3:1) BRECTHEHEGRLEZLDZ
o AR AE R AR HE IR & L T,
@ IR R
- BRI YR
a-hPL oA VEEREERB-M L Ae SEEFRK ARG L, 72 M
TAR L T 0.01 mg/L O FEDOEIK &R L7,
- JEUEFEFA Y R
a. ‘FOMA, FOMEN (BN E 0.002 ppm)
a-FL R U EEFEE NB-F Ao VERREEZRS L, 7E R
Y TARL T 0.02 mg/L DEEOWKZFHM L7,
b. ZFOFE RN 0.01 ppm)
a-FL R U EEFEE NB-F Ao VERREEZRS L, 7E R
YTCHRLTO0.1 mg/L OREORKZFARLT-,

2) & DA oD Fk KA
T b= RV R ®R)R, R RS - PCB BB (300 15 IR HE MR E )
n-~F 2 B R bR AR K - PCB ABRH (300 % I i f E i
BARFEET NV UL BT AL ARG, 7K - PCB R B



Fefe = F L @ BA b ()R, FRERR3E - PCB 3BT (300 £ M 192 i &)

AR BRI bR, KB K. LC-MS H

NV ZF AT I 74 NFEMEER)R, Rk

2-TNF0-1-AFNLEY V=T L p- b RV R BURAL AL T3 (KR)
MU 98%LL E

X B L7 AV AFORiSEdR)#, Le/MS H

0.1 vol% X% : B LR, HPLC H

0.1 vol% XM - 7t h= MV LI : B b5 (B, HPLC

SUBTNI =TT A V= Y A = A(BR)HL, InertSepSI (500 mg)

TF LUV TIVN-Ta YAk U B 7L Agilent # | Bond Elut PSA
(1g)

3. HE
Wik v~ s 2777 : Acquity UPLC (Waters %)
X T DERVE B HTEE - Xevo TQ-XS (Waters H)
BfEEE o—4% ) —x R L — % —NVC-2100 (i FRAL 2508 (k) L)
REYF A Y — : POLYTRON PT3100 (Kinematica AG)

4. WESRMK
717 A : CAPCELL PAK ADME (K. 7-£& 3 um, W% 2.1 mm, £ & 150 mm, (F)K
Bl v — & )

BT LR 40°C
BEFH : 0.1 vol% X (AK) MOV0.1vol% X« 7 h=kr VU LEK (BiK)
EIRSRE : THR

] (99) AR (%) B ik (%)
0.0 75 25
5.0 75 25
10.0 55 45
10.1 5 95
15.0 5 95
15.1 75 25
20.0 75 25

B EFA T © 0.4 mL/min

EAE :5uL

TRFFEER
a-blbrARmr FFEREY) 8375
B-hLrARur GHEERLY) 8.7%

BEONTNT A—H

Xy 7 U —FEE 2.0kV, BEEEE 600°C. B A& 1000 L/hr, =



— AW E 150 L/hr, 27 7 A ¥— 7.0 Bar, Y — RiELE 120C

£1 WEAAY (mk)

A =2 /N A ) Tag s MA@
7 Jp—H— 1A% (EfH) (EPER)
A A (kV) CE CE
m/z m/z
(eV) (eV)
a-hLrRa
N 362.0 40 197.0 20 253.0 15
(FHER)
B-FLrRur
e 362.0 40 197.0 20 253.0 15
(FHER )

CV : Cone Voltage (V) . CE : Collision Energy (eV)

5. EE

B U0 B D BN 25% 0 Y IR B, RIS 50%FH R EE . (RN ER 75%FH 24 IR
[EEE 100%FE 2 3 BE L (B3 125%F0 24 8 B & ONE =R 150%4H 24 3% FE D ff S A7 AF AR
MR (0.1 vol% ¥ e X 0.1 vol% X - 7 b=F U ALEK (3:1) IRR) %
L=, TAEN SuUL 2 LC-MS/MS [ZHEA L, B— 7 HEEICL Y Lok
A ER LT,

AREBRAE (1 g 3B mL iRBRIATE) 5 ul & LC-MS/MS IZVEA L., #axh i Bk
Ea-FrbrARa RO B-FL ARy og&x2 kD,

L2, BN 0.001 mg/kg OHE CERBRAHYRE) OmER, BREL O
RERE (R2E) &= LT,

1000000 [ 1000000
y=581653x - 2081.1
= 2 — ~
S sooo0p | RE=0.99%9 S 800000 |
: :
2} 2} = =
W 600000 | T e T
@ @
% 400000 | % 400000 |
) )
), 200000 | J, 200000
0 1 1 J 0 1 1 J
0 05 1 15 0 05 1 15
a -+ R0 (ng/mbL) a -+ 0 (ng/mL)

1-1 a-FlorRuroBaEiio—14
e EA F Y m/z 3625253, 45 BIEA A m/z 362>197



2500000 - 2500000

= y=12753813 x- 8,612 ~ y=1,142,191 x- 2,583
2 2000000 R? =1 2 2000000 | RE=1
B B
% 1500000 | % 1500000
# 1000000 # 1000000
i@ =
) §
J, 500000 J, 500000
0 . + . 0 " L ;
0 05 1 15 0 05 1 15
8 -+ A0 (ng/mbL) B -+L A0 (ng/mbL)

K 1-2 B-FLrRardlhEfo—14
e WIEA A m/z362>253, 4 WIEA A m/z362>197

6. WINEEOFR

A 10.0 g ICUSIMAREHEYR IR 1.0 mL 23N L TRA %, EIE T30 oMikE L7 b
DETIMFRELE Uiz, BBV (FROK) oA 1E, 3B 10.0g % 40°CO BT
B L TRl L. WSS 1.0 mL 23 L CTIRE %, -30°CC 30 M & LT
HEALZbozRMERE L,

7. RBRBEROFR

1) il

HEF10.0 g 12 n-~F Y fafi 7 b= F UL 50 mL KON n-~FH 2 50 mL 22 THE
A X UT2t%, KRR U A 20g ZIIZ CTE BIZHRE VT A X LTz, #455 3,000 [A]
B C S OB L72te, n-~FH U EEAE T, T =M VEER T, EREMICT
T h=hrUS0mL ZMZCHREDFA AL, ERRERICELDEELZ, T =
NUVEERY, o7k b= Y VEeabt, 78 b= KU %M TEMIZ 100 mL
& LTz, ZOWMKNHIEMEIZ 10mL 27 H L, 40°CLL T Tl L, A bRE Lz, 205k
WK 20 mL 0%, BER=F LR R n-~FH> (1:4) B 20mL $>T2EIEE
it U7z, WER=TF VL O n-~F - RIKIE A B D . 40°CLA T Tl L, WA BrE Lz,
ORI TF VRO n-~FH 2 (1:4) BRI 2mL 201z TR LT,

2) K

YUBFNI=HT A (500mg) ICHEFE= T LK n-~FH 2 (1:4) R SmL 1A
L. MR T, 2o 7812, 1) THLONERREEA L%, BT VR -
~AFHF L (1:4) B 10 mL Z3FEA L, WHKITE T2, RWT, B F L L O -~
(1) RBE10mL ZEAL, WHEZHD . 40°CLLT T 1 mL LU E ClRfME L7,

3) #HERt

2) THOLNICREMKZRBRE I L, ER 2R ST TRIEARE Lo, Z0EREWIC,
20mg/mL2-7 VA v-1-AF )Y D= L p- MV ZVR PR - T2 b= b U VIR
ImL, 7B h=FU VKO RV Z=F LTI (9:1) {RIK0.05mL Z 12 TR L%, =



IR C 90 ZyRiE LTy s8R UGS ORIk 40CLL T Cilgfg L, ImiEARELZ, 20
R %A 0.1 vol% X V0.1 vol%XEe - 7 F= MU AR (3:1) IRIKIZIEME L., 1EfE
WZlimL & Ly 0 REBIRKE LT,

7u—Fx—Fh

SUEF 10,0 ¢

WINEREL O id, IRIMAEERR 2 RN - %, =|IE T30 o BikiE
(JEMiD%E1Z., 40°C T L, WIMAEERER Z I, BAE#%. -30°C T 30 &M
)

N

n-~F M7 = MU S50mL KO n-~FH U 50mL 2%, 1 AT TS
A X

R R A 202 MATEIHIZ20MAEY A X

35y 3,000 [E#5C 5 oy flm O R, n-~T U EEE T, T b= ) VEERER
BEWMICTEF=hr)A50mL 2%, 20BAEYFA X

53 3,000 [H182C 5 syl Lo BER . 7 F=F U VE &R
TEhr=hrIAEEADLE, 7T F=FU L TI00mL IZER

Z@ 10mL (B 1.00 g MHY) ZE VD . 40°CLLF Tl L. WIEERE

FEMIZAK 20mL 0%, Bt T AV KO n-~FH v (1:4) {RIK 20mL 92T 2 [A]
e o

FEfE = F L KON n-~FH RIRIE & 40°CLL T CiifE L. WIEBR &

R AR T VRO p-~F Y2 (1 4) JRIK 2 mL CWM (i ER)

[

VAF NI =HF 5 (500mg) |

BT LETORBRTF LR n-~FF > (1:4) B 5mL THEH

Pl VA IR A TR

R rHB T L E R n-~FH > (1:4) B 2mL 32T 3 BEIYEVAA THEA
B2, BT A kR p-~FH o (1:4) BRIE4mL ZEA

KA TD

B = T LB QN p-~F 2 (1:1) B 10 mL Z1EA
WHIEZB Y . 40°CLLT THHE

% 2 AL

BERERBREICB L, FRERE T TREERE

FEWIC 2-7 N0 F0-1-AF LY== N p- ML AR B - 7R =K
NEIR (20mg/mL) 1mL, 7 F=hFUAKPRI=F LT I (9:1) B 0.05mL
Mz <

R T 90 sy E

NG ORI & 40°C LA T CTIME, WEBRE L, BEWE 0.1 vol% X WL T 0.1 vol% ¥
-7 hr=bFUAEK G3:1) BRICHEML, EMIC1ImL &35

CBR AR (1 g #0BH/mL)

LC-MS/MS



8. ¥ MU v/ AUIMELEEIR DR

7. RO ) IR LZHIEEWT 7 o 7 B 2 8E LTz, Sk
{ERISEDOEEZBRE L THE LN Z . ERIERHEERER (I 100%
MHYEE) ImLICEMLIEb0E~ N v 7 ARIEREERKR & LT,

[EREVOE L]

1. LC-MS/MS BIE&MH O iEt
1) JEA A DR

KT, 7a—Ar Vs alpirickv, g-bLrRa r OEERK (1000
ng/mL, 7 F=FUWKOK (1:1) BIKTHRLIZEKR) A%y CHJE LT,

ESI (+) I2BITAHB-FLrARarDvAARY MLA2K 2-112, ESI (—) 128
JHB-FLARB DT AARYT ML AR 2-21T/R LT, ESI (+) IZBWTIET =
kAN (IM+H]'. m/z270.9) 238 Su7z28, ESI (=) IZB8 W TH 7 = k>
7 (IM-H]. m/z269) IR Shiznoic,

FoT, A4 fbE—FELTESI (+) &KL, 7V I —Y—AF 2 mkz270.9
WZoWnWTruaX s " AU Axxy VIEEZIToT2, a-FLrArrOfif s 2-3
W2, B-hL R rofRE2X 2-4 128 L7, X 2-3 XK 2-4 D@0, m/z 198.8,
m/z2528 7 EDTa X M AP E T,

IHNEDRERENS, WIEA A m/z270.9>198.8 KN m/z270.9>252.8 Z VT a-h
LR EOB-hrRa rE2HE LEZ, £ S ng/mL OEERKZHNE L
o7 ua~ T AEK 3R LT,

a-hLrARmrbg-bbrAn  ZRIFICHBEARERTHY, TNENLDOE—2E
WIXBRHFTH-T-, £72, SINIZOWTIE, a-hLrARe L TS00REE, B-FLv
ABUTS00RETHSTo, ZNLOLDORENDL, SEREORMEELZ & ORBUEL
RS2 L2k, KRacfffH L7z LC-MS/MS (Waters i Xevo TQ-XS) (ZH 1>
TIEET A RBERENTG LN D Z & DR ST,

—J7. ARBETTHEM L7 LC-MS/MS IZFEFICHIERKE N S WETETH 572D A
MBI W T+ R EREN SO WA RELH D Z E R TRIN
77

Z 2T, K0P HAMARRBEOREE BN E LT, FEREIC X D HEKE DM
oW TRmRE L7z,

LC-MS/MS #IEIZE T 2 @EEEE L, T, a-FL oA EKOB-FbrARry
DIKBEEOFE B Z1TH> Z L 2B E L, FEREAE X 2-7vFe-1-AF Y
U= b (p- bz ZVR CEE) 2BIN LT,

B-FLrAua s lpug Y, 2-7 4040 1-AF LY V=0 A p-hLT U A )L
AU 20mg/mL, 7 =M EK) ImLEXPFY =FL7 I 0.0l mL &
WO - BRI T 60 W iE Lz, 15 D72 % 0.1 vol% X & T8 0.1 vol%
fig « 72 b=F UMK (1:1) BRI TI0MEAIWL, ESI (+) E—RFTAF ¥
HE LT,

ESI (+) iZBIFDB-FLrARar-1-AF LY V= AFERIEY D~ A AN

- 10 -



7 " EK 4-11TR Lz, FBERIEHO TRIND[M+H] (m/z 362) 53 LB & W
SR TR ST,

KNT, B ENE=T IV =Y —AF > mz36212ONW T T b A A%y
CYHEEITo T, REX 42K LT, TaX 7 A A E L TR, m/z197 KO
m/z253 DA TR,

Ax ¥ VHERRNT O X T b A AXy VHEDORERNSELNIZHIEA A

(m/z362>197 K N m/z 362>253) #HW\WCa-hL Ao VFEERLLHEDB-H L
AuerFEsibhaEllE Lz, TnZFn 1ngmL (a-FL oA EiZp-rLr>
At LT) OEEREZNELEZEO o~ N7 052K 5128 LT,

a-hbrAnrFEERAE B-FLrdAe rFHE eI BFICOBERTRE Th
D, TNENOE—I7BRIEIRGThHoT=, £/, WEA A m/z362>197 ® S/N IZ
DOWVWTIE, a-blLrRe UFHEERLY T 10000 FRE, B-F LR iFER{by T
30000 £ TH o 72,

b X212, 2270 A u-1-AF L EY V=0 L (p- bV AR CBE) #H
WTHOIMHRILAM TH D a-FL Ao ERB-FLrARue r2HEkbT 52 &
XD, SOEREONEREON EAMHFINTZI L2b, ARFICEBWTIEFE
AL L7z st AL G 2 JE T 2 3T DWW TRET L7z,

]
OH J
CHs = " \ﬂ
“u . N/
C

-11 -



101.7

2709
e
556 136
2718
1027
576
228
[\, T R R B B B R A ma B o e mz
&0 80 100 120 140 160 180 200 220 240 280 280 300 320
X 2-1 ESI (+) IZBITJAB-FL ALy DO~ARNXT hL
A%y #EPH m/z 50~350, CV 60V
100, 1126
=S
615
2486
1806 3166
134.4 1465
AR BAARS Mo s n s a s s s s s B B R B B e L B B B I RARSE Baassnsaasrasss 1Mz
&0 80 100 120 140 160 180 200 220 240 280 280 300 320

X 2-2 ESI (=) IZBTFBHB-FLrAhmr D RAARY fL
A%y #EPH m/z 50~350, CV 60V

-12 -



2708

2528

1988

X123 a-hlbrARvroryaX s " A AXxy o AT L
AKEOT7ER=FUV (1:1) BIK
ESI (+) . U B—Y—AF2 m/z271,
A% U HEIFH m/z 50~350, CV 60V, CE20eV

2709

2529

1989

@ 8 100 | 120 | 140 | 160 . 180 200 220 | 280 = 20 280 300 = 320 = 34
X 2-4 B-blLrARvroyaXr v A AXy L AT FL
AKEOT7ER=FUV (1:1) BHK

ESI (+) . U B—Y—A4F m/z271,

A v #EFH m/z 50~350, CV 60V, CE20eV

- 13-



mm)

i)

4000000 r

3 3000000 | — a-blLr®my
B
i
% 2000000 | )
N p-~rLrArmyr —
%
X 1000000 |
; _ JUl
8 9 10 11 12
BFR(5)

a-FL Ao EOB-bLrdRunrorza~ 7T A

T E I 5 ng/mL DIEMERHL 2 5 uL HEA

HEA A2 1 m/iz271>253

78717 2 0 CAPCELL PAK ADME (R, %8 3 um, P48 2.1 mm, £ & 150

BEIFE : 0.1 vol% ¥/ (A k) MTV0.1vol%Xie - 7k h=FVU LIRIK (B
TN AWM OBIE (3:1) 6 (7:3) FTOREAREZ 55

MTiToetk, (7:3) 226 (3:7) ETOREARZ 10 5H TIT- 72
P : 0.4 mL/min

- 14 -



100 2168

258
2138

%

3620
2748 2968
%17 - 11
M8 M3 339

200'21'0'250'250'2&0' Trereprreprey

250 | 260 270 2@ 20 300
Xl 4-1 ESI (+) IZ

—

PR A A
BIIHB-FrARarFEEREMDO~ A AT ML
0.1 vol% X2 K& TN 0.1 vol%Xfe « 7k h=hrU LK (1:1) {BIK

AKX X U m/z 50~400 (o™X m/z 200~380) . CV 40V

19%.8

2529

80 & 100 12 140 18

AL AN AL A LA LA A A LA LA LML AAnaL ALY MAAS AR Aanat MM Aatad LaaatAanss Bttt niad D11 4
180 200 220 240 220 280 300 320 A0 360 B/0 400

B-hLrdRurFERMeOT a7 "M A AF 2 AT kL
0.1 vol% XK TN 0.1 vol%XHE - 7 b= kU ik (1:1) RK
ESI (+) . U B —Y—A A m/z362,

A% X U HFH m/z 50~350, CV40V, CE20eV

4-2

-15 -



mm)

i)

15000000

= — B-hlLrAry
-~ r
# 10000000 | AL
)
e
=
+ 5000000 |
™
2 a-klLrRry -
FHEE /\ Jk
0 A 1 : )
6 ¢ 8 9 10
BFRI(7)
16000000
~ — B-hLrARmy»
& 12000000 | S
B
i
¥ 8000000 |
2
R a-h LroRuey —
Nl | (LD
0 B Il k 1 f
6 7 8 9 10
BFRI(7)

a-FLr ARy ROB-FL R OFERIEMO Vv~ N T T A
FNZEhn Ingml (bLrdRnor & LT) OEERKEL 5L EA

WEA A m/z362>197 (k) KO m/z362>253 (F)

538t 7 7 2 0 CAPCELL PAK ADME (K. 7% 3 pm, %S 2.1 mm, & & 150

BEIFE : 0.1 vol%F¥Ee (AiK) KTNO0.1vol%¥Ee s 7+ h=F VU LKk (B
TVt ARKOBIR (3:1) TSRMEREELE%. B:1) b

(11 :9) FTOREARZ 57 TIT->72,
7R : 0.4 mL/min

- 16 -



2) #FEARACSAF D RES

2-TNFO-N-AFNLEY V=T L (p- bz AR UEEE) ZH0Za-FL 2
A RURB-FLrRe rOFERILICE TS, OM)=F A7 I URNE, QIR
FE R O OGS RERNIC D W TRET L 72,

ORY=F AT I RINE

a-FL AR KOB-F L rARm AEERTK (4 1,000 ng/mL, 7& F=FVU L
W) 0.1 mL Z3BREICHRY | EFREFREMFT T M= MILERELEE, 2-
TNFBN-AFNLEY V=N p- bV ALK U - 72 b=k U AR 1 mL
EMzT, ~A4 7YV PERANTEEDO N ZF AT I 2R, kK, =
i (K 25°C) T 607 liE Lz, #FERLRISHE D@ Z . 0.1 vol%F i & T 0.1

vol% X [ +

TER=FUAEK (1:1) BETI00EZHR L7, BoNT-EK%E LC-

MS/MS THIE L. FIWIETFD a-F LR rFHEERIEHERB-F LR 5

KA O— 27 HEEZRD =, 2B, WEA A4 0% m/iz362>197 % 7=,

MERARIEOKG6IC R LT, a-Fb Ao ERB-FLrARumrbiz, Y

TFLT I UIRINE 0.005 mL ICBWTHFEKREY O — 7 mBEENRRKE -T2

LMD,

MU ZF LT U OFRMETE 0.005 mL 28R L7z,

BB, WMEOIXL S LCHREOMENREEEE L, ARGHZEBT L MY =F

LTS ORI,

mL] @I 5 #EL Lz,

#£1 MIZFATIUVRNELFER YO — 7 HEE

[7Er=hUAKR Y ZF LTI (9:1) BIE%E 0.05

FYZFAT IR (mL)

0 0.002 0.005 0.01
o-bbrhe  HREH 27309 168006 316490 292585
B-bvrRn  ERE 91569 809953 1038084 995237
| 1200000
350000
g 300000 & 1000000 |
5 - b
1 250000 | 3 ooooon |
@ 200000 | @ 600000
5 Hr
& 150000 -
T 100000 | S
A

Y 50000 L

0

0

0.005
FIZFI72(mL)

200000 |

0.005
FIZFI72(mL)

6 FHEMEAYWDOERIZKET MY =F AT I VIRIMEDZE

Eoa-hrrdRaryFHaRew, £ B-FLrAhu rFHER{by
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QIR JE K OVt g

a-FLrARr U RORB-F L rRe JEEEEK (4 1,000 ng/mL, 7k =KV
BWiR) 01mL Z#RABREFICHY, EFELREMFT T2 M= IVERELER, 2-
TNFON-AFAEY =T A p- bV ANVERVEREE - T8 b= ULVRH 1 mL
PMzlze 7B r=h I LVERM)ZF LT I (9:1) {BIK 0.05mL 2N, ##E
%, B D LIX40CTHEEMME Uiz, FHEMRISEOWEIREZ . 0.1 vol% ¥ i &
0.1 vol%XHE - 72 h=hYU AWK (1:1) RBIKTI00EAHR L, BONTREK
Z LC-MS/MS THIE L., HHEHT D a-FLrRo  FaEibmEk O B-FLrRn
FHEBMHOE — 7 EiEEZ RO, B, WEA A 21X miz362>197 # iz,
FERER2LOK 7R L, KT, BEC VLT, BT THEHINRIETK
IS EAT S TG A0 TP ERE WY — 7 mEEI GOz, RIGKERIZOW T, a-
oo Ru rFHEEERMEONB-F L rRue sy FBEEKEE LI, BN — 7 H
FEAE2Y 60 S LLEIZIZ L A E —ETH o722 L0 b, 90 2y DRGSR 2 3R L 7=,

2 BUOGWER - B &R O v — 7 i FEE

‘ RIS ()
NS
30 60 90 120
. . =t 301192 334981 339029 340100
a- kLR e R .
40°C 309014 327580 328618 327058
o = 952227 966296 967734 967761
B-bLrRu rFHER Y -
40°C 912877 925325 932346 931109
400000 | 1200000 [
350000 |
2 100000 0/9——0—8 @ 1000000 &—=8—8—-8
B ' B
B 250000 | i e
1@ 200000 | @ 600000
& &
i@ 150000 i@ 400000 |
100000 | T
o g | 4 200000 |
0 : ' : , 0 ' : : ,
0 30 60 90 120 0 30 60 9 120
B B

X7 FHEARCY) O AR FAE T B R M ONEE O 5228
Fora-blrdRe CFEREY. A B-hLUAR e R
@®: =R, O:40C
UL EORREHRE R b0 AREHZ BT 238 R bR IEIL,
U ATV =T MR OREMIZ, 20 mg/mL D 2-7 v F Hr-1-AFLEY
VUL p-hVERANKRUBE T = P AVRKRE I mL AR, T
T h=hUAKOR)=F LT I (9:1) {BIK0.05mL Z RN, HiER%., =&
T90 miE T DHEE LT,

- 18 -



3) T T DR

ST X7 ODS RD M 1 7 LT 5 InertSustain C18 (. 748 3 um, 2.1 X
150mm) ZHWTa-bb AR KR B-FLrihm s OERERKE (%4 10
ng/mL) . a-hlLrAe UFEEREMEDB-F LR o F BRI O ER K

(FborArrE& LT IngmL) ZHIELE, MEREX8IZRLT,

a-FL A EOB-FLrRa o nTld, BFICHBENFTTRETH Y . Th
Thor—2BKRb B THoT, —T7, a-MLrdhv U BFEEREMEIB-FL
N UFHEREIZON TR, BEROBEIR AT, E—2BRE T r—FTH

-7,

4000000 [ 6000000
5000000 | < B-LARY
& 3000000 | =~
b — a-tLA0Ow ¥ 4000000 |
[ i
vH fan)
¥ 2000000 | < 3000000 | oy
= gLty — =
3 & 2000000 | .
1000000

» “> 1000000 |

0 0 : : : :

7 8 9 10 1 4 5 6 7 8
BERS(4) B¥RI(7)

8 InertSustain C18 (23175 SRM 7~ K7 F A
BB 0.1 vol%X I (AfR) KO0.1vol%XEe « 7 b=k VU LiEE (B
)

VSR N PO N = S O ¢ R N P N =
BEA A m/z271>253
ABRMOBIR 3:1) 6 (7:3) EFTOREARE 5 M TIT-o72
%, (71:3) »H (3:7) EFTOREARZ 10 5MTIT-72

Hoa-hbrde UFEREMEDB - L rRe g Ry
WEA A > m/z362>197
AWBREOBIE (3:1) TSHoMRERFLEEZ., G: 1) 226 (11:9) £T
DIREAE % 5 3 TIT-o 7=

- 19 -



WIZ, THE~ FNEACHERM B > U B &)V % Fe3E L 7= CAPCELL PAK ADME
CR. 78 3 um, 2.1X150mm) ZHWCTa-hLb AU RONB-FLrRn r OEYE
Wi (% Sng/mL) | a-hlLrdhe U8R EHEDB-F LR FaRbyo
PEXERWE (P rAm b LT IngmLl) ZHE L, MEREX IR LT,

a-FL A KOB-FrrAarzRBIfICpBrieThHy, TnEnoe—7
RO BIHFCThoTz, 72, a-bL oA rFERLHE OB -F LR v iFEk
k>N CTH, BGRDEERELN, ThEZhoe—2BRE BiFCTho T,

4000000 15000000 [
atLkOy — SHAAE =
& 3000000 | a
B # 10000000 |
i I
£ 2000000 | gD — E
2 =
b + 5000000
£ 1000000 | { 3 -+l ROy _.A k
0 0 : : : ;
8 9 10 1 12 5 7 8 9 10
B BHEI(5)

9 CAPCELL PAK ADME (28175 SRM 7 1~ k27 F A
BB : 0.1 vol% X (AiK) KMOV0.1vol%Xfe - 7k h=hFVU LiEK (B
)

P oRR R N N i = SN O S N P = SN
BEA A > m/z 271>253
ABRMOBIR 3:1) 6 (7:3) ETOREAREZ 5 M TIT-o72
%, (7:3) 5 (3:7) EFTOREARZ 10 2 TIT-o72

Foa-bbrRa BB LN -N LR e CEERLY
WEA A > m/z362>197
AWM OB (3:1) T5aMERFLEZ. 3:1) 26 (11:9) £T
DIRERF A 5 57 TIT-o 7=

PLEDRERENS . KBFHIBIT 558 5 5L LT, CAPCELL PAK ADME (ki
£& 3 um, N 2.1 mm, £ 150 mm, ()R —#8) ZiEIRLT-,

-20 -



2. RERERFAE DR
1) fifi
HHEBIEIZ O WTIX, O gbkam TH D a-FL AR KOB-FbrAa
ERIBED A VAT B —VEREAT LT XV AT U RORE X5 o ORBRIEIC
BOWTEHEHINRTWS Tn-~FY U ROVEEKFE T N O ARGFETT7E =K VU L
W) 220FFERH L,
ThRbb,
A 10.0 g1 n-~FH 7 b= K YL 50 mL & O n-~FH > 50 mL % 0
ZCHREDFTA X LTI, WARET N UL 20g2MATEIHICAET A
X3 %, 457 3,000 [FlERC S pE OB L 2%, -~ UEER T, TR
=hNINVEBERD, BEWICTE =R L S50mL ZMZTHREYFTA AL
%, ERRLAEKICELDHEST S, TEM=FIAVEEZEHY, EOT7E =1
NEEEDE, T M=) AEZMA TIEMIZ 100mL &35,
BiEL LTz,

2) BRIEHRIEIZ DWW T

DR BILEM THD a-FL R RORB-F LA ot En-ah
HORMD OEN2EREEZBNE LT, BT, BREBELRH LT,

a-FL A EOB-FLrARa 4% 10ng (% 100 ng/mL O FsINHAFEHEZ R 0.1
mL) 280, BEEA2RELEZH, K20mL 2Nz, Zis, On-~F5 >, QF
e F N KN n-~FH 2 (1:4) Bk, OFFfg=F L K n-~FH 2 (2:3) Rk
EENZEN20mLINZ TR E 5 ROELDEE%. BB -~ o, b LR
e F L RO n-~FH REE) 2R 2BF2HIC 2BV IRL, Etho b
JE % R, TRBERRER . B E 0.1 vol% X KL V0.1 vol% X « 7k b=k U LA
W (3:1) 1B 1 mLIZ&ME L, LC-MS/MS THIE L7z,
FWREEIICRLE, WL LTS o2 A0 8a12iX, 3 BiRERIEL1T
STEGEThs THOAKRBEIZH2ICiEIN TV RWZ ENRB I, BEEs
L CHER = F L KON n-~F Y URIR Z W25 A1, 2 BIOEmEERIETHo A
JEZHRYE S ATz,

£ 3 RERIEC BT B EICE

EUEE (%)

1[5 H 2 [AlH 3[ElH &t

s a—T\l/‘//‘ﬁ:D‘/ 63 23 9 95
B-FLrRu 60 25 10 95

FEf =T LR n-~FH | a-FlLrRny 85 14 0 99
vo(1:4) Rk B-hL R 91 10 0 101
i = F LK N n-~FY | a-bLrFRr 96 5 0 101
vo(2:3) R B-FLrRmy 97 5 0 102
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UEDORERNS, MR EE2BE L. ARFHT BT 2 BEEREIL.
R 10 mL & ¥ fE, W E L THE O N 2R WITK 20 mL 20, Bl =
FNAK P p-~FH 2 (1:4) BIEK20mL T T2EIEE ST 5
BEL Lz,

3) I=M 7 LFERIZONT

fix DBREMHKRORE~ N v 7 ZOENRBRELZHE LT, I=TT A
WL BRE LT,

O =ZF LT IVNTuELI MM U BTN =0T LR

BT, DRI THDa-FLrRionr FOB-hLrRur RO L &
THR—NVEREET DT IV AL RORY AE Y U ORBRIBEICBWTEHH I
TWAZF LUV T I V-N-Ta by UMby U a7 =07 HAodm A% Kt
L7,

TFLTUTIV-N-Tae U b Y SV =57 A (Agilent # Bond
ElutPSA, 1g) Ca-FLb AR RUp-MLrARerziEAL, FiE=F /L 10 mL
THH LR, BUERIT S0%RE Tholz, Fifg=F ALK RAZ 7 —/ (1:1)
JRIE 10 mL Z B IEAN L7/ R, BMoBEHIE#ERE IR oTz, £2, XBEAD
Fefg=F 0 (1:99) JRiR. PV =F AT 2 ROER=F /L (1:99) BRREEHE
WL L THWERASS, Mo FLOLTHRELEBEA L FAEDRINEKETH -

oo BT, EEE—F /L 10 mL THEAL, FEEE=F /L 10 mL ZBIIEA L, 2 HIK
EFERBLESASOEIEZ, a-FL A2 T60%, B-FL v ARE 2 T65%Th o
77,

Vb, Bieh 7 ARIENE LN RhoTel b, ZF L VT I V-N-7n
AU U BNV =k T NI Lo i,

@ vUBTNI=HT LFER

WNT, BREERIEROBERBMERMEY OREZ BN E LT, YU TV I=HT L
D HYEE R LT,

UM TNI =T A (V=P A = AH InertSep SI. 500 mg) % A\ 7= kg
EIZOWT, BLT, BEtoiEzxs L,

- BT M O ERE O e

T8 n-~FH 2 5 mL THHF L7z InertSep SI (500 mg) 12, a-hLbrArKONB
-hvrARB Y (B 10ng %2 n-~FH 2 10mLICEMLIZSHD) ZiEALTE, &KW
T, B F LR R n-~FH o (1:4) BIKR, (2:3) BRK. 3:2) Bk, 4:
1) BIEA 10mL T OXMAREAN LT, FEHiEEHY . 400CLL T Tllfa L. Wik 4
Bk L7z, W% 0.1 vol%X M 1Y 0.1 vol% e « 7 h=hr U LiEK 3:1) &
1 mL IZ¥EfE L, LC-MS/MS THlE L7z,

FERAERAICRLE, a-PLrArrRKRB-FLrArrE i, n-~FH T
TR ST, —FELRU EOFBF L L ORIEEZ VD Z L TR AR E M
AREThoTo, BOoNTEND, YU BTNV =h T AERICE T 5 AM kO
BT THR=F AL RN n-~FH > (1:4) B 2mL CARL, B F L &K
n-~FH 2 (1:4) BRI 10mL THREFT 51 SIEE Lz,

-22 -



F4 VVITNVI=HTEDEOBEHRIO

a-hbLrARm v B-FLrARm

mies ait mies ast
(%) (%)

n-~¥H% 0 0 0 0

FEg = F LR n-~FH e (1:4) 0 0 0 0
FE =T LK O n-~FHr (2:3) 98.1 98.1 99.3 99.3
FEg T F AR n-~FH o (3:2) 0.9 99.0 0.4 99.7
FER T TR n-~FH e (4:1) 0 99.0 0 99.7

- U TR I D R

FEWT, WHEEIZOW TR Lz, TORFRBR=F AL LR -~FH > (1:4) &
% 5 mL C¥E¥ L 7= InertSep SI (500 mg) 12, a-FL AR KORB-FLrAnmy
(% 10 ng ZFEfR = F L K DX n-~F V2 (1:4) B 2mL ICERLI-H D) & AT
Lizte, LWIZHER=F L LR n-~FH > (1:4) B 10 mL Z3EA L, Wi HHRIE R
Tle WWNT, MR F LK R n-~FH 2 (2:3) BIKS L ITEERE = F L KO n-
~FHr (1:1) BIEKZ SmL 3 2FEALE, FIEHIEZEEDY . 40°CLL T THEM L.
W ZBRE LTz, BEY%Z 0.1 vol% XKL 0.1 vol% X « 78 h= U LRI
(3:1) {RIK 1 mLIZ¥fE L, LC-MS/MS CTHlllE L7,
ERERSICRLE, BT F AR i-~F Y2 (2:3) BIETEHEHLEEA.
BIF72BIERN G ONTZ OO, 15mL BEORHKRENLETH T, FifE=F L
LR p-~FHr (1:1) BETEHEHLESEIZE, a-FLrrARe OB -F LR
o2l BRI 5mL T L, 10~15 mL O W43 1T DI TR S e
oz, U EDERMNL, YU B FNVI =8 T 2ERICEB T 2 HEBET THER T
RO p-~FH 2 (1:1) B 10mL TIEHT 5] BIEE L,

#FS5 VUBTFNI=NTEANLDOEHIRNE
a-hlbrrm B-hLrAm
[FIIY =R &t [FIIY =R &t
(%) (%)
. 0—5mL 9.3 9.3 56.5 56.5
g = F L KO
5—10mL 84.3 93.6 40.5 97.0
n-~FH 2 (2:3)
10— 15mL 4.0 97.6 0.3 97.3
. 0—5mL 83.8 83.8 95.2 95.2
FEf = 5 )L K O
5—-10mL 12.9 96.7 0.9 96.1
n-~FY L (1:1)
10— 15mL 0 96.7 0 96.1
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3. TINENYERER

BREE T, FOHmA. FofEl. FofFlE. £, KomH., BKoEW. Ko
FFlge (47 &dh) & Az,

75 o 7 RBHC AR | mL 2300, L. SR TH30 0 RELED
D EFMBE L Uz, JRIHIC OV CIEH 40°C TIED L= 6. I MV TR | mL %
W, #HE L, -30C TR 30 M ikE Lz b oz imaket & L,

7T v BB R ORIGREHZ DWW T, T[EEBRFIE] 7. RBREROFE) (2L
T2 HECHEVRIE L, RBRIRR 2R Lz, SRR L 7= BRIEIKR %2 LC-MS/MS CTHlll&
L., BIRME, BEEROKE, SN &Rz,

O BwIRME
ARETHRMNLEETORN TN 0777 BHCBVWT, a-FL AR
YEOB-FLrARurOERZYEST LV IR SRR o7,
FEROFEME R 6-1 L 6-2 1ZR LT,

#6-1 BRVEOFAMAAR (a-FLRmr)

e | DB — OO FFRED FE E—D@mt i

No | HitHRILEH| AR ?,i"fg ﬁp’"f FEAE | e |DARI 550 TP EREEEE | B | e

(ppm) STOET | BEoR [ 0=t [ n=2 [FH @] o=t n=2 [ FH(®) | @) |
(AL [FOMAMRD | 0001 0002 |e®@M5[0.001 | < @i 0 0 788881 | 789579 | 789230 | 0.00C [5)
Lz] O RER(MRD | 0001 (0002 |e@MR% [0.001 | < @i 0 748402 | 753235 | 750818 | 0.00C )
N [0 BFI&(MRD | 0001|001 AW |0 <[0100 | 0 3696189 | 3659998 | 3678093 | 0.000 @)
4 [0 &M (LOQ | 0.001 ERIRS (0.001 | < @ik 0 388239 | 389011 8625 | 0.00€ )
5 | atLutor [FORERLOQ | 0001 SERIES (0.001 | <|0. @k 0 0 389394 | 392611 1002_|0.00C &)
_6 | (m/z 362197 [40 FHER(LOQ) | 0.001 SRR [0.001 | <[0333 | @ik 0 0 0 396836 | 397267 7052 | 0.000 o
[7] F3L(L0Q) 0.001 ERRH [0.001 | <[02333 | mik 0 0 0 | 373570 | 372232 | 372901 | 0.000 ()
_8 | BD Fr(LOQ) | 0.001 ERRHF [0.001 | <|02333 | mik 0 0 0 | 398637 | 398759 | 398698 | 0.000 (&)
o | B0 AR5 (LOQ) | 0.001 ERIRS [0.001 | <[02333 | @ik 0 0 0 | 408949 | 402957 | 405953 | 0.000 @)
10 & FFI&(LOQ) | 0.001 ERBS [0.001 | <[0333 | mik 0 0 0 [ 393279 | 392873 | 393076 | 0.000 )
N B ¢ N > N
#* 62 EIRMEOFHMFIR (B-FLrlnmy)

- sy | DB =0 HERED T v — D@ (EE) o

No | piistsicat|  KBE | |t | FEAR | g [BARE 550 Sy DA EREEEE | BRE | ms

(ppm) TTET |BE08 | n=1 | n=2 [FH(a)| n=t n=2 FH () | ()b,

(1] [FOmAMRD | 0001 [0002 [E®@MS [0.001 | <[0333 | mm 0 0 2418217 | 2421986 | 2420101 | 0.000 [®)
[Z ] FORERBMRD | 0001|0002 [E@MSF [0.001 | <0333 | mm 0 0 2106675 | 2126529 | 2116602 | 0.000 [®)
3| [0 B I&(MRD | 0001|001 M@ (001 | <[0100 | mik 0 0 11297530 | 11054170 | 11175850 | 0.000 [®)
—a | [0 #r (LOQ) | 0.001 ERIRS (0.001 | <[0333 | @ik 0 0 1193162 | 1197765 | 1195463 | 0.000 [®)
_5 | stLutoy [FORER(LOQ) [ 0.001 ZRIRS [0.001 | <|0. ik 0 0 1105678 | 1118533 | 1112106 | 0.00C (@)
"6 | (mz 36219 [%0) BHAR(LOQ) 1 EBIRF [0.001 | < e 0 0 1196449 | 1191202 | 1193825 | 0.00C [®)
(7] F3L(LOQ 001 ERIRF [0.001 | <[0. mh 0 1060232 | 1099692 | 1079962 | 0.00C &)
_8 | O m1 (LOQ) | 0.001 ERRI (0.001 | <[0. i 0 1196554 | 1210511 | 1203533 | 0.006 [6)
9| D &R (LOQ) | 0.001 ERIRI (0.001 | <[0.2: i 0 1213825 | 1217714 | 1215770 | 0.00C @)
10 BEO ATI&(LOQ) | 0.001 ERIRS (0.001 | <[0333 | mik 0 0 1177634 | 1173219 | 1175426 | 0. [®)
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© BEEROKEE (FEYEMAR Y IRE 2B L 72 RINEE o #5 5%)
AEEHYRED a-FL Ao KB -F AR s Z2iRINLEERE (Bof
W. FOREN. FONFHR) (2B 5 EE R OO TR E X
-fLrARm v ,j“ 78%~81%. Tk 0.6 RSD%~1.5 RSD%
B-hLrAmr: BE 75%~82%. PHTHE 0.7 RSD%~1.5 RSD%
Th (R7-1 KN 7-2) . ETORFEMICBOWTEED BEME (70%~120%D &
FHA) KOPHTHREEE O B EEfE (25 RSD% A M) % i & L 72,

#7-1 HEROHEOFMMAER (a-FLrhny)

TERIRT | HMEE | FHRE | TERR wEiE BIRE(%) HE |HTHE SIN

A o
No.| pist&iEE™| 28 |(1okg) | (opm) | (ppm) | O#FE | = | s | P | o=t | n=2 | n=3 | n=4 | n=5 | (% [(RSD%)| Max | Min. | F5&
[ 1] atLoAOy A0 FR (MRL | 0.001 0.002 0.002 — 428206863 | 1964 0.9999 81 81 82 82 81 813 06 45591 | 23111 | 34351
[ 2] (m/z 362197 40 fERF(MRL | 0.001 0.002 | 0.002 - 418132269 | 1351 | 0.9998 | 79 78 78 79 78 784 07 37281 | 23948 | 30615
3 4@ AFEMRD | 0.001 0.01 0.01 = 396839772 | 30713 | 0.9996 80 80 79 78 7 787 15; 190086 | 116411 | 153249

#7172 BEROKEOFMER (B-FLrAnry)

N o ERIRR | BE |FmAE|ERER B ERE) HE |HTHE sin

No.| pirRitat|  BRE  |(ngkg | (opm) | (ppm) | DFfE | x| o | cg | n=1 [ n=2 | n=3 | n=4 | n=5 | (%) [(RSD%| Wax | Min | F3518
L1 | 8L Ay 40 R (MRD | 0.001 0.002 0.002 = 1298029986 | 4788 0.9999 81 82 82 82 81 816 0.7 142955 | 70967 | 106961
2 | (m/z 362-197) 40 BsR(MRL) | 0.001 0.002 0.002 - 1269634964 | 4527 0.9999 75 74 75 76 74 745 09 108844 | 69144 | 88994
3 EOREMRD 10001 1001 1001 = Tvirssosasr [ 228372 [ 09991 | 83 | 82 | @2 | 81 | 80 [ 814 [ 15 [626011]379998]503005

@ E=ERI (0.001 mg/kg FH 24§52 RN L 72 W0 O F5 )
EERAMYBEDO - L Ra KO B- I//T o ERMUZERE (o
W o- fBR - BRI - SL. RO - BBRG - FFBR) | B K OV TR BE 1
a-hLrARm ey BEE 78%~84%, Wﬂ%fﬁ 0.4 RSD%~2.5 RSD%
B-MLrAnmy : BHE 76%~84%. PHTHHE 0.4 RSD%~3.0 RSD%
Th (F8-1 4182 . B TORFRMICBVWTEEDHIEME (70%~120% D &
PAN) K OVDHTHEE © BEEE (30 RSD%AT) Z it jd L 7=,
F7-. SINIZOWTIL,
a-~L AR Y 0 9000~20000
B-hLraAnmr :28000~69000
TH ol
INLDORERNG, 0.001 mgkg DEEBRRZRENR THD Z &ENRINT,

#8-1 EEMAOFMEAER (a-F LR )

- ERIRS | HEfE | FHRE | TERA B8 EIRE(%) HE |HITHEE SN

No. | PHHEILSY)  EHB | (mgko) | (o) | (opm) | 0eFf | M= | b5 | 2@ | n=1 | n=2 | n=3 | n=4 | 05 | (%) [(RSD%)| Wax | Min | ¥5m
1] |40 A (LOQ) | 0.001 0.001 SIN 420275667 | -3924 | 0.9997 82 84 84 84 85 837 16 15928 | 11558 | 13743
L2 40 fgR5(LOQ) | 0.001 0.001 SIN 431877102 | -2068 | 0.9999 81 80 79 76 79 8.9 25 12910 | 9915 | 11413
[ 3] LAY | 4D AHAE (LOQ) | 0.001 0.001 Sl 432176252 [ 4151 [ 0.9998 [ 81 8 80 8: 81 1.2 15 20980 | 13261 | 17120
[4 | Sluits, oo 0.001 0.001 SIN | 2962¢045 | 4409 | 09999 | 78 | Tt 78 | 7 79 [ 78 4| 16820 | 12690 | 14756
[ 5 | D #if (LOQ) | 0.001 0.001 Sl 450123503 | 1474 | 0.9999 | 79 7 77 7 80 8.1 4 11917 | 9074 | 10496
[ 6 ] B B (LOQ) | 0.001 0.001 SII 445860791 | 2838 | 0.9999 | 82 8 81 8 80 80. A 17611 | 12203 | 14907
7 1FO fHiE(LOQ) | 0.001 0.001 Sl 433323950 | -2617 | 0.9999 80 80 80 80 79 79. 4 13748 | 9249 1499

#% 82 EEMBAOFMAEER (B-FLorAry)

& s TRIRF | L | AR | TRIRR ®RE ORE(%) HE | HHTHEE SIN

No. | pFAEIEE!| BB | (mgkg | (pom) | (pom) | OFFME | BE | 9 | P | o=t | n=2 | n=3 | n=4 [ n=5 | (% |(RSD%)| Max | Min | ¥
1 [0 8 (LOQ | 0.001 0.001 SIN_|1zrie93014| 6853 | 09999 | 83 | 84 | 84 | 84 | 84 | 830 [ 08 | 51495 | 36832 | 44163
2] 0 BEfF(LOQ) | 0.001 0.001 SIN_|1ze7sei264| 165 | 09998 | 79 | 79 | 76 | 73 | 77 | 766 [ 30 | 41864 | 31345 | 36604
[ 8] B-bLoAOy | 4D AT (LOQ) | 0.001 0.001 S 1279155050 | 6730 [ 0.9998 3 83 82 85 83 ’ﬂj 2 69137 | 41406 | 55271
_4 | (mz 362197 [EELILOQ) 0.001 0.001 SIN__|rzssoterso| 13842 (09998 | 76 | 77 | 76 | 77 | 77 | 764 6| 52261 | 40124 | 46193
5 | D A1 (LOQ) | 0.001 0.001 SIN_ 14791007 | 6272 | 09999 | 81 | 82 | 79 | 80 | 81 | 807 E 37393 | 28651 | 33022
_6 | D AR (LOQ) | 0.001 0.001 SIN_ 1313238475 10579 | 09996 | 85 | 84 | 85 | 83 | 83 | 839 I 55156 | 40298 | 47727
7 1FO fHiE(LOQ) | 0.001 0.001 SIN _[1312267388| -608 0.9997 81 81 81 81 81 80.9 04 43374 | 29029 | 36202
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4. HEOEOREI~ N v 7 RDOEE

a-hlLrARm rOFEMEMERE R OERRFIREICKS T O2HEOEORE~ Y »
JADEBELF 9112, B-FL R OEAEEEEROEERAEEICET S
EOBEORE~ NY 7 2D BEEFK 9-2 IR LT,

TOMENGGRER 1235 1T 5 [EIER 100%FH 2 i B O IR IR ES IR IC T2~ b Y v 7 A
WIEERER O — 7 HRELZ ROTZFER, a-F LA m o TIREEREEOE &R
RIEFETENTN 0.89~0.93 X 0.87~0.93 TH o7, B-hL Ao TlLAEYER
EOVEERRBEETENEN 0.83~0.93 X1 0.85~0.94 Th > 7=,

EDRERNG, a-blrAuarkRB-FLrindbil, AEOBEORE~
MY w7 ZOBIZLY, EREENSRKELSEHTLAREEISRNVWEE LN,

#£9-1 HWEOEORE~ RN v 7 ZADEE (a-FLrARay)

= i | a | EEER

No [ HIHRIEST | BBE | Con | oy | (s | AR (@ARE [ [ i odmmEE: REEESR =5

J PP PPV | (mgL) | BED R n=1 n=2 n=1 n=2 T | @ikt |

L1 :Fﬂ)ﬁm (MRL) [ 0.001 0.002 0.002 0.002 ik 0 788881 789579 789230 857825 856453 857139 0.92
[ 2 ] |40 fgff (MRL) | 0.001 0.002 0.002 0.002 il 0 748402 753235 750818 837135 855191 846163 0.89
[ 3 | (4O AFiE(MRL) | 0.001 0.01 0.01 0.01 fiats: 0 3696189 | 3659998 | 3678093 | 3990416 | 3929700 | 3960058 093
_4 | (4O A (LOQ) | 0.001 0.001 0.001 fiali: 0 388239 389011 388625 413438 423653 418545 0.93
_5 | etlbfor |0 BER5(LOQ) | 0.001 0.001 0.001 i 0 389394 392611 391002 428346 428148 42824 .91
[ 6 | (m/z 362—197) _:*(Dﬂ?lﬁ(LOQ) 0.001 0.001 0.001 mi 0 396836 397267 397052 426951 423195 42507 .93
[ 7| F3.(LOQ) 0.001 0.001 0.001 i 0 373570 372232 37 422157 433202 42768 .87
| 8 | D AR (LOQ) | 0.001 0.001 0.001 @i 0 398637 398759 39869 447464 441363 444413 0.90
[ 9| JFED BsRA(LOQ) | 0.001 0.001 0.001 i 0 408949 402957 405953 441637 435038 438337 0.93

10 JFO & (LOQ) | 0.001 0.001 0.001 i 0 393279 392873 393076 433567 425007 429287 0.92

#9-2 HWEOEORE~ RN v 7 2ADEE (f-FLrARay)

- i | | EEER b - o EHED
No | pUsRILet| BRE T | DM AR T DUE I TR F Y31 5 % =5
ke | (pp! pp o)l n=1 n=2 F5 n=1 F1y | mHhkt
[ 1] (4O AHA (MRL) | 0.001 0.002 0.002 o 0 2418217 | 2421986 | 2420101 | 2614704 | 2574955 | 2594830 0.93
2] 3:0) AR (MRL) | 0.001 0.002 0.002 mi 0 2106675 | 2126529 | 2116602 | 2546769 | 2569703 | 2558236 0.83
[ 3 | 503 FFEE(MRL) | 0.001 0.01 0.01 ks 0 11297530 | 11054170 (11175850 | 12127472 (11852024 |11989748 | 0.93
_4 | |40 A (LOQ) | 0.001 0.001 Jisiky- 0 1193162 | 1197765 | 1195463 | 1258991 | 1288081 | 1273536 0.94
_5 | 8+LuAOr [4OREEI(LOQ) | 0.001 0.001 [iaky: 0 1105678 | 1118533 | 1112106 [ 1277355 | 1293387 | 1285371 0.87
[ 6 | (m/z 362—197) (4O AHE(LOQ) | 0.001 0.001 ik 0 1196449 | 1191202 | 1193825 | 1268945 | 1262261 | 1265603 0.94
L 7 | 43L(LOQ) 0.001 0.001 o 0 1060232 | 1099692 | 1079962 | 1267482 | 1284239 | 1275860 0.85
. 8 | B A (LOQ) | 0.001 0.001 mi 0 1196554 | 1210511 | 1203533 | 1376680 | 1332645 | 1354662 0.89
[ 9 | B fER(LOQ) | 0.001 0.001 ity 0 1213825 | 1217714 | 1215770 [ 1300521 | 1283740 | 1292130 0.94
10 B A& (LOQ) | 0.001 0.001 ik 0 1177634 | 1173219 | 1175426 | 1323183 | 1293219 | 1308201 0.90

EBREERICB TS a-FLrARo EOB-F L Ao ODSRMZ < K75 A
ZX 1012, b—FnA A4 ra~x b7 Th (AXy o m/z100~400) 22X 1112
~L7T,
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[ 7 ]
BEMFTDa-FLrARa L RRB-F LR ORBIEIZHOWTHRE LT,
B S>WTIEZ, 7' b= MUV (KRS R Y O LR p-~F i 0
HF) Wk, BrOSEW»S a-F LRy BRORNB-FLrBa v 280
HAgE L B2 iz, BREBEIZO VT, BT L E R p-~FH 2 (1:4) B
WRICERE, YISV I= AT AEMETH) LT, MexOEERHRKO~ Y
v 7 A& R B O EICFRERE TH o 72,
F72, LC-MS/MS IEIZE T D mEELZ B E LT, 2-7 A r-1-2AF LY
V=Uh (p- MV U RANVKRUERE) EROGTEFHERLIC OV TR L, FEARLE
Nlca-FLoAa U EOB-FrrAury2JlET S LT, ®ERERHENATRET
bole, ST, TS FNEMFEREE VDT NVERE LI T L2l
HA+2szZ&T, BERfbEnza-bLrRurrEOB-MLrRu sz BIFICorBEn
BBTHh-oT,
BAZE L= HiEzE v, Fofml - BN - BFl - L. BRORA - 516 - TR 2 x5
WHEMEN SR GRINEE - B HRETRMIZT 5EEE L O 0.001 mg/kg) % 3 L
ToRE S
- IR
st L7 2 ToORMICB W T, BRI BEIZE)N - -,

« B R OV T RS
REFREDa-F LR ROB-FLrRa il onT, RglLzaTo
BMICBWTEEROIHMTREO BIEEZwE LTz,

- EERA
TRONFEFE 0.001 mg/kg O RMEE 2 H W 7R INEIGRBRICB W T, a-h LR
BURRB-FLrARrrEBIC, BEE, JMTREELRONE—2 0O S/N O HEHE
i L7-Z &b, EERMITIA 0.00l mgkg ICHEARETHI EEZ LN
7=

UEORERMNS, GEMFHOa-FL R EOB-FLrARuroRBriEks L
T, AMECHIE L HEEZEATRE (EEBRBMIa-FLrARa EOB-F LR
7l 12 0.001 mgkg) ThDH &M,
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