KAMEFIL, RBERABICBT2MEHREE LD LD THY  MBRIEDOFEMICEE L THEL
LTTFEW, 2k, MEEONA &l £ 235 maliRik & ORICHES DS 2561213, BaE
TERRBRENEET 5 2 Lz THRELSTES VY,

B T DRI EDORKR S ThHhHWE
(AR b7 L) OREBRIEFARFHEREE



AEK T L W) RIRIEO R
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1. HERUSRBRIED R T #t

AEFR NI NE KEX D - T aY A AR A D HEIRO—E OTRRHIFE D D ERFE LT
~7nIA4 NRERRATH D, HBEERMEFERS ROEESFSEEE] (CR#E ST 5 B
XIGWE M QR AR R 2 % 2. BIEDOBR 21T~ 12,

1) HfilxtsmE
AR N T LIJEPAE R NT AL

2. ITRBAEEMOREE, MEME ROV e OJEHEES (SR 5 R
1) HIER N OB MR

AR KT A AR NT AL

| oo P

1 I gk r
B T S, Y

R e V1 P o, TV A~
AEFR KT L)
{573 1 CyoHegNO1g
Sy & : 748.02
k54 (IUPAC) : (2R,3aR,5aR,5bS,9S,13S,14R,16aS,16bR)-2-(6-deoxy-3-0-ethyl-2,4-di-O-methyl-a-L-man
nopyranosyloxy)-13-[(2R,5S,6R)-5-(dimethylamino)tetrahydro-6-methylpyran-2-yloxy]-9-ethyl-2,3,3a,4,5,5a,5b,6,
9,10,11,12,13,14,16a,16b-hexadecahydro-14-methyl-1H-as-indaceno[3,2-d]oxacyclododecine-7,15-dione
o Bl BEBR
Al 1434°C
FRZJE : 5.3X10° Pa (20°C)
WM - K 10.0 mg/L (20°C)
TN FULY, HiliETTFL>250 gL
AKX 7 —/1163 g/L

AR T A-L

{5730 Cy3HgoNO1g

5y @ 760.03

b4 (IUPAC) : (2R,3aR,5aS,5bS,9S,13S,14R,16aS,160S)-2-(6-deoxy-3-0-ethyl-2,4-di-O-methyl-a-L-man
nopyranosyloxy)-13-[(2R,5S,6R)-5-(dimethylamino)tetrahydro-6-methylpyran-2-yloxy]-9-ethyl-2,3,3a,5a,5b,6,9,10,
11,12,13,14,16a,16b-tetradecahydro-4,14-dimethyl-1H-as-indaceno[3,2-d]oxacyclododecine-7,15-dione

o Bl A~ AR

fl s 70.8C

FRSUJE £ 21X10° Pa (20C)

RAEPE © 7K 31.9 mg/L (20°C)

TN FULY BHETTIL, AKX —/)L>250 g/l
(B RIEPDER, RN E)
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2) HYEHE
oK. ZOMOBEBEEHIAICET 28, BROZOMOREE DA 0.01 ppm
0 KA O OO FIEIC R T 28 DN 0.2 ppm
R OEDOMDOFEE AOREN  0.01 ppm
oK. ZOMOBEBEHHIAICET 28, BLROZOMOFE DO  0.01 ppm
K, ZOMOBEBEHFHIAICET 28, BLROZOMOFE OB 0.01 ppm
K ZOMOEBEHHIAICET 28, BROZOMOFE AOEME S 0.01 ppm
#. 0.01 ppm
R OEDOMDEE ADIE 0.01 ppm

(LB k]

1. et

1) A

N D A — =T THEA LT,

2) REtORETA

OF DT ATEEZR IR Y JENIE 2R E . Ml — (b L7,
@FDIENHIIATREZR IR Y f B 2 FRE . MBI — (b L7,
@FDTNIL, EFaMmuE— kL7,

@Rz LKRALTH L,

OFOINT, EzRESINA LINEEEDE TLRAE L LT,

2. WS - K

1) 1RAEd
AER DT L-JEYES - HE98.5% (MRS T 3%
AE R BT A-LEEES - #IAE98%  (ARHHE T35

2) g

TER=FUL, TEFAROn-~FH 2 R REIERBRH (BRI

TER=MU v mEEREZ e~ 87T 7R (BEETR)

XWe, HEEET =7 b REEL (B bR

TUE=T K (28%) - IR CNRIET MR

AVt BT A Mbas (BR(EE)

a7 v =77 A InertSep Slim-J CH (78 CA&500 mg, ¥ —x/LH A =
v A )

3) AEUEIR, BRI DTG
OEE YR O FHRLT 15

FEEJRR © AR BT AR ONAE R T A-LEHER K10 mga iEFE L, 7 & b2 Ty L T4200
mo/LIIR 2 TR L7z,

ERARGIEERE - AR T A-MEERIEE A E R T A-UEHEREZ 72 b= F U LV EQ

A (1:1) JRIETHABR L. 0.0002~0.012 mg/L D7 FE DR S FEAES 1L 2 gL U 7=,

WINAIRAEAERRIL : AV R b7 A-MEREFTE L VA E R b7 A-UERERREZ 7 b THIR L 0.2,
T O mo/L DR FE DIRAFEREVRIR 2 R U T=,



QIR DOFR BT
1 vol % FFRVR IR
2 mLIZKZ A TIRA L, 200mLE L7,
n-~f4faf7re h=rU L
n-~F 42200 mLE N7 b= K U L1000 mLZERA L, 5k E 5 L7778 b= U V@A
277,
TER=bFMIAKEORT =T K (49 : 1) IBIK
T =M ABMLENT E=TK2mMLEES LT,
TER=BFULKROK (1:1) RIEK
7 F= kU100 mL& OVK100 mLZEIRA L7,
1 mol/LFERE T o & = 7 LNVRIK
FEfE T > & =7 11543 g% KIS 1L200mL & L7,
2 mmol/LEERE T o & =7 LIRIR
1 mol/LEEfE 7 > & = 7 AYRHE2 mLIZ /K 2 /12 C1000 mL & L7,

3. FEE
REDFAY—: OV NTET I AT25_—2 w7 (A F « VxSl
o0—X&Z Y —xT N RL—&—: R-200 (CEHEAIFH) &

LC-MS/MS
IER 2t
MS % API-3200Q F T v AB SCIEX
LC & Agilent1200 Agilent Technologies
F— z4LE | Analyst AB SCIEX
4. WESM
LC &A%
7T L Mightysil RP-18 GP

NEE 20mm, £ & 150 mm, R 7% 5pum : BE LA
BaAjiE (mL/min) | 0.2

AR (ub) 10
717 NEE (C) 40

BEhfH 7 b=k UAKO2mmol/L BT > &= AR DIRIK

(17 : 3)

MS £

HEE—FK MS/MS, SRM (EIRFUGE=H U )

A FAbE—F ESI (+)

Xy 7 VERE (V) | 5500

BRI E (°C) 700

VA 7T A £ 70 psi

al) g HA EH

EEA A (mhz) AR kT L) T49-142[a— U BE 71 (V) ]

AEF T AL 761-142[a— 2 FEE : 56 (V) ]

ZER R T LI BOAER T h-L[m) VgL F—:43 (V)]
EMEA A (mlz) AER KT A

+749—98[2—E/E 71 (V), 2V Var=x¥F—:01 (V) |
AR NT A-L

+749—-98[2— > FJE : 56 (V), 2 Va3 TFRL¥—:95 (eV) ]
PrEFRER] (min) AP R KT A1 125, AR KT AL: 147
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5. &

AR N7 LA-UFEHEL LA R N T A-UERE 2 227 & b AT L, 200 mg/LOOFE K %
PR L7, ZomEET7TE b= LEROUK (1:1) JBETAR L, 0.0002, 0.0003, 0.0004, 0.0005,
0.0006, 0.002, 0.004, 0.006, 0.008, 0.01}%7%0.012 mg/LDEE DIRATEEIRIR 2 R U7, IR AIEHEA
#%10 pLZLC-MSIMSIZIEA L, b7t — 7 ) & #akt i ERE TREM 2 ER L7z, RURIEHK10
ULZLC-MS/IMSIZIEA L, b7 B — 7 mfE & AER L 72BN D AR F 7 LKA E R b T A-L
DEERHLE,

6. WIECEOFHHR
2. 3) Tl U= IRINAR SRR 2R L,

LOMHA, FOREN. O, FEOEOIN MG : 0.01 ppmtE) : 30EH0.0 g2 i AES
FEHEYRWR0.2 mg/L% 0.5 mLsHN L L <JREG L7, 304k Lz,

ONENT (IRANFEEEE @ 0.2 ppmAHY) : 3UEHO0.0 giZ USRS IEHE A4 mg/LZ 0.5 mLEsn L Xk <i1RE
L7zt%. 3057 fRTIRIE L7z,

7. B OTHR

AR T LR OAER b T L-LERED B FRRERIE T T bl 78 =k U b~F
VR EIT TR, 7 aAF UL Y LT U AR =5 T A THERLL . LC-MS/MS T & K U #R
L7z,

1) FhiH

#EHL0.0 g4 200 ML LEICE D ED . 1 vol% X2 mLE O & R 100 mLZ Mz, REIFA AL
T2t A Y UL EESHLemlZEW - AR (BE££60 mm, No. 4, fil (LEWERTRD 2 H W Ckgl A L,
200MLAEA AT Z7 AL, AR EOEREMIZTE Fo50mLE N CHREY A XA L%, Eid
ERERIC A LTz, 56N ARERHE T, 78 b TIEMIZ200 mLE Uiz, 2 O 5 IEREIZ2 mL
% 3B U100 ML IR SHIZER O . n-~F B 220 mLE IR, n-~FH U Agfn7 = b= kU 140 mLC3[alRE
O L7z, MHRZ200 mLZe 3B 7 7 A allhbt, v—4 U —T K L—4% —% W T40°CLL T
THRILmLIZHEAE L, BICBRB LR E AT TR ZERE L, 2 OB %2 /K10 mLIZEfE LTz,

2) HH

rund i Yk U B =77 A [lnertSep Slim-J CH (500 mg) ] (7 k& b=k U
FOUKAS mLENEREAL, FMERITE T, 7 a~d o Vb V75V =77 A2 1)
TELNEEREEALTZE T =M 110 mLzEA L, MHEERITE T, RWT, 7' =RV
NEOT =T K (49 1) IBIKI0 mLAEA L, IR Z50 mLAELEIZERY . n—4% U —T /3K
L—& —% W TA0°CLA N THIL mLICHEME L, FICER 2R E AT TR ERE Lz, Z0REWMET
T hr=FUVKOUK (1:1) BIRIZEME L, EMEIZ25 mLE L7zb O Z2ilBRisik s Lz,



(otrE7 v —F v — K]
I K00 g
| 1 vol%XE2 mLE N7 & F100 mL&E Nz, AESFA X
| B A
| BEMICTE RS0 mLEIA, REVFA R
| W5 AE
| AEEDET, Tk b TIERMIZ200 mLE T 5
L fhE2 mLgyHEL
7 b=k U~ ]
| n-~FH%220 mL
| n~FH AT 2 b= U0 mLEMZ, SOREE 5
| TEr=FIAEERD
| n~FH AT e b= U0 mLEMZ., 5ORHEE 5
| TEr=FIAEERYAEDED
| n~FH AT = U0 mLEMZ ., 5ORHEE 5
| fafnrte b=RrULVEERYEDED
DR (AR |
L BB % K10 mLIZIEE
|:/7 aA~F Y b Y v =% 7 A (500 mg) *%ﬁ@%\
| 7Ehr=FUILKEOKES mMLCTarTa=r 2
|  EEEA
| 7H&Rr=1UL10 MLTHES
Il 7ERF=FMIAROT o E=TK (49:1) {EIKI0 mLTHEL
DA (LR |
| EEMETE F=FU A KROYK (1:1) 25 mLIZEMRE

10 pLEA

8. ¥ MU v 7 AUIEEAEHR D FH

O, FolEN. FOIFIE,. ILEOEOINTT T > 7 B BRIRIED 505 mLsy B LR % RE LT-
. 0.0004 mg/LOkR EARFRATEMEARR0.S mLICIEME L7 b 0%, IINEEE0.0L ppmiEY D~ h U » 7
AZMIEEHERR IR & LT,

FORENIL T 7 v 7 BRI 5 0.5 mLor B LIS A- BrZE L7214, 0.008 mg/L D F il IR A A v
%0.5 MLICIEfE L7- b D%, W02 ppmiY D~ + U v 7 ATRNAEERIK & LT,



G R VB 52

1. JESRIFORET
1) MS S&Hofast

MSERIZ DN TITA R 7 A3 BRTE (BEY) & REOEEZRMA LT,

AR RT LR OAE R T A-LIZESI (+) T— R CTORENARETH o7z, AR b T LI RA
B X R T A-LOESI (+) F— NHIERFDO~ AARY M EKIK O R Lz, TORENG, Kty —
7 ELTAER FT L) (3749, AV R b T A-L 761D T, AR M T L0137 0 b AP
- miz749 [M+H]I N %7 I —H— A F 2 & L AER M T A-LIZT 8 b AN+ (mliz 761 [M+H]
N BTV h—P—A Al Uiz, AER FT L) THEMZ 749, AV R kT A=) Tldmiz 761% 7" ) 1 —
YA A e LG AEDTaE T A A AT MV EKBR IR LTz, AV R bT A Omiz 749%
TV =Y —A A LIEBE, TuX s b Fomlz 142Kk 0miz 803 S, AE R b T A-L Omiz
61% 7 ) h—Y—AF L Lichh, 7 aX 7 M A rmiz 142} O'miz 9853 Hi S 47z,

PLEDZ ENBAER T A-JIZESI (+) B— R TOMIZ 749-102%E2FEA A L, AR T A-L
IZESI (+) E— KTOmMz 161-12% EwmA A & Lz, 72, AR T L-JIESI (+) E—FTO
mlz 749—98% EVEA A & L, AR h T A-LIZESI (+) F— RTOmMIZz 761-98% EMEA A & L=,

W +QT: 0.000 min from Sample 1 (TuneSampleiD) of MT20130327 145915 wif (Turbo Spray). WMax. 4.567 ops| W +QT: 0,000 min from Sample 1 (T D) of MT20130327151036.wif (Turbo Spray). WMax. 1.667 ops|
748.5 Lee7 760.6
4.4e7
1.5e7
4.2e7
4.0e7 / 1.4e7
3.8e7 13e7
36e7
3467 1.2e7
3.2e7 1167
3.0e7
o 2807 o 1067
o 26e7 © 9.0e6
2 24e7 2
» o 8.0e6
; 2.2e7 ;
£ 20e7 7485 T 7.0e6
1.8e7 6.0e6
1.6e7
1.4e7 5.0e6
12e7 4.0e6
1.0e7
8,066 3.0e6
6.0e6 2.0e6 748,
4.0e6
2,066 7706 1.0e6 749\
324.7360.44134 4573 5292 6123 647.3 7344~ |70 7865 g511 301.3 2135 459 1497.2 613.6623.6_641.4 Ll 7836 _sa37
300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
m/z, amu m/z, amu

1 ABPRRTLIDTAART L
% AP 0 300~1000 m/z
HESME D ESI (+) . CV=T1

(CV : a—FEJE)

2 AR KRTALLDOTARANT L
Z % ¥ #iPH : 300~1000 m/z
HESME ESI (+) . CV=56

(CV : a—FEJE)

W +1iS2 (749.00): 0.000 min from Sample 1 (TuneSampleiD) of MT20130827150258 wif (Tur. Max. 5.6€5 cps| W +\IS2 (748.80): 0.000 min from Sample 1 (TuneSamplelD) of MT20130327 15051 Lwff (Tur.- Max. 2.3e4 cps|
2
142.2 2.2504 98.3
5.5e5
Z 2.20e4
5.0e5
© 2.15e4
4565 2.10e4.
2.05e4-
4.0e5
2.00e4
2 355 2 105es
> =
; 3.0e5 i 1.90e4-
@ o 1.85e4
£ 2565 =
1.80e4
2.0e5 1.75e4
1.70e4:
1.5e5
1.65e4
1.0e5
1.60e4-
5.0e4 1.55e4-
. 748.8 79.1| 1421
5 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800| 5 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800|
m/z, amu iz, amu

3-1 AEXRNFAIDOTOaX Y hAF AT RV

) =Y —A A mlz749

A #EiF : 50~800 m/z

BESM:  ESI (+) . CV=T71, CE=43
(CV:za—2&FEHE, CE: 2l Vg rmx)L¥—)

32 AEERRTLIDTOF I M AL AT L
T =Y —A A mlz749

A X #EiF : 50~800 m/z

BESM  ESI (+) . CV=T71, CE=91
(CV:a—VEE, CE: 2l YarzpiF—)

_6_



W +VIS2 (760.00): 0.000 min from Sample 1 (TuneSamplelD) of MT20130327151142.wiff (Tur. Max. 2.7e7 cps, W +VIS2 (760.00): 0.000 min from Sample 1 (TuneSamplelD) of MT20130327151249.wiff (Tur. Max. 5.0e6 cps.
2
2.7e7 142.2 5.0e6 982
2.6e7
i v ass
227 4.0e6
142.2
2.0e7
3.5e6
1.8e7
° °
2 2
o 16e7 S 3066
@ 1de7 2 2506
2 2
= 12e7 =
2.0e6
1.0e7
8.0e6 15e61 75.1
6.0e6
1.0e6
4.0e6 7142
p7.1
2066 5.0e5
e 203.2 b
97.9 - 1p4.
50.1 | 760.4 ﬁ| J ﬁ 1694 2112
5 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800| 5 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800|
m/z, amu m/z, amu

X 4-1 AERRTALOTOEY M AT AT FL

T p—Y—AF : mlz761

A% ¥ I : 50~800 m/z

MESN: - ESI (+) . CV=56, CE=43
(CV:a—rEHE, CE: al) Vg rympgil¥x—)

2) LCEMHORE

4-2 AERPTLLOTOFEY b AF LAY ML

Y =Y —AF : mliz761

A% I : 50~800 m/z

HESME  ESI (+) . CV=56, CE=95
(CV:a— &+, CE: a) Vg roop¥—)

LCERIFIZHOWNWTH AR 7 ABRIE (BEW) LRBROSFMEEZERM LT,
Sy BT 7 2%, Mightysil RP-18 GP (IN£52.0 mm, & X150 mm, R F£5 um) % . BB >
WTIETE =YL KRO2mmol/lL FifET v & =7 AR OIRK (17 :3) ZHWi=,

3) MREAR

BISIZA E R BT AR ORAE R T A-LORERROFZ 7~ LTz, 0.0002 mg/L (0.002 ng) ~0.0006
mg/L (0.006 ng) }%710.002 mg/L (0.02 ng) ~0.012 mg/L (0.12 ng) DIEFEFIFH CTrER L 7R EfR O

TEFRSUT0.997LA ETH V) RAFZREFRIE AR LTz,

0000

25000 |
£ 20000 }
& iS00
T

10000 |

000 |

0
7 LTI M)

5-1 AE R b7 L-JBRERE (m/z 748—142)

0 0.001 0.002 0.003 0.004 0.005 00086 0.007

T — A AR B R TE S D — ]

T—HMEY T N7 2T (A—T—)
(AB SCIEX )

v—7 OERGIE - ©— 7 mEE

MEROREE « h/h Rk

MREMIEMEY — 7 OEE : 0.002 ng~0.006 ng

y=5060000x-2790

R2=0.9990

: Analyst



500000

00000 -

1 500000 +

FAO0000 -

L]

0000 -

200000 -

100000+

O

S00000 -

AL F R T AT R(ng)

5-2

AR N T L) ERE] (m/z 748—142)

0000

0000

40000

30000

MR-

20000

10000

0 0.001 0.002 0.003 0.004 0.005 0.006 0.007

AE R T A LEE(ng)

5-3

AR NT AL ERE] (m/z 760—142)

1200000

1000000 -

2 500000 +

|

n

F 600000 -

i

00 -

200000 -

0 .02 0.06

ACE T AL R

5-4

AR NT AL ERE] (m/z 760—142)

T A LB (e T S D — 5]

T—HWEY T Ny 2T (A—T—)
(AB SCIEX#Y)

v— 7 OERFE B — 7wk

MEMROREE  h/h ik

MBS Y — 7 OEE : 0.02 ng~0.12 ng

y=5700000x-13100

R?=0.9972

: Analyst

T — A AL R E S D — )

T—HMEY 7 N7 2T (A—T—)
(AB SCIEX#Y)

v—7 OERGIE - ©— 7 mEE

MREMROTELE « /b Rk
B Y — 7 OEE : 0.002 ng~0.006 ng

y=28690000x-1830

R2=0.9998

: Analyst

T — A AR [ R TE S D — ]

T—HMEY T N7 =T (A—T—)
(AB SCIEX )

E—7 OERFIE  E— 7 mbE
BRROFHE « R TRE
Y — 7 OEE : 0.02ng~0.12 ng

y=8910000x+26900

R2=0.9998

: Analyst



4) ERERS
E R OFE R ZUTIR LT,
0.01 mg/kg [(25mL/0.1g*) X (0.004 ng/10 pL) ]
* 10.0 g X2 mL/200 mL

2. RBRARIRE O
1) i FEORE

AEF R T AIROAE R b T ALOHMAZE L. MG Y LT7 8 F AR L, A EX b
T NERERE (EPEW) 1T B W TR KRS TT & b oo f TIZIRINEINEER OfE BAMEEIR & 720 |
TR X2 N2 THIH L T2 28, Alalxtge b 2 2 SEsiE (RO, 4 oiEl. FolF, 3L
K OFEOIN) % AV Tl 2 N 2 TUSINEIGRER 2 526t L 7= & Z A BAF 2[RI G D7z, dsnER
REBOFER 2 RUR LT,

BB, BOINZOW TR ICpHE TR LT & 2 A, 92 TH 0 BTN TIZH - 7223, [N
FICHREIZ 2N &S (ZKTIX6LFRA) | FRPEW R BRIEBIFE I K TR S AR B O KNI,
FEDOY L TNFE~ORAETHDH EBZ LT, WEDRKIIFRETE T, SEMZE N THXRE R
LRBOBERILKED, 5% > T-HEIZFROBRNB N EITFENENRW 2D, REY & [FERICF
FRatE T it A21To 2 & & Lz,

F 1 FRZINZ T LGRS R (%)

FOMA  AFOREN  FEONTHE I 7
AEF T AL 99 90 88 94 102
AELR T AL 97 86 95 85 101

W& - %40.1 ug

2) HEREEAEORET
On-~FH UERIRIZONT

-~ VERIRIC OV TG LTz, AR b T LI NAE R b7 A-L%K0.1 ugza10 wvoikifbr ~ v
¥ AEHR100 mLIZIRAI L, n-~F 3 o T3EHR & D it 21T o 7o iR 2 R21ITR L, AR M T 40Kk
NAER KT A-Lin-~F Vo TlIHoichitti 5 2 e nc&lenoiz,

£2 n~FHUAOEER (%)

100 mL 50 mL 50 mL oz
(A =H) (2181H) (3EH) -
A A 31 25 0 56
AER BT AL 26 21 0 47

W& : £0.1 ug



QW= F L R On-~FH > (1:1) RIKEEEIZHOWT
FER =T L S O~ (10 1) RIRIEEICOWTHRET LIz, AE R F T AJRDAE R KT ALK
0.1 pg#10 wiv%iE b7 b U 7 AEE#E100 mLIZEAN L, FER=F L K Un-~FH 2 (1:1) {RIE CIEMHER
EOMH AT TR AERIINTR LT, AR T AJLKOAE R T A-LIZHEE =T L K On-~FH
(1:1) B TIEAE O TIEIE100% 35 = L A TE =,

#3 W= F LKL n-~FH 2 (1:1) BIE~DEEERESR (%)

100 mL 50 mL 50 mL e

(1[a1H) (2191H) (3A1H) o
AR RT AL 94 0 0 94
AR FT AL 91 0 0 91

W& : 40.1 pg

FROME LY | BT LR On-~FH 2 (1: 1) B CORRBBIENARETH 7208, AR T
LG OAE R BT A-LIZEREE CHENRETH Y | IBABMEEZEIET D Z LB TH 72720, A
REMEIIAT bW HEE LT,

3) WiNEEAEDRES

Mg HEL LT F= Rk U AFH DRSOV TRE LT, SEIE B EZ 416 L ik & 45 B L .
IEBEEITO) Z L EBE L, AR b T LIRPAE R T A-L450.1 ug% 7 & b 22 mLE Un-~F4
230 mLIZ1 vol% F£20 Lz M 2 72V L, n-~ > fafn7 & b= k U130 mLC3[alfE & 5 il
HEITSTAEREZRMUTR LT, AR b T LIROAE R b7 A-LIZW PR b 3E o cidft Lah
TLn-FTH UEIZ2%EF L CLE IR E ol

#4 T =R UAFFOSREOBHDO (%)

7& bk 2mL n-~FH Ay k=K VUL
+n-~ZFH > 30mL 30 mL 30 mL 30 mL &5t
+1vol% ¥ 20uL  (L[EIH) (2[FH) (3FH)

AR NT A 2 71 17 5 95
AR NT AL 2 66 19 5 92

W : 4 0.1 ug

TiZn-~FHh o bn-~F U7 b= MU VDR EEZ THRH L7z, AR b7 LIERAE xR
kT 5-L450.1 ugx 7 b2 mLEUN-~F 4220 mLIZ1 vol% 20 puLZ iz 7=isiiciisime ., n-
~FH T =R Y40 mLCIEHR & D i A T o T R A KSR LT, AR b T AJKR A
B b7 A-LIZ2RIOHH TIEIE100% i H Sz,

#£5 7 F= PV UAIY UHEOBTFHO (%)

T hr2mL n-~FH a7 =K UL
+n-~FH 2 20mL 40 mL 40 mL 40 mL GEt
+1vol% X 20uL (1 [0]H) (2151H) (3[EH)

AR KT A 0 86 13 0 99
AR NT AL 0 85 13 tr 98

W& : 40.1 g
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BEHESL L~ L TOEETIIn-~FH fafn7 & ~= kU140 mL2EI O TIEIE100%fhH 23T 2T
W23, 2B H o ERZ10% DL BRI STz, REHEE T TOAEIRICHOW TR LTZ, 40
. FOREN . FONE, LA OO Z XWmelar: T 7 & b oAl Lz o] L, A 7
AJKORAE R b T A-LK0L pgZz i L, n-~F 4220 mL On-~F Y fgfn17 = b=~ U140 mL
TIEMR & SN ZAT o T R A RO R LTz, AER T LAJROAER T A-LIE3E A OHIHIZ H 1~
3% ST W72 ECHEAEIZn-~F 3 20 mL2>SHn-~F P Aaf17 & ~ = kU /L40 mLT3[alfh
H+sz e L,

#£6 REHLEFETTOTE = b U~V o ORE (%)
T 2 mL n-~%H T k= kKU L

+ 40 mL 40 mL 0mL A
n-~F%4%>20mL  (AFHEH) @MEHE)  (@EA)

i AT KT L) 0 95 11 2 108
FOBN — x5 0 100 12 1 113
B AT KT L) 0 81 13 2 96
TR — e s o 0 82 14 3 99
. AEX T LA 0 85 11 2 98
FOITR — a5 0 96 13 2 111
o AR R T LA 0 92 12 2 106

i AV FR N AL 0 93 13 2 108
Y AEXET A 0 91 12 2 105
HooH8 AEF R T AL 0 90 14 2 106

W& : £0.1 ug

4) KRG EORE
DOz a~FI VM VBTN =0T ML HRRICHONT

AR b7 L3 BRE (EEY) THOLRTWAY 7 a~X o Ly U b U AZX VI =05 L% H
WA R L2, 7T b= R U LR OUKES mLTHeE Lo, AR T LI OAER KT
A-LA0L pgE i LAKIO mLCAf L, 78 b=k U100 mLTHF L2k, 7 =RV LKOT
F=7K (49 1) RBIETWEH LIz E EOEHRNAZRII R LT, AR NI LAJRAE R T AL
IFKIOMLE YT & h= MU A10mLCidEH T, 72 h= MU AVROT o E=77K (49:1) {RHK10
mL T STz,

F£7T 7 u~ ALY BTNV =BT AL (%)
K T h= UL T r=RNIAVERT =T

(49 : 1)
10 mL 10 mL 0-10 mL 10-15 mL
AR FT A 0 0 99 0 99
AR FT AL 0 0 99 0 99

InertSep Slim-J CH (FE CA®500 mg, ¥— /L1 = i)
N : 40.1 ug

_11_



QBT A~ T XL T LI =HT ML DRERIZOWT

R L L THHEN TV DRI A~ A U LI =0T L VTR EBRE Lz, n-~
FHKROTE R (19:1) JBIKS mLTTEES L%, AER N T LIROAER M T A-L40.1 g
ZEML, n-~FH o ROT7E b (19:1) IRIRIOMLTAR, n-~FH o EOT7® b (7:3) BT
WL & 2O A RBIR LT, AR T AJJRRAE R T A-LiZn-~FH o KT & F o
(19 : 1) BHRIO ML TITAEH ST, n-~FH U EOT | b (7:3) {BIKIS mLTIEH &z,

K8 AT AWM I XL T LI=AT LDEDEHE (%)
N-~FH U ROT T b AR

(19:1) (7:3) &t
10 mL 0-10 mL 10-15 mL 15-20 mL
AR FT A 0 87 3 0 90
AR FT AL 0 86 3 0 89

Sep-pak plus Florisil (#£TA#910 mg, Watersfi)
WINE: : %40.1 ug

@RI AFATI ) FOEAL Y IALL Y BT F L DT 2 -N-Fa L U b U b 7L
BI=HT LK HHER
AR FTLERUL~YZ B IA4 RRFZBANTHD AL Y FOSAEDRBRIEICH NN TEY .,
MR OREDRENENESND NI ATFAT I ) Fa e Vb U B 5 VI=F 1L o7 2 U -N-
T YL ) BFNFERB S =T A TORRIZBE Lz, 78 b ROn-~FH 2 (1:1) BiK
10 MLCPHYEF L2, AR R T AR OAE R N T A-LEZ0L1ugZiminL, 7& b EOn-~F 4
(1:1) BRIECTIHRH L L EDEHRNERITRLZ, AR P TLIKROAER T A-LIZT® F
KLOn-~FH>r (1:1) 15mLTHEH SN,
#9 RMUAFATI /)Ty as 0

TF LUV TIUN-Tr LY LT U B TNFERE S =T DD OTERE (%)
T bR n-~FY (1:1) BiK

0-10 mL (&) 10-15 mL 15-20 mL
AR N T A 73 18 0 91
AR T AL 69 18 0 87

InertSep SAX/PSA (F£TA 500 mg/500 mg, P —=/LH A =2 )
W& : %40.1 pg

AER N T LIFOPAER T A-LIZv 7ot Uy U FV I =T A, BT A B~
TALVILI =N TERERNNIAFAT I ) 7L Y fbs YV X F Lo 27 I N7
N VMM BTINAEE I =0 T DL AN TH T, GRTA B~ TR VLI =T
LTHRZIT 1256 FOMRAEOREFCILANIEA U7 BRISIK DT A A AL 3] S AUVKE]
WERDFERPIERINDGEN S LD, WERMICEET 22NN ETH T, Flo, N AF
NT R Ty Y Y BTN F L DT I N-Ta B U Y B VIR = T
LT K DR TIIAFOFH AL ORI B W CEIERT0% A & 7R olofed, A E Lz, 7
BAF AT Y AT ) ATV =0T A TORRTHSITRIER IR TH > 72720, KD T L3R
PEMY L RRRIZS 7 o T v UMby U BTNV =07 D&M LT,
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3. TINENEER

EOFAL O, FOIFE. FLEOEOIIDOSE A AV, [EBRE] 7. HMBRiEkoOHRRIC
BE o TUSIMIENGEER % 50 L 7=,

IRNNENEER I 35 1T 2 [N =R 100% 40 24 OV IR AERIR . KB DT T 7 308K OUSINEEF O R
s b7 LEKOKE NN R LT, £lo, HERMOT T 7 B0 A% ¥ SHIEIC K2 RER R B
—HNAFrrua~v NI AEKBITR LT,

1) BPUE

BPRMEORE R A2 RI0ITR Lz, BFt Lo EHZB W THAER R T AR PAE R T A-LOE
BEPETD IO -2 on T, BRETRIFTH T,

10 FHRPEOFHM

ERER | g | PECOWBREOHE E—VEHEES) " -
No. | #rRtRILE BRE [HRHBRS] (ppm) ST —— EEXIE 509 TRy RFIAEE R EH(ES) | g " %
(mglkg) (ppm) i BmEOR [ n=1 n=2 | ¥#@ | n=1 n=2 | FHb) | E@®) |
1 |RERSL- [ 0RR 0.01 001 |=RE®]| 001 <0333 | @i [ 0 0 #DIV/0! | #DIVIO! &)
£ DHEH 001 02 22 |02 <0100 | @i 0 0 0 #DV/O! | #DIV/O! o
4+ DRFRE 001 001 |®=EEBH| 001 <0333 | mi 0 0 0 #DV/O! | #DIV/O! o
3, 001 001 |EEER| 001 <0333 | @i [ 0 0 4DV/O! | #DIV/O! o
O 001 001 |EREH | 001 <0333 | m’ 0 0 0 #DIV/0! | #DIVIO! &)
2 |[zERFSL-L [omn 0.01 001 |=REF| 001 <0333 | mi# 0 0 0 #DV/O! | #DIV/O! o
£ DR 001 0.2 Exm | 02 <0100 | @i 0 0 0 #DV/O! | #DIV/O! o
DR 001 001 |=RES| 001 <0333 | @il 0 0 0 #DIVI0! | #DIVIO! &)
2, 001 001 |EREF| 001 <0333 | mH# 0 0 0 #DIV/O! | #DIV/O! ¢
B 001 001 |=REBH| 001 <0333 | mi 0 0 0 #DV/O! | #DIV/O! e}

*1 ISUoEE . BERRDIBISEALTAELBERNSTHET 5, (BEIZIELTRBIAZTI.)

2 RHPORENTFHEREIRRICEDSLSC, IV I/AHORBRARTARLZER R (IR IR FMBERR) #ALV5,

TSV ORBITHBEE—IDBRERSN G >1IGEICIE, BEBROE—VEHE () [TROELTERL,

*3 HiE (B A EE—VDHAHEOTMELISESTIHEITIXNOL BELEWMEEIIEN x 1258 #H T 5,

2) HJE FEEEOVEERY

B O TR EORFHER A2 FEIUTR L, AR b T A-JDOBEE387.3~96.2%. HTHEAEIZ4.6~
13.6% CH V. BEMEE I Uiz, AR T A-LOEEIL82.6~103.7%. HHTHE134.3~10.4%
ThV ., BEEAZ D107 L, AR b T A-JOSINFOY-H)E13128.0~257.2. A% kT A-LDOSIN
LD S 15128.8~215.8TH W ToH W SIN=10% +43 123 7= L=,

R FHE, KEROEERF O

ey - - = g = -
N PR ans [;i%;] HEE wMEE | ERER RER [EI4REE (%) HE |fHTHE SIN' .
X g & ) ")
(mghg) | (PP™ (ppm) | OFFME” | e | g | 2@ | n=t | n=2 | n=3 | n=4 | n=5 | (%) |(RSD%)| Max. | Min. | Fi9iE
1 [RE#RFSL-J |[HomR 0.01 0.01 0.01 SIN | 5060000 | 2790 | 0.9990 | 92.9 819 | 1000 | 1021 | 922 938 85 | 1924 | 1300 | 165.7
O 0.01 02 001 SIN_ | 2980000 | o1 | osers | 880 | 999 | 764 | 980 | 742 | 873 | 136 | 1633 | 926 | 1280
DTS 0.01 02 02 — 5700000 | 13100 | 09972 | 952 | 882 | 1006 | 906 | 1043 | 958 | 7.0 — | - [wovo
QR 001 001 001 SIN_ | 5060000 | 2790 | 09990 | 846 | 921 | 836 | 819 | 848 | 854 | 46 | 1837 1743| 1790
EiR 0.01 0.01 0.01 SIN 5720000 -1140 0.9934 99.7 91.3 101.8 95.9 92.4 96.2 4.7 310.8 | 203.5 257.2
ER 001 001 001 SIN | 572000 | 1140 | 0993 | 1034 | 1049 | 974 | 924 | 803 | 97 | 104 | 3058 | 1951 | 2505
2 |REAFSA-L |tomA 0.01 001 001 SIN_|11300000 | 3870 | 09980 | 1042 | 846 | 1057 | 1066 | 972 | 997 | 92 | 2008|1683 | 1846
O 001 02 001 SIN_ | 8eo0000 | 1830 | 09998 | 808 | 913 | 760 | o18 | 731 | 826 | 104 | 1645 | 930 | 1288
O 001 02 02 — [ooto000 | 2690 | 09998 | 952 | 885 | 1012 | 946 | 1055 | 97.0 | 67 — | - [wovo
O 0.01 001 001 SIN_|11300000| 3870 | 09980 | 87.9 | 938 | 941 | 851 | 904 | 903 | 43 |2245] 2070] 2158
En 0.01 001 001 SIN_ | 8410000 | 871 | o9ors | 1014 | 902 | 1024 | 907 | 1012 | 972 | 63 | 1920 1683 | 1802
BN 0.01 0.01 0.01 SIN 8410000 8.71 0.9978 107.5 109.4 104.7 104.2 92.6 103.7 6.3 210.8 | 176.4 193.6

*1 SINERHDBENHHBAITEISINIERTEN S,
2 BonERENHTHRAEESZHE—Y (Max) RUBR/MEEEZHE—Y (Mn.) DERELDSINERDHD .

_13_



3) B~ b v 7 ZDRIE~DEE

B~ B U v 7 ZADBRITE~DRBIZOW TG LR A2 F121R8 Lz, BNEIGRER 2381 2 [A]1X
F100% AL IRIEIC/2 D X OISR L=~ b U v 7 ARIE R O REFEHERTRIC 3 5 B — 7
AR, AR T AIDOMEEHIZ0.90~1.01, A% b T A-LORMLIT0.96~1.04TH Y . JIE~
DOEBI2 VLD EEZ LN,

IRINEIGRER I 35 2 BUE 2 12 TR 72— 7 EfE TR L CRHIEEE 25K, RIBTR L,
EREIZAER R T A-)88.0~100.2%, AL R KT A-L86.0~108.0%THV ., ikt~ kU v 7 ZDOHIE
NDORE L EJE L ORI FEITR N7,

#12 W~ bV v 7 ZAOWE~DHEE

TE st s ° = )2
o L ssirsgia . Taie | zew | mou |FEEE —mREs v
o. | MTRRILED B4 ] (ppm) (ppm) REE E#XE 50 REUYORRIEERR RIERERR t:ﬁﬁ?‘é ® %
(mg/kq) (mglL) | &HEDH] n=1 n=2 Fi n=1 n=2 Ty | (B
1 |[RERSL-J  |[FOHA 0.01 0.01 0.01 0.0004 HiE 0 21910 22670 22290 21610 22580 22095 1.01
LR2)H i) 0.01 0.2 0.01 0.0004 [EiEi 0 14180 13620 13900 15120 15630 15375 0.90
LX) 0.01 0.2 0.2 0.008 HiE 0 244600 | 237500 | 241050 | 248900 | 247200 | 248050 0.97
£ O R 0.01 0.01 0.01 0.0004 HiE 0 21920 22790 22355 23330 22740 23035 0.97
2 0.01 0.01 0.01 0.0004 i 0 11660 11870 11765 12580 11950 12265 0.96
B 0.01 0.01 0.01 0.0004 i 0 11040 11850 11445 11460 11540 11500 1.00
2 |RERMSL-L |4 OBA 0.01 0.01 0.01 0.0004 HiE 0 48590 48150 48370 45090 47800 46445 1.04
LR2)H i) 0.01 0.2 0.01 0.0004 HEiE 0 35210 34830 35020 36780 36400 36590 0.96
EX0) i) 0.01 0.2 0.2 0.008 HEiE 0 659000 | 647300 | 653150 | 670900 | 681800 | 676350 0.97
£ O R 0.01 0.01 0.01 0.0004 HiE 0 45260 46160 45710 46480 46170 46325 0.99
2 0.01 0.01 0.01 0.0004 i 0 29860 29430 29645 28710 29790 29250 1.01
DI 0.01 0.01 0.01 0.0004 i 0 29120 27840 28480 30330 29230 29780 0.96

*1 RMEUREERIEH 1+ HEURE100%48 LREITH D L2, T VRBOHBBR CRARUAZER R (M VIR FIMBERR) RUBE CHRARUARER R CRERERR) 2R T 5.
*2 TRV RFIMBERRRSBEARERBROIAICREIC2E L ERIE LIRS S, (BRBISHELTEBIEAZTS.)

*3 TIVVICE—IRRBOONTIGEIE, TRV IRRNMBERROEZ ISV VEZELSIN-EZAS,

*4 IR YYRFHINAR RITHBR L B OIS VM ORBRBREAVTRART S,

5 TRYYHIRBMBERROBFEFERRIH T HE—VERE (RIEES) DLLERDHD,

K13 fHIEFSE

= el | A e |E—VEE S
No. | S &S 2% ol Rl Kool B i WERE | 3 =
1 |RERMSL-J  |[FOFA 0.01 0.01 0.01 93.8 1.01 92.9
HDRER 0.01 0.2 0.01 87.3 0.90 97.0
£ DR 0.01 0.2 0.2 95.8 0.97 98.8
&0 RIS 0.01 0.01 0.01 85.4 0.97 88.0
2 0.01 0.01 0.01 96.2 0.96 100.2
ZED IR 0.01 0.01 0.01 95.7 1.00 95.7
2 |RERFSL-L | 4DFE 0.01 0.01 0.01 99.7 1.04 95.9
XYL 0.01 0.2 0.01 82.6 0.96 86.0
XY 0.01 0.2 0.2 97.0 0.97 100.0
&0 FFiE 0.01 0.01 0.01 90.3 0.99 91.2
Z| 0.01 0.01 0.01 97.2 1.01 96.2
EBOIN 0.01 0.01 0.01 103.7 0.96 108.0

*1 BEMEL, REERREDSAICIE—EEE(0.01 ppm) ZAHWLS,

4. BE

TR EYRERE & FERIC BRI T 7 & b it 21T o 72, BAEEMES LT, 7k b= KU b~
XUl RE Lk 2 A, B on-~XH o bn Y@y k=Y Lol®E (1:1) Tidt+
NN BLEAENT Z e o 7oy, Wz (1:2) IZAET S Z 6T, REFRBENS LN, BRYZ
DCOWTIE, 2 7ua~X I U VAN I =T A, BT A B~ T XY T LI =T LK
WNhUAFATI )Ty Vb U A F =T Lo o7 L -N-Fr e Uk U 7 uVig
BI=AT7LMOWTHRRILIZE A, 7 anFd iy Vb U F NI =8 T ADOHRTORRT
BAF7etERn G o,
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BA%E L7= Hika AT, FOFASES RS OUINEGRER 21T o 7o/ R, BHRMET B AT T oFEHT
BWTHPEL =713 LT, AL R N T LJOEE$87.3~96.2%. TR EIL4.6~13.6%. A
X b T A-LOEJE382.6~103.7%. FHTHEHE134.3~10.4% D BIF RN E LN Z End, RikBris
1%, RIS E T 28O, IEN &R OMHEE N RO IFE DS KEMIZHEISFRETH H &5 %
LT,

[ &

BAREDTOAC R T LOREREL LT, AR 8T LR PAE R b T A-LAED O TRt
T hoTHHEL, TR M= UMY OB ET TR 7 m AT VBT Y BTV =
T LA TR U721, LC-MSIMSC/E &M OEET 2 k& s Lz,

BA%E L7cslBRIE 22RO A, FolE. PO, HLAOHOINIEH UIcfs R, SHRMEIL R 4F <
NOREHZBWTHHHEE— 713D LT, AR T LAJDOEEET87.3~96.2%, AR KT A-LD
BL£1382.6~103.7%., EEIRFIT0.01 mg/kgNAIRETH D Z & AR T 7=,

(275 3Cik]

1) BAGEEESR - AISHEARAERRE - RETETE AR%K12225475 (A1 b7 AREBRE (B

PEWD) 1 CERR2T4E12H22H)

2) AR M7 LRI (CFRk214F1H30H)
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AZEFR T LJOBMENGRBRIZK T 57 v~ M 7T A

A

T

NN

IR

FRYETRI

FRYETRI

X 6-1 DO SRM 7~ 75 A
AR hT L-) (mlz +748—142)
WINFEEE - 0.01 ppm

X 6-2 FDERF D SRM 7 v~ k7T L
AR b T L) (mlz +748—142)
WSINREE < 0.01 ppm
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UNIIERv s

AINECEE

FRYETRI

FRYETRI

6-3 FDEND SRM 7 v~ 75 L
AR hTL-) (mlz +748—142)
TRINPREE © 0.2 ppm

6-4 DT> SRM 7 v~ K 7' L
A b T L) (mliz +748—142)
WINPEEE < 0.01 ppm
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WA

UNIIERv s AINECEE

FRYETRI

X]6-5 $LO SRM 7 o~ k7' A X 6-6 FEDIID SRM 7 1~ k75
AR T L) (mlz +748—142) AR T L) (mlz +748—142)
WINBEEE < 0.01 ppm WINPEEE < 0.01 ppm
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AR N7 A-LOTIMEGRERICBIT D7 a~ 7T A
T A/

|| e | s

NN IR

X 7-1 DR SRM 7 aa~ 75 & X 7-2 & DOfE D SRM 7 v~ ~ 75 L
A% T A-L (mlz +760—142) A% T A-L (miz +760—142)
WINFEEEE - 0.01 ppm WINFEEE © 0.01 ppm
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UNIIERv s

FRYETRI FRYETRI

==

7-3 DD SRM 7 v< K 75 A 7-4 EDORFIED SRM 7 vt~ k75 A
A% h7 A-L (mlz +760—142) AR T A-L (mfz +760—142)
WSINPEEE < 0.2 ppm WINPEEE < 0.01 ppm
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Al AN

[ | [ P
FEEVR R FEAEV IR

i ]'ru - o mar

X 7-5 LOSRM 7 u~ K75 A X 7-6 BDOIID SRM 7 v~ k7T I
A% T A-L (mlz +760—142) A% T A-L (mlz +760—142)
WINBEEE < 0.01 ppm WINPEEE < 0.01 ppm
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D RE I

A D il

LE

5 DN

[[Erptsmssa

: 50~1000 m/z,

8 777

a—EE 71 (V) )
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