MAME L, BRIEFARICB T MR REE LD b DO THY | MBRIEDFHHEIZEE L T
ZEL LTI, B, MEEONAE L@k F 7235 RERE & OIS 55812
(T, EEE 7 ITERRBRIE N T 0 2 A TRELSIZE N,

BT 0REEFEDORD THLWED
ABRTEPAIE 5 I 2 s+

FXAY AL URONY A5 R ()



FEYRAZ S URONRY A Z Y U RBRIEOBRH

[EM]

TEXYPRALZT U RORE ALY %, fEE a2V T aA FOGKREIEKERLVE S
ThD. 7/1/::/1/?:!4 RZRRICY) A RELTRE L, RIEKIL, BER,
WEBTAEFICEAGT 22 NV HEOBIRFRBALRE T 22 LI2L0 ., SLRIEEH.
FEMHIEA ., I EAERE L RT EEZ LN TS,

TXY ALY F, ERNICBWTEHERELE L ORKEBINTEBY, 407 b
— VAR R NG ORIEIR R O RFICK L Ciex AT HiEHAIE LT
HEanTnsg, BATIE, KEBEWDOr h—r 2AZEORFHEBDOIBEIZH OGN T
W5,

FTEYV AL DONIRBEMERTHDL_E A2 i, e MAERSE L TEERN
SATHFE - STV AR, EHSMAOERELE L OUIENATHEBE I LT
2N,

S, BRZEZERICBVTRMBEBEEETMA SN2 liEx. B
WY HERLSEICBEBWTENTOBRBEDRD T 7 ) 2 - H| AR
E SN2 BYEM (Wb 2B EEREEM) NEE S,

FROBEND, FIICERE I N AR (REHEMR) COMRAEITKISATHE 72
BRIE AT D2 MBEENE LT b, RREICBWTIX, SEDFOT X5 2
BT U OIRE A BT DRBRIEERE LT,



TRV RIS U RONRE X Z D FEYEE

FYEfE (ppm)

joE R . . .
TRY AL NERAL)

FORHA 0.001 s
KD A 0.001 s
Z OO EEER I BT 2B O A 0.001 s
ER2iEY] 0.001 s
RO RE N 0.001 s
Z OO W EHIEIC BT 2B DR 0.001 AR
SR2UIL 0.002 s
R D Tl 0.002 s
Z OO R EHIE I BT S B O 0.002 AR
20> ik 0.001 s
JR D Nk 0.001 s
Z OO g LSRR T 5 B O B s 0.001 s
AR A 0.002 s
K& BB AL 0.002 s
Z OO FEEW I B3 D B O AL 0.002 g
FL 0.0003 AR
DA AR AR
ZOMDFEEALDFHA AR AR
Ee 1) i A g
F OOFE X A DRE A kg
% D g AR AR
Z OMMDOFE A DITIR AR AR
7 D R ik A g
ZDMDOF E A DEINE A kg
70 &AL K A
ZDMDOF E OB A A
DI A g
F OMDFEE A DI A g
I

THHD
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57 T2 0 CoH29FOs

IUPAC : (8S,9R,108,118,138,14S,16R,17R)-9-Fluoro-11,17-dihydroxy-17- (2-
hydroxyacetyl)-10,13,16-trimethyl-6,7,8,11,12,14,15,16-17-dodecahydro-3H-
cyclopenta[a]phenanthren-3-one

CAS % 5 : 50-02-2

log Pow:1.83, /KIAFRIE : 89 mg/L. AXUE : 8.86x10-4 mmHg

5311 392.46

(Hi8h « 5+ ciE B ASER . ChemlD plus: https://chem.nlm.nih.gov/chemidplus/)

OREZ X KB v

o)

57 T2 1 CoH29FOs

IUPAC4 :

(8S,9R,10S,118,138S,148S,16S,17R)-9-Fluoro-11,17-dihydroxy-17- (2-hydroxyacetyl)-
10,13,16-trimethyl-6,7,8,9,11,12,13,14,15,16,17-dodecahydro-3H-cyclopenta[a]phenanthren-
3-one (8S,9R,108,118,13S,148S,16S,17R)-9-fluoro-11,17-dihydroxy-17-(2-hydroxyacetyl)-
10,13,16-trimethyl-6,7,8,11,12,14,15,16-octahydrocyclopenta[a]phenanthren-3-one

CAS %5 : 378-44-9

log Pow:1.94, /KIEfiEE : 66.5 mg/L, ZR5JE : 8.86x10'* mmHg


https://chem.nlm.nih.gov/chemidplus/

5311 392.46
(Hi8h « 35+ ciE B ASER . ChemlD plus: https://chem.nlm.nih.gov/chemidplus/)
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[EBRT71k]
1. 3
TR O DFHR - J5NG - ITiE. 2. RO, BOMHA - IR ORI Z vz,
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
5) BWINT, BAbRE, 2L,

2. RE, Rk
1) FEUE S, A UK M O IR IR
O Y
CFXHAEY v BT A AFEEE )R, HE 99.3%
CRBERAE BT AL AFOEREE R, HE 99.4%
@ FEAE
THRY AL RORE AL OFFFEER 10mg FREZHEL, ZAZ0T
T h= R~ U VISR L T 1.0 mg/mL OEEAEFHE Z R L7z,
@ AR R AR MRS
a. FEEMMAYREORNRAE ZEET HHE
TR AL NEREFGR Z . 0.1 vol%BERE K O 0.1 vol%lEfE « 7 & h=h U
VYRR (3 :1) IR CHEEARL -,
b. EERAMHYREEORMAL 2 ER&T 555
T XY AL NEREFTIR G AR Y A X A RERERR 2 1R A L. 0.1 vol %z
Je V0.1 vol%EEfE « 72 h=h U LEEIKR (3:1) IRIK CHEEARLZ,
@ TN AEAEPR
- ERMRSAEYIRE (BN 0.00005 ppm)
FRY AL BT ORY AL EREREERA L, TR T
AR L T 0.005 mg/L i< FE DK Z i U7z,
- R UEfE A Y R
a. ‘FOMA, Lo, KOMA (FINEEE 0.001 ppm)
FXY ALY ERERE AT & b TAR LT 0.1 mg/L 3 OB % il
w7,
b. 4 OFlE RINIEEE 0.002 ppm)
FXY ALY ERERE AT & b TAR LT 0.2 mg/L OB % i
w7,
c. ¥ (FRINYEEE 0.0003 ppm)
TR ALY R T~ 2 TR LT 0.03 me/L iR FE OV &
w7,



2) & DO DOFFE
T =RV BRATEERRR, FRR RS - PCB RUBRAH (300 % R i iR E )
n-~F Yo B, FRR R - PCB BB (300 % R #i i 2 i
MORRREET N U oL B L7 AV AFEMEER) R, R R - PCB B H
FEfR = 7L« BIR b ()3, ZR 423K - PCB &RBR (300 i IR AH IR i &)
A B bR, KR K. LC-MS H

AL =) EEATER)E, LC-MS A

X . B L7 AV AFeisEdk) . Lc/MS H

Wefg & L7 A v AR (RR) B, LC/MS H

0.1 vol% X% : B b7 (k). HPLC H

0.1 vol%¥ M « 7 b= kU VIR : BEAZ®E)R, HPLC H

TFL VT IV-N-Ta LU MY BV =T A Agilent # Bond
Elut PSA (1,000 mg)

3. EE
Wik v~ s 2777 : Acquity UPLC (Waters %)
& 7 NAVE BT R - Xevo TQ-S (Waters i)
BfEEE o—% ) —x R L — % —NVC-2100 (i FRAL 2508 (k) L)
REYF A Y — : POLYTRON PT3100 (Kinematica AG)

4. BIESRM
% 7 2 : CAPCELL PAK ADME S3 (ChZ /%% 3 um. WL 2.1 mm, & & 150 mm, ()
KB v — &)

BT LR 40°C
BEIFE © 0.1 vol%lERE (A Wk) K TNO0.1 vol%lEfe « 7% = U LRk (BiK)
EIEM - T#

i (47) AR (%) B ik (%)
0.0 75 25
5.0 70 30
10.0 50 50
10.1 5 95
15.0 5 95
15.1 75 25
20.0 75 25

BB © 0.4 mL/min
EAE :5uL
REFEERD -
TXVRAEY LV 86457, NH AKXV 845



HEH/NT A—H
Y 7 U —FE/E 1.0kV., DAEEEE 600C, BiiEE A A& 1000 L/hr,

—  H APiE 150 L/hr, 27 7 A % — 7.0 Bar,

£1 WEAAY (mf)

YV — ZIEE 100°C

Tagy v A0 Tagy A F @
7V —H— Ccv (E=H) (EMER)
A A (kV) CE CE
m/z m/z
(eV) (eV)
TR RAE 450.9 30 361.0 25 307.0 -30
NRE AL 450.9 -30 361.0 25 307.0 -30

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

5. E&

TR BE DRI R 25% A0 M B[R 50%AH Y B2 IR 75%FH 24 i i

[E 3 100%FH 24 3 BE . [BIIL R 125%FH 24 2 B K OV =R 150%F0 24 I B 0 f &R 1E Ak
MEEHERS IR (0.1 vol%HElE K T8 0.1 vol%HElg « 7 b= MU MiEiE (3:1) BIK) %
TR L7, FN TR 5uL 2 LC-MS/MS I[ZVEA L, B — 7 HREIEIC LY KB O

MR AR LT,

AREBRIAE (5 g 7B mL ARABRIATE) 5 ul & LC-MS/MS IZVEA L., #axhf Bk

FOTFXIAZ I RORZRAZ Y o OEEE RO,

B 112, #MIEEE 0.00005 mg/kg DY (F&RFAHLIRE) OER, BFHA L

ORERE (R2E) %R LT,

10000

8000

6000

4000

2000

E-OERE(EEED

y = 21820x - 3.2805
R? =0.9994

0.1 02 0.3
FEY A (ng/mb)

04

X 1-1 X WA Z Y OBE/{O—1HF

e EA A miz451-361, & IEA 4> m/z 451—307

y=5133.9x + 10.108
R* =0.9982

0 0.1
FEY A2 (ng/mb)

03

04




7000 2000

iy 9000 y = 16904x + 20.635 a y= 4;?4 10><9; 3317'767
= R? =0.9995 S 1500 =
B 5000 + B

3] 3
% 4000 %
1@ @ 1000
% 3000 %
{]\ 2000 ll\ 500 |
1000 kS|

0 0

0 0.1 02 0.3 04 0 0.1 02 0.3 04
ANBAF(ng/mL) NBAF(ng/mL)

[ 1-2 & A& DR — 1
e WEA A m/z451-361, A WIEA 4> m/z451—307

6. WNEEOFHR

OB 10.0 g IR AR HEVSHR 0.10 mL 23RN L CIR A%, =i T 30 oMk L7z
HOEEMEARE Le, FOIEHOSHAE, 30k 10.0 g 2 40CO & TR L T
AR L. WRIDAEHEYRIR 0.10 mL Z ¥R L CTIRA#. -30°CC 30 4y M E L CHEE1k
L7=bozaiimket s L,

7. REBRBEOFR

1) it

HEF10.0 g 12 n-~F Y fafi 7 b= F UL 50 mL X n-~FH 2 50 mL 2 CTHE
A X UTt%, KRR U A 20g ZIIZ CTE BITHRE VT A X LTz, #45 3,000 [A]
B C S i OB L7ote, n-~FH U EEETC, T2 =M VEER T, MY
T h=FU VL 50mL ZMXTCHRETFTA ALt Lt RERICEODEELT-, 71 =
NIAEEERY, o7 h=Rr)vEeisdbt, 7& h=FU L&A TIEMIZ 100 mL
& LTz, ZOWMKNHIEMEIZ 50mL 20 L, 40°CLL T Cilfid L, a2 bRE Lz, 205k
BTk 20 mL 0%, BEEE=F /L 20 mL 3> T2 EHEE S L=, EEfe— T V8% £
D 40CLLUT Cileifa L, 2 BRE Lz, ZOREMICHIR—F /L 1mL 22 T LT,
2) FEH
TFLVTIVN-TrELT Y LT Y BTV =T A (1,000mg) (IZEERET T L5
mL ZFEA L, WHKITE T, 2OBT7 A2, 1) THOLNEEREFEALTE, SHIC
FEfE =L 10mL ZFEA L, WEHIKITHEE Co, IRWT, BRB=F LKA Z J—/L (9:1)
IBHR 10 mL ZFEA L, HIRZERY . 40CLLUT Tl L, Wit ZbrE Lz, Z0kEm%s
0.1 vol%JEfE K& TY 0.1 vol%HEfE « 7% h= h U WEIR (3: 1) IRIRICIEM L, EMEC 1mL &
L7cbDZRBRARE LTz,



7ue—F¥—Fh

SUEF 10,0 ¢

i

BINGE OBEITIE, IINAEEE R Z 3 - %, =T 30 o MkiE
(FOREM DOBE1E, 40°C OB T THIR U CRlAE L. #SIn R MER & N L TR

EH1% . -30°C T 30y RKE)

n-~F Y UEMTE b= MU S50mL XD n-~FH L 50mL 2N, 1 oflEaE YT

° %
WARRIET RV DA 20gEMATE BIT25MAEDF A X

47 3,000 [FIEA T 5 oM E LB, n-~F Y UEEET, T M= MU AEEERT

BEWMICTEF=h)A50mLZMA, 29 AT A X

853 3,000 [H145 T 5 O EER . 78 M= U VE &R
TEhr=hrIAEEADLE, 7 =ML TI100mL IZER
Z®50mL (B 5.00 gMHY) ZE D 40°CLLF TR L. WIERRE
FREWIZ/K 20 mL & N %, BEEET T /L 20 mL $°-> C 2 [AR & 5 i
Wil = V)8 % 40°C LA T Tl L. WIEBR =

R Wil = F L 1 mL TIEM Gl A IR)

EFLU T IVNTrEALS U AT ) B S A I =5 F 5 (1,000 mg)

7T bk T OEEETF L 5 mL TG

i H IR 22 BN

Kesh BB F /L 2mL 72T 3 BEEVIAA THEA
Tz, EiA T TV 4mL & EA

AR EETD

BB = F AR RA K 7 —/L (9:1) {BIK 10 mL #EA
WHEZRD . 40CLUT TRRME L. Wiz bRk

PR % 0.1 vol% el K O 0.1 vol%MERE - 7% h= b U LA (3:1) IBIKICIAfE L,

EMIZ 1 mL &9 5%

[LC-MS/MS | (5 g atkt/mL)



8. ¥ MV v 7 ARINEEEHRDORAR

(7. RBRBEORK) ISR L FECENT T o 7 B2 #EL, =F L
YIOTIV-N-TREALT Y LT Y BTV = h T A D ORI & BAE - R BEER
ZLTHRLONEEY 2. RERIERAEERE (B 100%MH Y E) 1 mL 2%
fRELT=bDE~ MY v 7 ARIMEERIRE LT,

[(FERERUEE]
1. LC-MS/MS & &M D fdt
1) 7V —H%—AF DR

L Tu—g( 7 a OHTIC CTXYAES R ORRE ALK D
BRI (21 100 ng/mL, 7t kva % )w&zﬁk (1:1) R THRLIZE
W) #Ax%y U HE L, ESI (+) ICBIFAT XY AL UV RORA AL D~

AR M EZENENK 2-1-1&0 2-1-21Z, BSI (—) BT LT XA HZ Y~
KRB AL D~ RAANRY NvEZNEIK 2-2-1 LK 2-2-2 1T LTz,

TEXYALT R OREALZY LB, BSI (+) I8N TiE 7 e b oAHngs+
A A ([M+H]". m/z393) DR S NEEWZ LR ST,

F72, BSI (=) iZBWTEM e b F A4y ((M-H]. m/z391) BNiZEAE
SN2V LRI,

FIT, TFAEZY DN T, D0.1 vol%FEE N 0.1 vol%XEg - 7 b= F
Uik (1:1) RIK., ©0.1 vol%KERE & ) 0.1 vol%EEREE - 7 & b=~ U /LI
(1:1) BEEHNTHRLZBE®R (100 ng/mL) #ZnZ#HB L, 2% ¥ UHIE
BATo 72, FEREK 2-3-1, K 2-3-2, K 2-4-1 LK 2-4-2 (ZR” LT=,

ESI (+) IZBWTBEELRHFTTHE LGS, AT TiEds 087 v b fHmsy
(IM+H]*. m/z393) OMRENRENT 52 LR INT, LrLRRb, zMzL/
7V —Y—A A LCGRIRLESGESIIE., BEET2EERA (0.00005
ppm) KAV FETREMES B2 & R STz,

ESI (—) IZBWVWTiX, BMELEFETTHELEZLA ThoTHl7T e T
(IM-H]. m/z391) I Enenrolz, —F5H., SERBYESME T Tl mz437 DA 4
U, EERREEMESRME T T miz 451 OA AU PR REE TR S, Zhvb oA
FAXENENFEEAIINA A (IMHHCOO]) K OEERE A 4
(IM+CH3COO0]) EtHLEINTZ &b, ThoDA A a7V h—H—AF Lk
LCERL, LT, 0% 7 A A ORER, WOITHKERREEORMNEZIT-
77,

- 10 -



. 1730

1020
4
2730
174.0 2150 3730
1570 | 1889 , 3310 i
1289 1390 oo 1 22 . orokras 3930 4370
ARy 251.0 <010 309.0 3550 4131 4560 4890
LLighL ) o AL ‘n\ " ! { ! pLh e s aall Ly N ! £ 485.0

100 120 140 160 180 200 220 280 20 280 300 320 340 0 380 00 420 &0 *0 480 sz

X 2-1-1 ESI (+) IZBFLHTIFHAX IS D~ AART f)L
TE =RV KOK (1:1) BIK
A v #EPH m/z 100~500, CV 20V

. 1730
j02.0
#
2730
1740 2150
157.0163.0 1280 2339 . 3730
. 1.

1289 1450 270.9274.0 38313930 437.0

1180 | ‘245.0 \ I’ 309.0 355.0 ‘/ 4150 456.0 969'0,485.0
0 ) . ! N I ] i ' 4 L A [ 3 e " A . ‘ "
00 T 920 T IM0 M0 180 200 200 | 200 | 20 | 280 | 300 | 350 | 340 | M0 | %0 | e | 4 40 a0 w0 R0

X 2-1-2 ESI (+) IZBFDHBREZ A XS D~ AARXT k)L
T R=RFUALKROK (1:1) BIE
A% ¥ V#iPH m/z 100~500, CV 20V

- 11 -



1268

100
255.0 4539
4369
4809
b
2530
186.8 )
454,
1468 ]56_9 2270 2811 3109 4269 / 548
1188 1389 1738 2410 2249 2009 4819
\ 269.0 s
116.8 2009 ‘ 208.9 3390 o
h ‘ | 3728 4026 4668 958-9
odua JHLL tat g 1HL WL I L PATTICYIRET QLU Lol U s L Ul Il D lde L JL L ) ‘lh‘ . Ay vz
00 120 140 160 180 200 220 240 200 280 300 320 M0 360 380 400 420 40 0 480 500

X 2-2-1 ESI (=) IZBFLHTIFHAX IS D~ AART f)L
TE =RV KOK (1:1) BIK
A% ¢ #EPH m/z 100~500, CV -20 V

00+ 4369
1268 4809
2550
L
4539
156.9
1738 186.8
488 ) | Lp09 2270 2830 3110 3250 3609 19
1188 I ‘
N 4548
2248 2111 2089 338.9 2819 4269 (
1359 3 I 358.7 [7°1- 473.0 488.9
‘ ! [N 390.7396.8 |
o mIULY Uil 1ot o B L L LA | LLUG L) lA.hh‘n]L IO N Lt AL L Bl W -
00 120 140 160 180 200 220 240 20 280 300 320 340 360 380 400 420 40 40 480

] 2-2-2 ESI (=) IZBFDHIRZ AL D~ AAXY Kb
T R=RFUALKROK (1:1) BIE
A% ¥ V#iPH m/z 100~500, CV 20V

-12 -



00 1429 1730
1549
1304
- - 3730
1109 1989 i 393.0
1829
217.0 374.0 . 456.0
( 437,
’ 209 pe0 | 20893090 3310 3650 e POP 4570
3 ) | 4939
lvxl.II’ | | fiuifnviyaierbbibpdper e i e bizeb s g bt sadthatossbi b g ooy pubaek,
00 120 140 160 180 200 220 240 200 280 300 320 M0 360 380 400 420 40 0 480 500

] 2-3-1 ESI (+) IZBFLHTFHAX T D~ AART f)L
0.1 vol% X2} 10 0.1 vol% X - 7 h=hF U LIEHK (1:1) R
A v #EPH m/z 100~500, CV 20V

o, 1730
268.9
3730
’ 1859 2730
1020 4225 150.9 e
130.4 2789 3930
) 4 437.0
219 222 2989 3448 456.0
3310 | 3508 3740 4130
549 3090 " l30a0| 4269 | [4570
f 485.0

A........Ll|“ W bl B |h| l llll’ll!'l Bl il it T
00 120 140 160 180 200 220 240 200 280 300 320 340 360 380 400 420 40 40 480 500

] 2-3-2 ESI (+) IZBFLHTFHAX IS D~ AART f)L
0.1 vol%MFfE K T8 0.1 vol%HFle « 7k h=F U LIRIK (1:1) {BIK
A% ¥ V#iPH m/z 100~500, CV 20V

- 13 -



4369

1788
3109 3250
\ 380.9 4379
3390 G
1748 2068 3426
126, R 2247 ( 394.7
238 1468 24882588 2969 3620 4288 454.9480.9 e
. " 4 REFCTITV ST LTI | BTl DY UPEN N TURUTIL TR

2-4-1

L J J 14
y ¥ 3 ¥ ¥ mz
D0 120 140 160 180 200 220 240 260 280 300 320 340 360 380 00 420 @Ww 460 480 500

ESI (—) BT LTXH ALY D~ AARYT fL
0.1 vol% X2 K& 0 0.1 vol%XfE - 7 b=k U Ay (1:1) RK
A% ¥ UHFE m/z 100~500, CV -20 V
450.9
1409 10
2550
45394809
3048 325.0
1268 tme  Zesgz2e 200 % 12:3'0 338.9 3868 4389 | 4730
1569 | 1738 1990| || 2328 " 3689|3755 | (3929 s
1209 " 1789 o 4929

| LAY \ & A oLt I 4

X 2-4-2

by \ S
100 120 140 160 180 200 220 240 20 280 300 320 340 360 380 400 420 40 460 450 500

ESI (—) IZBITA2TXYAX IS D~ AART h)L
0.1 vol%[EfE & T8 0.1 vol%HFlE « 7k b= F U LKk (1:1) BRIk
A% ¥ #EPH m/z 100~500, CV 20V

- 14 -



2) IuX U v A A DER
WNT, BIRLIZT Y h—H— A4 (ESI (—) . FEEEMSMT Tl miz 437,
WEFERATESSAE F Tl m/z451) oW T rFa X7 MM AL A2Ax ¥ LV HIEEITH- T,

O FWMESEET CoflE

m/z361 DA A2 (2 Vg TRV — gl E-20 eV) TRIUf723 7 F VRN
Bonl (K3-1) . WAWT, Y7 FAMEREKWA, mz307 (2 ¥a ¥
— KM E-35eV) REDA AU RMmHENT,

© EERRWEMESATE T COHIE

m/z361 DA A (2 Vg TRV —lE-20 eV) TR 723 7 F VRN
Foi, WWT, m/z307 (2D ¥ a RV —#E-35eV) 72 EDA 42 3
Snre (M3-2) ,

UEDOFREENS, FBBUESRLET CHET 2% (T h—Y—AF i msz
437) ThH-oTH, BRI T THET 256 () A —%—A F 2 1d m/z 451)
ThHhoTh, ARTDHTa X7 A A TR (/2361 72E) THD I LR
NizZ e, RFEHFICBWTE, o7 A-EEGITICBIT 2T AL UK
WREZ A B OREA A & LT,

- FMBUESG T CHET 255

EmA Ay (miz) « TV h—Y—A 42437, a7 A4 361
EEA ALY (mz) TV I—H—A A2 437, TaX 7 M F 2 307
- BERRERMES M T CHIET A5 A
EBmAAY (mk) TV I—H%—A A2 451, 7uaX 7 A4 361
EEA ALY (mz) TV I—H—A A2 451, T7aX 7 hAF 2 307
gL 72,

- 15 -



15481648 2088 2328 2789 071 32503450 391.0 4370
S Y "SR ¥ VIR MRt 1o s e VR P VIR N N PR M R YN Y Y M i

K31 TXFHAEZSo07aL I b F U AF ¥ AT FLO
0.1 vol%F¥Ee M T* 0.1 vol% « 7 b=k ULk (1:1) BIK
ESI (=) . U —%—AF 2 m/z437,
A% X U HFH m/z 100~500, CV -20 V., CE -20 eV

381.0

. 83.1.89.0 1438 2029 2169 7502920 3070 3449 391.1 451.0 .
0 80 100 120 140 160 180 20 220 280 20 250 00 320 0 0 %0 400 420 440 460 480 500

K32 TxFHAXY OTaX I MAF U AT ¥ AT ML
0.1 vol%PEEfA K OY 0.1 vol%HElE - 72 b=k UL (1:1) {RIK
ESI (=) . U —%—AF 2 m/z451,
A% U HEIFH m/z 100~500, CV -20 V., CE -20 eV

- 16 -



3) LC-MS/MS (281 % & &4 O kit
O FEXHRAEZS L RORE AE Y ORI ERLEET T T Wi B o B2

BEOWRMEORFHIZB N T, #@&r%@ TIEFEAING 74 4 (m/z
437) W, BERREAVESRME T CIEEEAT NS A4 A2 (m/z451) Bt SnizZ &
O, TXV AL U RORE A5 ORERREIZ RIETREEOREEIZOW TR
L7,

fExDREOXHEDS L IIFFRZELHEE (Ce = ) A EOK (1:1) &
W) ZHWVT 100 ng/mL OF FH% A& EERERERB L, 7e—HS V=V 3
VO EITo T, WIEA AL, XA S TEERK ORIE 2BV TIE m/z 437361
KO m/z 437—307 Z 4 L, M%%%ﬁﬁﬁ%ﬁ@ﬂ*’%nfimkﬁrﬂm&
O m/z 451307 2 E M L7z, BERMH (X#h) &> 27 (Y#h) 280 THLA
LR T OmRMEAFERE L, & 2-1 KUK 22 1R/ LT,

X% & DEROMEIZB W TIE, FRRIEE D 0.005 vol% D4 I i FEE 23 i K &
0H T ENERINT,

— ., WEfEZ &R OWPE IR\ T, FEEREEE A 0.1 vol%d \Z TR A 7S fi
KT/ nH Z LRI N,

I EDOFEEREMND . X2 ST 8A1% 0.005 vol%., FEfE 2 & T84 13 0.1 vol% o i Ji
DR EET D2 E CTREZMERENGONTZZ E0b, BEIFHE LT [0.005
vol% ¥ g} TY 0.005 vol% ¥ - 7 b=t U LiEik] & L <IiE [0.1 vol%FERE & OY
0.1 vol%[lEfz - 7 b= MU WiEik] #fEH3 252 & T, LC-MS/MS IZ X 5T FH 2
B U ROIRE AL OEKERNEN R TH D EHEI N,

£2-1 THRY ALY ORERRENT R IF 9 W O 5

EIRH OB (vol%) T AR *
m/z 437361 m/z 437307
0.001 782214 157517
0.005 911522 186566
0.01 732881 145797
0.05 820066 165247
0.1 855295 170190

D3 EO#R YR LREIC BT % ) E

K22 THRY ALY OPERREIZ KT THRRIEE D

I

R OEFREE  (vol%) T P *
m/z 451361 m/z 451307
0.05 812585 192514
0.1 1049227 246032
0.5 892689 209897
1 837827 194922
D3 AR LIEIZ RS T D ) fE
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@ FXYRAES LRI AR O ERLFE KT T BB g o 25
BEFEIZ [0.005 vol% X2 K T 0.005 vol% X « 7k b=k VU Limik] b LI
[0.1 vol%PERA K TF 0.1 vol%EElE « 7% b= h U LEIK] #HW., T A2 K
ONRE AL AAEHERIE (45 1 ng/mL) ZHIE L7,

BB, ABREFHZBW T, BLF o 3 FEOEE A2 H Vv TR U 7oA A iR 4 1 E

L7,
cKEOTER=FU L (17:3) B
- 0.005 vol% ¥ [ 2 Y 0.005 vol% ¥ - 7k F=F UK (17 :3) 1RK
0.1 vol%IHEFE & T8 0.1 vol%WEfE « 7 b= b ULIRIR (17 : 3) 1RIK

FER AR 31 RO 32 1R LTz,

Xz GBI Z AWV CTHIE LZEEICE, EALZEEREY OROF B
FEICEDLLT, TP RAZ T RORET A L QIR A4 4 (m/z
437—361) N &, FEERAT NG A 4> (m/z 451—361) X S hno7-,
Fo. BHEERETELONTLET I RAEZ SRR A EZ Y O — 7 TEEILZ
NZENIFEAERIEFETH- T (F3-1) ,

Hiis = GBI EZ O CTHIE LS EICE, X AZ Y U RO A4
EHICTEITHBR I NS F A A > (m/z 451-361) DEH S, A5G A 4
(m/z 437—361) ORHITENTH -7z, o, FEERERTHONZT YA X2
VRORZRAZY O — 7 HIEEITZENENIEEAERETH- 2 (£ 3-2) .

UEDORERNS, BESITIIBWTRHFRAEKRENGONLIT XA XY UK
ONRERAES DTV ——A AT 5, AT 2RERIE T OO F ESS
FFEORBEIT/ NS, BEFHICHRMT 2BOBEORENRE N LRI,

FEE (0.005 vol%) & L <IZHEEE (0.1 vol%) ZIRIL7=BEFHICEIT DT F ¥ X
B UROREZE O — 7 HBEIZIZEAERETH T2 D, BEIM
DFBOKG SXOMERR EELZR L. AME TIIFR L GBI L2 ER L,

#£3-1 FMEZ2SUOBIHMHICK T SIEREEEO ©— 7 mikiE

v — 7 i
m/z 437361 m/z 451—361
TEXI AL REAB TERYRALY REAB
KEOTE =KUY (17:3) BRI
R — 11976 10371 ND ND
0.005 vol%= % } U* 0.005 vol% ¥ fi& - 7
T h= MU VERR (17 :3) B THR 12492 10632 ND ND
L 7oA R TR
0.1 vol%HERE K TF 0.1 vol%MEfE « 7k b
= MU VERIR (17 :3) IR CIRRL L7 12713 10877 ND ND

ND:THFHAES U LLIFIREAEZS VDO —27 D S/NG
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# 32 FiAZ S OBEMEICK T DEERKO v — 7 miE

v — 7 i
m/z 437361 m/z 451—361

FRA AL R A FXAAL S R A
KEOTE =R U (17:3) BRI
B — 246 182 11929 9368
0.005 vol%= % } U* 0.005 vol% ¥ fi& - 7
= MUK (17 :3) iR TR 221 221 12232 9513
U 7o R MBS IR
0.1 vol%HFERE K TF 0.1 vol%MEfE « 7k b
= hUAESE (17 :3) {RE TR L 195 166 11684 9270
EIEIRIR

@ 5 T LK

RIS EMTH LTI AL S VR ONRE A X 03, ISR RMERO
MRICH DD, BESWORLTINLDILEMEXT S Z LixTE Ry, L
MWoT, TNIEEDZIONTENENDOEAREEZRDHT-OITIE, K7 v~ b
7774 —FxHnTInoDEME RIS 2 MNERD D,

EEROHENS, BxDOLCHONM I T 2Z2HWTT IV RAZ Y U ERE ALY
DL BESAEIT O W TR L 72,

BEIFHIE 0.1 vol%MEfE (A W) M TN 0.1 vol%WERE « 7% F= b U LR (BiR) %
v, 298 % isocratic FfF TR L2, TXHAXZ T U RORE XA X 0 DIRAENE
Wi (45100 ng/mL) Z 5pLyEA L., HEA > m/z451-361 2B 58 —27 Doy
B, ©—2FR, ¥—7 HEESE2HR LT,

BONZSRM 70~ 7T 052K 41 LTz, BB, BatLi-0WFhosthh 7
LZBNWTH, XERAEZ Y THXYRAEY OIRICER L,

a. InertSustain C18 HP

. LC O T RMICER SN A7 2T oy U by U b 7L % Fetl
L72%3#7 % 7 2 (InertSustain C18 HP, K. 7% 3 um, WL 3 mm. £ & 150 mm,
Ve YA = AMR)R) 2 HWCHIE L, BEIMEF O B (0.1 vol%HE
fg - 72 b= UAERIK) OHENSO%OBEICIT, TFF AL LXK R
NI EECE e oz, BIKROKWEZKFIE5Z & CTRERDEERSE L
e, WERENE LR T T2 Z MR I (K4-1) .

b. Acquity UPLC BEH C18

I, KBNS @mWrkisEZ A4 50485 7 & (Acquity UPLC BEH
C18, R 1.7 um, WL 2.1 mm, & & 50 mm, Waters ) ZH W THIEL
7-. InertSustain CIS HP # H W\ 7235 A & ik LT, B O EREE & 6 I B AT
Thotz (K4-2) ., —FH., O DL T LENNEL (Wi 0.4 mL/min DA
30 MPa UL 1) | MHEMED W LC 2 43 &35 ATREMEDN RIR X iz,

¢. CAPCELL PAK ADME
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WNT, THE TNV ER D I F NV TR L2 B 7 A
(CAPCELL PAK ADME, K783 pm, W 2.1 mm, £ & 150 mm) % H v TH
E LT, 4B R OVHE & 12> T i Acquity UPLC BEH C18 L RIFRETH - 7=
(K 4-3) o BT LEHZOWTIL, Acquity UPLC BEH C18 LV &k <  (FiE
0.4 mL/min C 15 MPa f2/%) | @miit/E D LC 721 T2 < YLH @ LC & i A AT 6E
EZ2 LN,
PLEDOFERMNS . RHETIE N A 7 5 & LT CAPCELL PAK ADME (Chi -8 3
pm, AN 2.1 mm, £ 150 mm) Zi®&R L7,

200000 200000 200000 [
150000 150000 150000
100000 100000 [ 100000
50000 | 50000 | 50000
0 0 0 AN
0 1 2 3 4 5 2 3 4 5 6 7 10 11 12 13 14 15
Time (min) Time (min) Time (min)

B 4-1 THFYRAZS VORI AZS O SRM 7~ 7750
S3MT 717 2 InertSustain C18 HP (K. 7-£% 3 um, 3 mmX 150 mm)
Ao BEFE B K 50%., W BEIFE B iR 40%. £ : BEIFE B i 30%

200000 200000 200000
150000 150000 150000
100000 100000 100000 F
50000 50000 50000
0 1 2 3 4 5 0 1 2 3 4 5 7 8 9 10 11 12
Time (min) Time (min) Time (min)

X 4-2 FTXVRAEZSUKRORZAEZSOSRM 7 a~ 7T LQ
M7 7 I 0 Acquity UPLC BEH C18 (R %% 1.7 um, 2.1 mm X 50 mm)
Ao BEFE B K 30%., W BEIFE B iR 25%. 4 BEIFE B iR 20%
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200000 200000 200000
150000 150000 150000
100000 100000 100000
50000 50000 r 50000 A}\
0 0 0
0 1 2 3 4 5 0 1 2 3 4 5 7 8 9 10 11 12
Time (min) Time (min) Time (min)

M43 THEHPRALZSUFORZALZS O SRM 7 v~ 7T L0
5387717 2 0 CAPCELL PAK ADME (HZ1£% 3 um, 2.1 mm X 150 mm)
JE o BEIAE B K 50%., T 0 BEIAE B K 40%. 4 BEIHE B K 30%

@ ro7vxzy hEMEOKT

IHTH T 2k L CE#EIR L= CAPCELL PAK ADME (DWW T, @l r/ 7Y b
FMHOBREERF LTz,

TR AL RE ALY ORI EE, NS, RGRIEREZSED Z
EERBEE L THA OFMEERFT LIEREER. LT OERMITI W TR 72 4B X OV
ERE NS LT,

BEIH AR : 0.1 vol%[EERz
BEiHH BI#R : 0.1 vol%liif - 7 b= b U LK

R (99) AR (%) B i (%)
0.0 75 25
5.0 70 30
10.0 50 50
10.1 5 95
15.0 5 95
15.1 75 25
20.0 75 25
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2. RERERFAE DR
1) flit

ERNOERERBRICBNTIZ, BT r=r Vb LIETE = FU L EK
DR & W= o riEN R ST b, A#iETix, [THPLC IZ X 2 & H EEFK M
Lo—FRBIE D (BKEY) | THEHASR TS 72 b= MU (i-~FH o
K OVEKAREET N U o A(FET) o AEE R LT,

LR EZH—E L%, 100g 2 ®VED, 40COGIRHR TR L 72, Z iz,
FXY AL U FORY AL %44 0.5ng I (5 ng/mL O FRINAAEHERIK % 0.1
mL) L, IZ7 82X XX—F7 /L THPHZ, -30CTH 30 M E Lz,

FRoRE A [[FEBRTE]7. RBRIEEOFRR] SR L2 HIECEVWEEL, &
B2l L7z, SO RBRIAE A2 LC-MS/MS THIE LR, T A4
v (LR 95%) KWK A 2 v (EULE 96%) & HIZ BAF72BIERE B
77

L EDFERMND . BKEWNE DT I ALY VRS X Z Y Ol RE &
LT, 7k b=bF Ui (m-~FH o ROEKEEEET b Y ¥ AfFE(ET) %56 A il HE
EEBZoNTZ EnD, RRBIEICB T 2MHEIESL LTI, n-~F ¥ 2 L OVEKA
e N DLAGEET, 7XVAZ YV RORZRAZ Y V@ BT =KL
THHT 2 HiEERA LT,

2) BRIEEMEIZ DN T

BRI TH LTI A XY IOV TIIEFICEWEERER (0.00005
ppm) BNEEINTWH7=H, LHO LC-MS/MS THIET 2L AT 5 FEE DR
MR ENLEE Z2 b (B 3EH10.0g 205 1 mL ORBRIEK Z RS 28545,
AL 5.00 g Y EOHK A2 M - MRS LILERDH D)

FOFHA 10.0 g 22T EFE (2. RBREKAHREORE 1) fiiH) (ZF0# L7 hh
HEEZ ATV, SOtk 50 mL (GUEL 5.00 g Y &) AR - IR E L7z &
A, REHKOKMED N L, RN I =D T 2R EITO Z LITRETH D
EHIr ST,

UbEoBEBNS, I =07 LFMEZIT 9 AN, BB RO KD % W F 12k £
THZEEEBME LT, BEBIEIZOVTHREF LT,

FEXY ALY U FORRY AH YV 4% 0.5ng (45 5 ng/mL OEFIMNAEHERK % 0.1
mL) ZHV ., K20mL ZMx 72, ZHICEE=FT /L 20mL Z /1% TR & 9 & OO
SHE%, iR T VAR oo, KEICEEE=F /L 20 mL 2N TR & 5 KON
YEE: . BRI T T VB AR EMEAFIC 20V IE LT, TNETROERE T T IVE
IR, IR ER . YA 0.1 vol%BERE X O 0.1 vol%HElE « 7 b= bk U LK
(3:1) (R 1 mLIZ¥fE L, LC-MS/MS CTHlllE L7,

FMERERAICR LI, TFTAZ T URORF A L H2, 2 BIOEEHRIET
M= F VB ICBAFIC B SN D Z ERR I LT,

TN T, B oo ERE OMETE 50 mL GREF 5.00 g FHS &) % g - B
ELTHOLNTEEEDITK20mL 202, BiE=F /L 20mL 2T 2 ERE 5 fliH
Lz, N TF LVEEZ LY, RAOEEZRELZE Z A, BBHk
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DIHE T V72 < IO I =7 7 ARERBEICK T 2 AMK (Fig=F /L 1 mL)
WA ARE Ch o722 &b, REBEBRIEOEIZL Y, I =07 LR Z0EM
WZAT D5 Z LS mlEE &Ik L7z,

EDORERNG, AREICBWTIX, FE F VIREERIEZRA LT,

K4 HRTTFNVEBEICBIDT XY ALY U RORNZ X Z Y ORIE

TXY A RERAH

[ (%) Bt (%) [ (%) Bi (%)
fiv 1| H 91 91 94 94
fiva 2 [ H 4 95 4 98
LR EE| ND 95 ND 98

ND: THF VALY H LIIRZ AKX T DY —7 D S/N3

3) =77 AERIZONT

fix DBREMHRORE~ N v 7 ZORNRBRELZHE LT, I=TT A
FERGEZ R LT,

TFLTUT IV-N-Ta e U b Y SV =57 A (Agilent 8 Bond
Elut PSA. 1,000 mg) % AW/ REREICOWT, LT, B0z R LT,
O Al OVEEERIE DR E

T OEEEE T F L 5 mL TPEH L7 Bond Elut PSA (1,000 mg) &, TX VA XY U &
ORZ XL (% 05ng #BEETF /L I mLICWEMR L7-b D) ZAM Lok, Bifg
TFNESmLTO2EFEALE, AfKE 1EHOEFBR=F /L 5 mL & EA L 72§
O, 2B H OFET TV SmL ZEALEBEORBKEZE Y . 40°CLLT TN
L., iz BrE Lz, M %Z 0.1 vol%BElE & Y 0.1 vol%MEfE - 7 & h =k U VIR
(3:1) B 1 mL 2 L., LC-MS/MS THIE L 7=,

ZORER, FFB=F L2 AW T=5E1C1E, AfKE S T 11l mL O@RIZE N T
LT XV RAEZS U RORT X2 ORI ER I o= (FF5-1) o
@ ¥HEROHE

WIT, WHIRIZOWTHEF Lz, TOREET=F /L 5 mL TPEH L 72 Bond Elut PSA
(1,000 mg) &, THXRHRAZ U RORZ A HZ Y v (45 0.5ng ZHFE=F /L 1 mL IZ
WL b0) #AM L%, BB F L 10mL Z3FEA L, MHKIZE T, kW
T, B F VKA K 7 —L (9:1) {B%Z SmL T2 AL, FEHKEZRY
40CLL TN Cilifa L, W2 BRE Lo, W% 0.1 vol%lElE & O 0.1 vol%lElE - 7 &
F=FUAEHE (3:1) JR#K | mL 23 f#E L, LC-MS/MS CTHIE L 7=,

ZORER, TEVRAEZS U RORI AR L (T, BT LKA L ) —)L
(9:1) JB#K 10 mL TRAFZREIENE LT,
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PLEDORERNS . A#EICHT 5 Bond Elut PSA X =4 7 A (1,000 mg) % 7z
e 3 S

¥ ol = F /L 5 mL Ty L 72 Bond Elut PSA (1,000 mg) (2., fhiHik (Feig=
FNERIERICEON T EEM AR~ F L I mL B L7 0) ZiEA%, H
ICHEE = F L 10mL Z#EA L, MHEKIZHE TS, RWT, FEB=F LR ORA X
= (9:1) IR 10mL ZiEA L, WHERZERYD . 40CLLUT Tl L.
wRET 5, )

BEL Lz,

#5-1 PSAI=HTEDDLDTIHRAZVRONRE ALY OEIHEQD
FEIFALY RERE S
[E Rk EEES L
(%) (%) (%) (%)
AR (BFEE—F /L 1 mL)
)a0) ND 0 ND 0
ek (WEle— F /1 5 mL)
ek (WElE—F /1 5 mL) ND 0 ND 0

ND: THFHAESUHE LLIFIREAZS DO —27 D S/ING

#52 PSAI=HTEDDLDTHHRAZ S VRONRE ALY L OEIHEER

FTHRY AL XY RAXET
[V 2R Bt ENE REF
(%) (%) (%) (%)
FFR = F L RA B ) — )L
. 89 89 91 91
(9:1) JB# 0-5mL
Fifig = F )L NA & ) — )b
L 10 99 8 99
(9:1) JE¥# 5-10 mL
FER = F L RA A ) — )L
. ND 99 ND 99
(9 :1) JB# 10-15 mL

ND: THFHAESUHE LLIFIREAZS DO —27 D S/ING
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3. TWINENYERER

BETRMIE. FOfmA. FolE. oK. 45, MOBA, HOHmA., B
FFlig, B0 (48 & dh) ZHuviz,

77 v 7 BEHI IR AREMEYR IR 0.1 mL Z¥RI0 - FE¥R L, =E /0 30 /R AE L 7=
HOETMREE LT,

7T v 7 BB R ORIGREHZ DWW T, T[EEBRTIE] 7. RBREROFE) 2L
Te FEIZHEVERIE L, SRBRIEIR AR U7z, S L 72 3B IR & LC-MS/MS Tl &
L, J®IRME, BEELRORE, SIN Z2Rbi-,

O =|RE
AKRETHRFTLEETOREN &N OTFTF o 7RBHIBNT, T A XV
FORZ A2 OEBEZHET D=7 3RS Rhrolz,
FEROFEMZ # 6-1 K 6-2 IR LT,

# 6-1 BIRMEOFHER R (FxI X2V )

wyan | g PEL —HO FFIHED T E—O@HR(ED) _—
No. | HiFsIRILE |  ESS (moka | opm) FERE | |DHNI S50 TRy ORANEESE | @S | o | B %
(ppm) BEOR [ n=1 | n=2 [FH(@)| n=t n=2 | ¥ () | L @/b)

1 FOFA(MRL | 000005 [0001 | %%f | 0001 | <0100 | @i 77 72 74 | 112942 | 110003 | 111922 [ 0.001 &)
2| 0 BEH(MRD | 000005 [0001 | %M@ | 0001 | <0100 | @ 0 0 0 [ 103078 [ 101143 | 102110 | 0000 o
(3] 40 FEMRD | 000005 [0002 | %%® [ 0002 [<0100 | mw 0 0 0 [ 199890 | 175285 [ 187487 | 0000 O
4 #3.(MRD 0.00005 [0.0003 | %% | 0.0003 [ <0100 | mw | 66 55 61 | 32095 | 32105 | 32550 | 0002 [¢]
"5 | B FM(MRL) | 000005 |0001 | %M@ | 0001 | <0100 | @ik 0 0 0 | 107797 [ 111312 | 109554 | o0.000 o
"6 | O FA(LOQ) | 0.00005 ERIBF | 0.00005 | <0333 | @ik 44 41 43 | s9s2 | s817 | 5884 | 0007 5
7| ZFRZE [Fommoo | 0ooms ERBR| 000005 [ <0233 | mm | 0 | 0 | 0 | 4312 | 4087 | 4200 | 0000 | O

8 %@ FF(LOQ) | 0.00005 ERBIRF | 0.00005 | <0333 | m# 0 0 0 | 5220 | 5303 [ 5266 | 0000 o
9| #7L(L0Q) 0.00005 EBBF | 000005 | <0333 | mi 66 55 61 | 4946 | 4950 | 4953 | o012 [¢]
10 | 5 R (LOQ) | 0.00005 BR[| 000005 [ <0333 | @ik 40 35 38 | 5803 | 5884 | 5878 | 0006 5]

11 0 FHN(LOQ) | 0.00005 ZBBR | 000005 | <0333 | @i 0 0 0 | ese7 | e621 | 6649 | 0000 o
12| 0 FE(LOQ) | 000005 EBBF | 000005 | <0333 | @mi 0 0 0 5201 | 5341 | 5316 | 0000 &)
13| 7890(LOQ) 0.00005 ZBIRF | 000005 [ <0333 | mi 0 0 [} 5410 | 5456 | 5433 | 0000 [¢]

# 6-2 BIRVEOFAMA IR (RNZAZ V)
i B —HOFFHED FE E—O@HE(ED) _—
No. | H#sR{LE jRE) (mglkg) E;;m) By 5 mERE @HRIE IS5 TS OZENEREFTE | @R(ES) OB w *
(ppm) SEOBI | n=1 n=2 |FH@)| n=t n=2 | F# )| t@b)

1 4@ #AI(LOQ) | 0.00005 EBRF | 000005 [ <0333 | mix 0 0 0 | 4405 | 4435 | 4465 [ o000 o
T2 | %0 fgR(LOQ) | 0.00005 RRHA | 000005 | <0333 | @ik 0 0 0 | 3246 | 3234 | 3240 | 0000 o
[3 ] 0 FHE(LOQ) | 000005 ERIBF | 0.00005 | <0323 | @miE 0 0 0 | 4025 | 3980 | 4003 | 0000 2]
T4 | amamr  [FRGOQ 0.00005 EBBF | 000005 | <0333 | @i 0 0 0 [ aret [ ares | 3775 | 0000 &)
"5 | (mz45136D 350 5m(LOQ) | 000005 SRR | 000005 | <0333 | @ik 0 0 0 [ 4505 | 4530 | 4563 | o0.000 o
T8 | 80 W1 (LOQ) | 0.00005 EBIRF | 000005 | <0333 | mi 0 0 0 [ 5124 | 5134 | 5129 | 0.000 [¢]
7| 750 JF&(LOQ) | 0.00005 E@IBR | 0.00005 | <0333 | @miE 0 0 0 | 4038 | 4103 | 4070 | 0000 5]
T8 | 7890(LOQ) 0.00005 ERIBF | 0.00005 | <0323 | @miE 0 0 0 | 4230 | 4192 | 4215 | o000 o
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© BEEKROKEE (FEEMAR YR EZ BN L 72 RINE0E o #5 5L)

EEMFEHLYREOT XV A2 Y COBEEROIHMTREEILZ, 2T 95%~97% K O}
1.3 RSD%~4.0RSD%TH YV (F7) . ETCOHMMNEHLICBWTEE HEME (70%
~120%DFFHN) K OPHTHEE © BAZME (25 RSD%A) Ziie T 5 2 & PR S
i,

*7 BEEXROCHKEORHERE (FX¥ 22 )

TRIRR | B | BNAE | ZRRR w88 BUREE(%) HE |HHTHEE SIN

No. | DHTHRILEN ] (mgkg) | (ppm) | (ppm) | DFFfE = e i n=1 | n=2 | n=3 | n=4 | n=5 (%) [(RSD%)| Max. | Min. | 9@ bl
1 “FOARI(MRD | 0.00005 [0.001 | 0.001 —  |21860040 | 1449 | 09999 | 96 [ 99 | 99 | o7 | 94 [ 970 22 | 26129 | 22521 | 24325
2| 40 REM(MRL | 0.00005 [0.001 | 0.001 —  |oossaat8 | 1065 | 09997 | o7 [ 96 | 96 | 95 | 94 | 956 1.3 [ 26979 [ 16869 | 21924
I ¢ j/fzaié;w) 40 BFBE(MRL) | 0.00005 |0.002 0.002 = 18296800 | 2191 0.9987 94 97 95 98 98 96.3 1.7 50200 | 29766 | 39983
|4 | “FELIMRD 0.00005 | 0.0003 | 0.0003 —  |omo7045 | 138 [ 09%7 | 99 [ 89 | 97 | 97 | 95 | 952 40 | 11741 | 8698 | 10219
5 =

%D & (MRL | 0.00005 | 0.001 0.001 21564614 | 2598 0.9992 99 93 98 95 93 956 31 29744 | 17862 | 23803

@ EERESA (0.00005 mg/kg 724 FE 2 BN L 72 IRINGORE O #5 5%)
ERBAALYBRELZIRNMULZGEEOT XA XY OBEE . JHTRE &K O S/N
. TN 91%~99%. 1.2 RSD%~3.1 RSD%}M O} 789~2156 T > 7=, Ei=.,
BAZ) VOEE, JHTHEELOSNIZ, THEH 90%~99%, 1.5 RSD%~3.7

RSD% K T} 598~1665 Td - 7=,

TEROFEMAZ R 8-1 KK Q2R LT, THXFHFAZ Y U RORZ ALY b
I, ETOBRFNEMIZEBWTEED BIEE (70%~120% D& FHN) K OPHTHR E O
HAEfE (30 RSD%AM) Ziie L TR Y, iMEIGGERBREER T O — 2713 SIN=10
DOHEMAZMET DI ENERSNIZZ EMEB . 0.00005 mg/kg O E &R % % E A
RETHDZENRENT,

#* 8-1 EERFOFMAER (FTFI ALY )

& ERIRR | TS | AR | RRIRR BEE DURE(%) HE |HTHE SIN

No..| AHTRRIEEH REE (mgkg) | (ppm) | (ppm) 1032%5& x o 2 | n=t | n=2 [ n=3 [ n=4 [ n=5 | (% [(RsD%)| Max | Min [T bl
1 O HM(LOQ) | 0.00005 000005 | SN 23073113 129 [ 0999 | o1 | 92 | 94 | o1 | 8 [ e12 20 [ 1604 | 949 [ 1276
(2| 40 Raf5(LOQ) | 0.00005 000005 | SN [testora2 [ 14 oo | 92 | 96 | o7 [ 99 | o7 [ 963 30 | 987 | 590 | 789
"3 | 40 F#(LOQ) | 000005 000005 | SN [2118s248| 50 | 09ss2 | o1 | ot | o2 | 87 | 93 | 906 26 | 1465 | 1362 | 1413
T4 | saymn [FR00Q 0.00005 000005 | SN [1ss07637 [ 96 | 0999 | 100 | 96 | 100 | o7 [ 100 [ e85 20 | 2502 [ 1344 [ 1923
"5 | (mz 451360 (150 m (LOQ) | 000005 000005 | SN [23657061 | 55 0%9%4 [ 93 [ 00 |91 [ 92 | 91 [ 912 12 | 2644 | 1438 | 2041
"6 | 780 #(LOQ) | 0.00005 000005 | SN 25672444 | 8 | 09984 | 94 | 95 | o1 | 95 | o7 | 944 21 | 2392 | 1921 | 2156
7| %80 FF#(LOQ) | 0.00005 000005 | SN 20738853 [ 63 [ 03993 | 90 | 94 | 96 | o1 | e0 [ e22 31 | 1989 | 1543 | 1768
T8 | 3899(LOQ) 0.00005 000005 | SN [21819510 | 3 09934 | 93 [ 89 |89 [ 95 | 3 [ 920 30 | 2135 [ 1400 | 1768

#* 82 EERMOFMAER (NFAZ V)
e & ERIRR | BEE | ROAE | TRIRR @e BURZE(%) HE | BHTRE SIN

No.| AFHB(ED RS (mghkg) | (ppm) | (ppm) | DFFfE | ax o 2 | n=t | n=2 | n=3| n=4 | n=5 | (% [(RSD%)| Max. | Min. | T Lk
1 40 #7(LOQ) | 0.00005 000005 | SN [17a4211[ 136 [ 09996 | 90 | 91 [ 92 [ o0 [ 8 [ 900 27 | 1197 | 713 [ 96
"2 | 40 fs#5(LOQ) | 0.00005 000005 | SN 12585915 | 65 | 09985 | 90 | 94 | o7 | 96 | o7 [ 049 31 745 | 452 | 598
N 40 BE(LOQ) | 0.00005 000005 | SN 16320045 | s7 [ 098 | o0 | 91 | o1 | 86 | 90 [ soes 21 [ 1105 | 1059 | 1082
4|~ [FROQ 0.00005 000005 | SN 14599007 [ 34 09999 | 101 | 95 | 99 | 990 [ 100 [ 988 23 [ 1900 | 1032 | 1466
"5 | (mz 451230 (50 #(LOQ) | 0.00005 000005 | SN [18281231| 30 09990 | 92 | 90 |92 | o4 [ 92 [ 918 15 | 2034 | 1107 | 1570
"6 | %0 %1(LOQ) | 0.00005 000005 | SN [1s978973 | 88 [ 0998 | 95 | 95 | o1 | 94 | 95 [ e39 19 | 1870 [ 1450 | 1665
(7| 380 BIE(LOQ) | 0.00005 000005 | SN |[1s28s7e0 | 131 | 0992 | o0 | 96 | 99 | 94 | 92 [ 43 37 [ 1547 | 1189 | 1368
"8 | 7899(LOQ) 0.00005 000005 | SN [1e%03657 [ 21 [ 09995 | 93 | 88 | 90 | 95 | 92 [ 915 29 [ 1663 | 1085 | 1374
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4. HIEOEORE~ N v 7 2RDOEE

TRV ALY OIEMEMERE R OE ERREE TCOREDOEORE~ Y v 7 X

DB RI-1IZ, REALZY OFEERFBEE TCOWUEDEORE~ N v 7 2D
WA R 92T LT,

WRINENGRER (2 31T 2 FIE 100%4H 24 32 B O I iR lo x5~ Y w7 X
WIERERR O ©— 7 MR Z RO IZFER, T3 A XY CITAEBERE X OE
BRABETENLEN 0.99~1.03 LR 0.98~1.03 TH-o7z, "F AKXV TIIEE
FRILREE T 0.97~1.03 ThoTo, LEDKERMNG, 7% HFAZ Y U RRZ A ZY
b, WEOEORE~ MY v 7 2AOEBIZL Y ERENKE K LHT 5 A6
HixbnweEBZzonl,

£9-1 MEOBEDRE~ Y v 7 ZADEE (FxHF ALY )

=@RA | Bu | s | Faen _OmAGS
No. | ##fixtR{b&th ERB (mgkg | (opm) | Cppm) (ﬁl/!o TR | ., Z+ Y DR FNEEER RREEER €~ D@tk ® %
9/ BIO B n=1 n=2 Fiy n=1 n=2 iy (B3t
1 ZOmR(MRD | 000005 [0001 | 0001 | 0005 | @ik | 74 | 112942 | 110903 | 111848 | 110345 | 107838 | 109091 | 103
[2 | 0 BeR5(MRD | 000005 [0001 | 0001 | 0005 | @i | O |103078 | 101143 | 102110 | 103185 | 103675 | 103430 | 099
3| 0 BER(MRD | 0.00005 [0002 | 0002 | 0.01 @i | 0 | 199690 | 175085 | 187487 | 190180 | 187796 | 188988 | 099
4| #3L(MRD 0.00005 00003 | 00003 | 00015 | @ik | 61 | 32995 | 32105 | 32489 | 32105 | 31344 | 31725 | 102
5 | O AA(MRD | 000005 (0001 | 0001 | 0005 | g | O | 107797 | 111312 | 109554 | 109947 | 106261 | 108104 | 1.01
6 | 0 #r(LOQ) | 0.00005 000005 | 000025 | @ | 43 | 5952 | 6817 | 5842 | 5827 | 5776 | 8801 | 104
7| (JFIP, [rommow | 00000 000005 | 000025 | @mia 0 | 4312 | 4087 | 4200 | 4102 | 4087 | 4094 | 103
8 0 FER(LOQ) | 0.00005 000005 | 000025 | @ | O | 5220 | 5303 | 5266 | 5425 | 5303 | 6364 | 098
9| F3.(L0Q) 0.00005 000005 | 0.00025 | @ik | 61 | 4946 | 4959 | 4892 | 4832 | 4917 | 4874 | 1.00
"0 | RO AR(LOQ) | 0.00005 000005 | 0.00025 | @ | 38 | 5893 | 5864 | 5841 | 5913 | 6051 | 5982 | 098
[ | 0O MA(LOQ) | 0.00005 000005 | 000025 | @i | O | 6667 | 6631 | 6649 | 6534 | 6643 | 6588 | 101
T2 580 FIR(LOQ) | 000005 000005 | 000025 | @m# | 0 | 5201 | 6341 | 5316 | 5229 | 5163 | 5196 | 102
13| 7IN(LOQ) 0.00005 000005 | 000025 | @ | O | 5410 | 5456 | 5433 | 5536 | 5392 | 5464 | 099
# 92 WEDEDOHEEI~ N v 7 ADRE (RFALZ V)
& ; s | EEER £ =ImIES)
No. | pisigicat | mema || BB BRR )\ Tan | |, | TPy oA AnEsEE RREEER Eaps—
gk | (ppm) | (ppm) (moD) | maom | 777 = = o = p=r 5 | @O
1 0 mm(LOQ) | 0.00005 000005 | 000025 | @k | O | 4495 | 4435 | 4465 | 4430 | 4354 | 4392 | 102
[2 | 0 BeR5(LOQ) | 0.00005 000005 | 000025 | @i | O | 3246 | 3234 | 3240 | 3194 | 3092 | 3143 | 103
3| 0 ER(LOQ) | 000005 000005 | 000025 | @m# | 0 | 4025 | 3980 | 4003 | 4158 | 4063 | 4111 | o7
4| cawms  |[FRGOQ 0.00005 000005 | 000025 | @m# | O | 3761 | 3788 | 3775 | 3661 | 3794 | 3728 | 101
T5 | (mz 45360 [ (LOQ) | 000005 0.00005 | 0.00025 | @H 0 4595 | 4530 | 4563 | 4482 | 4701 | 4501 099
T8 | 0 MR(LOQ) | 0.00005 000005 | 000025 | @# | 0 | 5124 | 5134 | 5129 | 5032 | 5200 | 5116 | 100
(7 | 0 FER(LOQ) | 0.00005 000005 | 0.00025 | @m# | 0 | 4038 | 4103 | 4070 | 3969 | 3077 | 3973 | 1.02
T8 | I9(LOQ) 0.00005 000005 | 000025 | @i | O | 4239 | 4192 | 4215 | 4283 | 4161 | 4222 | 100

BRI FEXH AL DOSRMZ a~ 75 A (FEYERERE) %X
5\w#ﬁ%&?V&UN?%&VWDﬂMﬁﬂvFﬁ?A(EE@%%W)%E
6. h—F A Frra~ T T L (AXx #HH m/z100~500) %X 7127 L7,
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[ 7 ]

BEMFTOT X AL OG22 O BB OV TRE LT,
fhEIZ > Wi, 7 b= MUV (BEARRET N U O LK p-~F i ot
ZF) Z#AAETH- 72, BREBEICHOWTIE, FIiF VIRRZITo12%., =
FLYYTIVN-Ta NI VB FNI =T AEERTHZ LT, fix
DHEEYH KD~ NV v 7 ZEHFEHONRMICEREFGETH D Z L BRI N

77,

T, kv~ NI T T 4 — "fé%@ﬁkbelmeM&601wm%
g7t h=bFIAVBERERAN, 2T EESNICBTL S —H—A 4 &
LCT XY AZ Y RORRE A Z Y OFEREST NS %4%/%@%?5 LT, &
BERMENAIRB ThoTo, SHIZ, T TFARALFEREER S Y B 7V % il
LT T L2l THIET, T AX S EREREY ke BRIy BERT
Hbf&)oﬁ_o

BAZE L7c HiEx v, oA - BB - IFlE& - 2. KOHKW, BOFHKE - FFE -
IR 2 et G RN ENGEAER (IR« ST RIS 1T D R YEME IR K& O 0.00005
mg/kg) % FEhE L 72 R .

< BPME
et L7222 ToORMIZBW T, BIRMICHBEIZEWC L3RI,
« BLJE N OVPRAT R B

REHEBEOT AL IO T, BT LEZ2TORMICE W THEER
OVPFTREEE O B B 20 2 L7z,
E B RS

VRN FE 0.00005 mg/kg DO WRMFE 2 W72 ESIEIGGRERICB W T, T %4 2
BT RORE ALY e Hn, BEE, JHMTREKRONE—2 0 S/N O HIEHE
i Li-Z &nn . EERAIT 0.00005 mgkg ICHERRETHI EEZ LN
7=

PLEDOFERNS , BEDTOT IV AL EORRE A2 OREBREL LT,

KA CHBE LEHEZEATTE (EERFIIT IV AZ Y UV ROBRZ A2 L
%12 0.00005 mg/kg) Th D LHMr N,
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RHEBR I3 Y DAFATAEER Rh0ERE "
€0.005 mg/L> €0.005 mg/LtB LR €0.001 mg/kgfBHFND
2000000 [ 2000000 - 2000000 2000000
1500000 1500000 F 1500000 1500000
1000000 1000000 F 1000000 1000000 [
500000 500000 500000 500000
0 0 0 L L " 0 " L )
7 8 9 10 7 8 9 10 7 8 9 10 7 8 9 10

X 5-1 TXYVAXSLDODSRMZ a~ 7T L
HEA A m/z451-361, FOMHA, EEMEE (0.001 mg/kg)

RETR IS I D FIMREE B hsREd .
{0.005 mg/L) 0.005 mg/LIBH AR (0.001 mg/kgtB5N0Y
2000000 2000000 2000000 2000000 [
1500000 1500000 1500000 1500000
1000000 1000000 1000000 1000000
500000 500000 500000 500000
0 0 0 " s " 0 " " )
7 8 9 10 7 8 9 10 7 8 9 10 7 8 9 10

X 5-2 TXHV AKX LUDSRMZ a~ h7 T A
WEA A m/z451—-361, FOREN . FEHEMEE (0.001 mg/kg)

EEER IS0 TS ORFNEEER FRhnERE
€0.01 mg/iLy €0.01 mo/LBL R €0.002 mg/kgtB N0
3000000 300000 3000000 3000000
2500000 |- 250000 2500000 - 2500000 |
2000000 |- 200000 2000000 [ 2000000
1500000 | 150000 1500000 | 1500000
1000000 | 100000 1000000 | 1000000
500000 |- 50000 500000 |- 500000

0 —A—L—l 0 0 0

7 8 9 10 7 8 9 10 7 8 9 10

X 5-3 TXVALXSUDSRM 7 a~ 7T A
WEA A m/z451—-361, O T, FEHEMREE (0.002 mg/kg)
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RHETR I3 TGO ZAFNIRESR FRh0ERE
€0.0015mg/L) €0.0015 mo/LIBXRE) 0.0003 ma/kgtBZFEN0Y
600000 600000 600000 600000
500000 500000 500000 500000
400000 400000 400000 400000
300000 300000 300000 300000
200000 200000 200000 200000
100000 100000 100000 100000

0 0 0 . . . 0

7 8 9 10 7 8 9 10 7 8 9 10 4 8 9 10

X 5-4 TXYP AL LUDSRMZ a~x 7T A
WEA A m/z451-361, 3. EMEMERE (0.0003 mg/kg)

RETR IS I D FIMREE B hsREd .
{0.005 mg/L) 0.005 mg/LIBH AR (0.001 mg/kgtB5N0Y
2000000 2000000 2000000 2000000 [
1500000 1500000 1500000 1500000
1000000 1000000 1000000 1000000
500000 500000 500000 500000
0 D et 0 0 L L A
7 8 9 10 7 8 9 10 7 8 9 10 7 8 9 10

X 5-5 FTFPALZSUDSRMZ au~ 7T A
WEA A m/z451-361, KOMA, EHEMEREE (0.001 mg/kg)
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RHETR

€0.00025 mg/Ly
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80000
60000 rBTM—

40000

20000

0
7 8

—DXM

9

10

I3

100000

80000

60000

40000

20000

0

7 8 9 10

TS FENMESEER
(0.00025 mo/LAB )
100000
80000 «DXM
60000 [BTM—
40000
20000
5 L
7 8 9 10

RhnERE
0.00005 mg/kgtBH 00>

100000

80000

60000

40000

20000

0

BTM—

4 8

X 6-1 TXYRAXISUKRORZAZS ODSRM 7 a~ 7T A
MEA A2 m/iz451-361, FOHA, EEZBHREE (0.00005 mg/kg)
FERY ALY DXM, "X XXV BTM

EER
€0.00025 mg/L)

100000
80000
60000 |
40000

BTM—
20000 r

—DXM

0
7 8

9

10

IS

100000

80000

60000

40000

20000

0
7 8 9 10

I DTSR
(0.00025 mg/LABS )
100000
80000
60000 —DXM
40000

BTH—
20000

0

7 8 9 10

100000

80000

60000

40000

20000

0

BTM—

~DXM

9 10

FRhnaE
€0.00005 mg/kgtB:7N0>

~DXM

7 8

X 6-2 TXYRAXSURORZAZS O SRM 7 a~ 7T 5
REA A miz451—-361, FOREH. EE=BHRIEE (0.00005 mg/kg)
TEXY AKX DXM, NZ XXV BTM

RETR
€0.00025 mg/Ly

80000
60000
BTM—

40000

20000

~DXM

I3

80000

60000

40000

20000

IO TFIAREEE
{0.00025 mo/LtEL R
80000
—DXM
60000
BTM—

40000 |
20000

0

7 8 9

9 10

AEhosAEt
0.00005 mg/kgtBHRN0Y

80000
~DXm
60000
BTM—
40000
20000
i L
7 8 9 10

6-3 TXYRAEZIS U RORZ AL O SRM 7 a0~ ~7 7 A
WEA A m/z451—-361, F O, & &RSFIEE (0.00005 mg/kg)

FTXYP AKXV DXM, XX A XY BTM
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RHETR

(0.00025 mg/L)
80000
60000
40000 fory_
20000

0

7 8

~DXM

I3

80000

60000

40000

20000

T D AT
(0.00025 mg/LtB24 )
80000
60000 - i
40000 | g
20000

0

7 8 9 10

RhnERE
0.00005 mg/kgtBH 00>

80000

60000

40000

20000

BTM—

~DXM

X 6-4 TXYRAXISUKORZAZSODSRM 7 a~ 7T 5
MEA A2 m/iz451-361, 43, EEZERIEE (0.00005 mg/kg)
FERY ALY DXM, "X XXV BTM

EETR
(0.00025 mg/Ly

100000

80000

60000

40000

20000

0

BTM—

7 8

—DXM

9 10

I

100000

80000

60000

40000

20000

0
7 8 9 10

TS ORFNEEER
€0.00025 mg/LB )
100000
80000 —DXM
60000
BTM—
40000
20000
0 . . ,
7 8 9 10

N0

100000
80000
60000
40000

20000

0

BTM—

7 8

X 6-5 THXFYRAAS U RORZAZ ODSRMZ a~ 7T A5

GhE
{0.00005 mg/kgtBED

—DXM

9 10

WEA A m/z451—-361, KOMA, & &REFEE (0.00005 mg/kg)
TXY ALY DXM, XX A XYV BTM

BT T T2 FNMEEEER AEhosAEt
{0.00025 mg/Ly €0.00025 mo/LB ) 0.00005 mg/kgtB N0
100000 100000 100000 100000
80000 ~DXxm 80000 80000 ~DXm 80000 —DXM
60000 [BTM— 60000 60000 BTM— 60000 (BTM—
40000 40000 40000 40000
20000 20000 20000 20000 {
0 0 0 0 . . )
7 8 9 10 7 8 9 10 7 8 9 10 7 g o Ho

X 6-6 THXFYFRAXS U KORRZAK ODSRMZ u~ 7 F A

WEA A m/z451—-361, FmOMHA, EEEFIEE (0.00005 mg/kg)
FTXYP AKXV DXM, XX A XY BTM
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RHETR I3 TGO ZAFNIRESR RhnERE
€0.00025 mg/Ly 0.00025 mg/LBX 8D 0.00005 mg/kgfBHFN0>
80000 80000 80000 80000
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60000 60000 60000 60000
BTM— BTM— BTM—

40000 40000 40000 40000
20000 20000 20000 20000

0 0 0 0
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X 6-7 TXYVRAXSURORZAZS O SRM 7 a~ b7 T A
MEA A2 m/z451-361, FHOIFK, EEZEAEE (0.00005 mg/kg)
FERY ALY DXM, "X XXV BTM

IRETH Pt IO HIHREEE N0
{0.00025 mg/Ly €0.00025 mo/LtBLREY 0.00005 mg/kgtBE D
80000 80000 80000 80000
~DXM ~DXM ~DXM
60000 60000 60000 | 60000
BTM— BTM— BTM—

40000 40000 40000 40000
20000 20000 20000 20000

e [ S S —) 0 _A__L_n 0

7 8 9 10 7 8 9 10 7 8 9 10 7 8 9 10

X 6-8 THXFYRAAIS U RORZAZSODSRMZ a~ 7T 5
WEA A2 m/z451—-361, FHIN, EERAFEE (0.00005 mg/kg)
FERY AKXV DXM, "X XXV BTM

-33-



200000000

150000000

100000000

50000000

10 1

X 7-1 b= AFrru~x b7 T7h (FOBHA)

200000000

150000000

100000000

50000000

T

10 1

70 b—X A F I~ T T A (FOJEN)

200000000

150000000

100000000

50000000

T

10 1

X 7-3 b= AFrru~x T TN (FORFIR)

-34 -



200000000

150000000

100000000

50000000

X 7-4 b—HZNA A~ T TA (FFH)

200000000
150000000
100000000

50000000

X 7-5 F—ZNAFrru~vhZI3h (BKOWA)

200000000
150000000
100000000

50000000

X 7-6 b—FNAFrru~x T Th (FROHA)

-35.-



200000000

150000000

100000000

50000000

77 h—=EZNAFrrua~ T TA (BOIFIE

200000000
150000000
100000000

50000000

7-8 F—XNAAFrrua~ T T A (FBIP)

-36 -



