K231 DWEIO——h: L R ST No.1

REHE : KE 200, BT 20g, HIE 20g, BM5 20g, T 20 ml,
VOARAZ =k (151, viv) B 100 mL

30 ERES
{

51218 (T A@sH + £51 k VL Ay —Ibok (101, vww) BE 50 ml)
d

AL 7 =IVk (1:1, vi) BET 180 mL IZER
1

90 mL (GA#l 10z 484 E)

}

BEEE, 225K TEE
}

K 15 mL
4+ EEEE 0.5 mL

ZHMT TV IEHS A (CE 1020)

5 HEE .

V o+ EFBE T /AFH (1'1, v&)  20+130 ml,

BEEZX, SR8 TEE
}

PUOORAE 2 25 ml,

V +3mol/LFERE 1mL
V1% m-l OO@EBER/C Y O OXY W 5 ml

50C, K&, 1408
v+ 10%FAHREEF b 1 ™7 L kA 30 mL

SHHERED
I+ 10%EIEF MUY AkER 80 ml,

\ + 270052 20ml,

54RRESD
i
HRA1E
V + 2ronoxsy> 50 m1,

BHEEEL, E25ETEE
'

YUARATIWIZASH GIE : FEr> 10 mL + 0.2%FEFER/N\FH > ¥ 20 ml)
| 8T AFHUERTF) (2:1, viv) B 5 +5+30mL
VBT AFHL/TERY (6:1, viv) B¥ 20 mL
VAR ANFFTERY (21 v ER 30 mL

BEEZE, E28HTER
{

TIWIFIZHSL GILE : BEETFIL 5 mL)

\ BT EEBIFIN 545+ 10 ml

VOO EEBIFIVASY ) —)) (9:11, viv) IBIE 60 mlL
i
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BEEE, ER5R rEE
!
A& ) — )V TR

ZAZ NN
it

2-32.  OMEITO—Y— b L RIA 5 No2

KEHE : BiEK 20 mL

} + BEER 0.5 mL
ZHET1V IS A (CE 1020)
5 SrERE

V) + BRI FIVANFT S (11, viv) 20 +130 mL
BEEE, EXR&5N MEE

{
TUOOALY 25 mL

} + 3molVL il 1mL

V H1%m 7 OOERERR/P /7 O0AY VAR 5 mL
50°C, 7Kg, 140

} +10%TFAHET YT LKER 30 mL
3oERED

V +10%EAT MU U LAKEKR 80 mL

| +2700Xx%> 20ml
5 EEED

l

HASE

} +2700A%> 50mnL

BEEE, Ex2&85A FEZE
}

SUAFINVEZATL EIE 0 FTERY 10 mL + 0.2%EE/AFH 2 I 20 mL)
| BEF . ANFUEEBIFIV (211, viv) BE  5+5+30mL
} B AFH/ 7R (61, v EBIE 20 mL
| B AFH/7ERY (21, viv) BE 30 mL

BEEE, E250 FEE
A
TIWIRFIZATL FIAE  EFETFIV 5 mL)
| BE . BEEBIFIVE+5+10mlL
V OBH G BEBIFIVAY =)V (911, viv) B 60 mL

¥
BEEE, ERKH THE
y

AL ) — )V THBE
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X 2-4-1. IET7 O—3—k - LTATz NV L— h3#75 No.1

KEHE : KE 10¢
y + 7K 20 ml
=i 30 K E
V+ TERY 100 mlL
30 HEIRES
}
WEI58 (TS AGHESHEER % 72 P> 50 ml)
}
BB
'
Cis =45 (Bond Elut Cis, 1 g /6 mL)
VOBTAE : TR RS MU 5ml+ K 5 ml,
GFr BRI T
%@:KWﬁF:FUWW@%MwSmLlﬁ%&ﬁ%@
B :7EF=RYJL 8mL

e e

BEEE, 25K TEE
}

JOUPINIZHTA (Sep-Pak 70U L T ANFT 2 5ml)
VORI AFY Y 5mLX2
} B AFYUEBIFIL (90:10.vA) 15 mL

i

BEEE, =E25RTEE
i

T b iciE
i

GC-NPD
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2-4-2. SHETO—3—h : TA T2 2)N L — R4 No.2

REHHB  KBEKE 10g, 5/ 10g, TH 10ml, B55 10g
I+ 10l (Bhosos)
} + 7R 100 mL
30 FIEED
!
K55 (FoABHEAHER ¥ 72 M2 50 ml)
!
BREERE
!
Cis =552 (Bond Elut Cis, 1g/6 ml)
VORTLE . 7R PUIN BmL+ K 5ml
BFr . BWERT
W K/ T ERZRUIL (70:30,vA) 5 ml 1 4rEIRE(EE
B 7R =Y 8SmL

1
4
)
¥
BEEZER, SRR TEE
y
TJOUPIVIZASL Sep-Pak 7OU DI Fik: AFH 5mL)

OB AFYY 5mLX2
VOBH  ANTFY UEER T FIL(90:10,v4) 15 mL

i

BEEZE, EES0E MEE
!

TN BE
!

GC-NPD



X 2-4-3. ﬁﬁ%7D—V—F:IX7I>NVD*%%%EN@3

REBE Bk 20 mL, JEEE® 20 mL
y + 7K 80 mL
V+HEEFMUTA 20
V o+ ANFH 80 mL X2
5 FIRED
}
NFY 2 ESE
1)
%mm@#%uvAﬁoytiémmﬁ,5%5@@%25%@% Be: ANFHP> 30ml)
¥
BEEZE, EXZSHRTER
}
TUUPIVIZH 5L (SepPak 70U DL Tk : AEH 5 ml)
VOBRE L AFY L 5 mLXx2
VOB AFYUEBIFIL (90:10,v/4) 15 ml

i

BHEEZE, E25FTEE
l

7Y kiR
}

GC-NPD
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K 2-5-1. SETO—3—bh TS FFOHE No.1

LAREEL: BK10g, BK10g, KIEEK 10g, KEEENK10g 5 2g
} + 7K 20mL

=18 30 SHEHRE

} + 7ERY 100mL

0 LEEED

$

W55 (HTAMHESHMER ¥: 7R 50ml)

}

B

-

Cis =45 L (Bond Elut Cis, 1g/6 mL)
V| OBTLE . 7R bMUINBSmL+ K5 ml
VOBREBEERET
VOB® K/TERZRUIL (80:120,vA) Bml 14K E[EE
VOBH:TERZRU 10mL B CIHSATERICNE: IS L RE
¥

BEEE, EF2&K5 FEE
i

JOUZPINIZATA (SepPak 70U DI Tl : AFH 2 5ml)
| BFEF . AFY 2 5mlLX2
VOB ANFH /7 (90:10,v) 30 mL

)

9

!

BEEZE, ER5R MEE
l

T b CEE
|

GC-NPD
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X 2-5-2. %ﬁ%7D—&"b:75§?>%ﬁ%Nd2

z%ﬁﬂ:ﬁﬁz%mu,ﬁﬁa%2og

} + 7K 10 mL

V + 7> 80mL
REDTAP—ICEBHE Gk: PE R 20 mL)

}
20 R ED
4
L5158 (TS AMHEAMER ¥ : 7= > 50 ml)
!
TR
!

Cis2 =752 (Bond Elut Cis, 1 g /6 mlL)

VORIAE TR R MUV SmL+ 7K 5 ml
| OREE BERRT
N %@:mﬁ%%:bww@mmww5mL1%%%%%@
) BH:7ERZRFUL 10ml
}
BEEZE, 228K TER
}

JOUPIVIZAS L (Sep-Pak 70U )L B : Ak 5 ml)
VORE L AFHS 5mL X9
VoOBHAFY /T E RS (90:10,v4) 30 ml
i

BHEEE, E257R FEE
i

il N b A
1

GC-NPD
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X 2-5-3. AWEITO—I—b 1 ¥ TFF U0 No.3

VKRR THEEH 50ml, BXESH 50 mL
} + 7K 50 mL
V + E{EFRUT A 10g
o+ ANFH 2 100 mL X2

5 FEIEES
}

NFYUESR
l

EARBRE TN UL (50g) ITLBBKE, BARSE (No2 AHEER ¥ A5 30ml)
i)

BEEE, E28FTEZE
}

TJOUTPIVIZATA (SepPak 70U D)) Fie : AFH D 5ml)
VR AFY Y 5mLX2
VOBHAFT /TR (80:10,vA4) 30 mL

i)

BEZE, E%255K r&E
i

T CEE
}

GC-NPD
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261 FMETO——h v 2FTHHE Nol

YKRE Tk 5g
MEFE LK 5g, RS TE5g M&TE5 g, BN (&f8) 5¢
i
I + EDTA-Z X5 28 35 ml,
V o+ Zoodibs 15 ml,
TEDTFAT— K240 ke 7K 3ml,
4
ELABE 1000g 549 20C
i
EEBAESE (FOooRIVABERTS) '
I+ 04 mol/L BEEAET RS TFIL7 JEZULA 2.5 ml
pH7.5~7.8 IZFAE  (6mol/L HCI)

1A
KT H0mL ITER
)

10 mL 7EY GREH 1g fE4 )
+ 0.05 moVL Ik A FINEREBIFIL—AFH> 10ml,
l
5 2 FEFED
i
ZHMETTVTERS A (CE 1020)
<FRISZAIW YAFAUIFER=RUJL 5mlL>
10 2 ENE
} 0.05 molV/L I{k % FINEFEBIF IV —AFH> 20+20+20 ml,
i
BEEZE, EX25ATEE

i

CATA TN Z MUV BRE
i

HPLC/FLD



2:6-2. SiE7O—3—h 2P TS No.2

INEZREL KK g, 60%Ki5g, DEAE 5g, TEAE 5g B/ (60%H) 5¢
l

| + EDTA-VAFA A 85l
FEIPTAYT— H2408 %Y /K3ml
i
=08 1000 540 20C
l
EEAHIESEL

} + 04 mo/LEBKET NS TFIT VBT L 2.5 mL
pH7.5~7.8 IZFE  (6mol/L HCI)

I
KT 50mL WER
!

10 mL 7 (FE 1g HEE)
T 0.056 moVL SV AFINEFEETZF I —FH> 10mL
4
5 EERD
)
EZHMETIVYT TS L (CE 1020)
<FRITZZAOIN YAFAUITERZRUIN 5ml>
20 SEHE
¢ 0.05 molVL AU AFINEFEE LTI —FH> 20+20+20 mL
A
BEYEE, ERXKATEE
¥
VAFA T RN MY NI ER
N
HPLC/FLD
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27 OWETO—I— )k ETU 4%

TREE T2 10g
MEBR D KX By, RETE bg, AT 5 g,
FEP10g, 60%8 10, 5 EATE 10 g, TEFE 10g,
BN (60%K) 10g, &N (&R#)  10g
}
K 20mL 30 SEHE
V o+ L- Y5 SRR — K 2g
Vo TvehU T A 15
V + A& J—) 8somL
FEDTAT— MISHE + % A5/ —) 5ml,
N
30EED
i
W55 (B S95+ 4 5 2 @il 5 44 ¥e: X% /—J 50mL)
}
BHEEE, 2250 TEE (30 mL BTFETEER)
V+ AFH 50ml
5 MiEE S
d .
W58  (HTRMEESIEER. 8 Kk 5ml, + ANFH > 5 ml)
i
KESHE, KT 50 ml icER
1A
20 mL Z7EL (4g #HY)
VO FIRET DESUABK 1 mL
v +5mol/L NaOHUSZ Y —JL B w K THI 20 )
pH 8~9
}
ZHMES TV TERS A (CE 1020)
15 REINE
I Bl 2r7oox4 > 10mLxs + 70mlL
V+ 2% IF LU a— 7R 0.5mL
BEEE, =28ETEE
1
KIAEZ 7 =) (98 :2, viv)
1
HPLC/FLD

-109-



NEDT A, (J0E0277C\SIGT0013.0)

Morm. & i

90 -

i
H
Vi
i
It
{
i
i

80 -
704
60 7
50 -

40 -

NKRTZ >

ket HIVERT 5>

50 I~ | /

20—t ; . - e
0 25 S 7.5

min

FANIRT Z 2, 3ketoFIIVRT T HEUEFR 1.0 ng

"NPD1 A, (JOBO217C\SIGIO0I T.0)
Norm. § ]

30 -
80
70 -

50 -

>

R 51 3

~

T

«3-keto- IR T

e - - .
0 25 5 5

7 i T
10 12.8

min

FIWRTZ >, Bketo-HIVRT S

&m 0.02 ng

B 3-1ANKRT 5, 3ketoWIVART T (ZHEE) ora~x 754
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NPD1 A, (J0B0217C\SIG10023.0) - T
O A A
Norm AN
; NN
8074 % %
. RN
IR R
80 - =)
E 4
e
| i
70 - &
60 - 1
50 —
- N ___,JU\_},U\,
RN S VU A AN
)y 7
] !
20 g et T T T T T T T 1 i T ?
0 23 5 7.5 10 12.5 15 175 min

0.2 ppm %M 2 pl/5 mI/10 g

NPT A, (J080217C\SIGT10024.0)

Nerm.

90

80 -

60 - . ;

50 ~

—3keto-HNBRIS>

i 40 4

!
' L '
! 302 SV U | P W A~ N\—-.JLJ\.-_L_,%MJ N e e
L i

i {
i 20 SR - ey N— . — e ,-J
i 0 25 5 75 10 125 15 175 i

0.01 ppm &M 2 ul/5ml/10 g

K31AINKRT S, 3ketoAINRT S (BHEE) OrOx b F5Ln ()
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NPD1 A, (J060217C\SIG10022.5) '
Norm. ! !
o 1 ;
30+ i
7 || A
; n
an ] ™
80 | N 4
N
50 - ;> .{;»
-~ =
40 - R o |
H X 1‘ I 'L I’ A i
30 3d | e SN U SN U Y, WA SO S N
H ‘/'r
o {
20 ~—! L e s e S —
o 25 5 7.5 190 125 15 17.5 min
HANEKX (ARO1-Plotl) 2 ul/5 mL/10g
NPDT A, (JOBOZ17ALI0602177.D) o
Norm, § ! !
1 l
0 l
i I
X N \
g N
m‘ : AR
| s
50 i hor
; } T B |
; -~ @ \
50 - i R Nex A
1 i; ! } T \/\\-_.:\
40 - e A__-L o &\ A, JILJA‘\J\..__J \\»‘ """""""""
i
30 ; /
[
' I
20 et ey — R e e :
0 25 5 7.5 10 125 15 17.5 miny

EX (ARO1-Plot2) 2 uL/5 mL/10g

K31ANRTT, Sketo MR T T2 (FZHEEED oro~v Ry SA (BX)
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T NPDT A, (J060217C\81G10631.0)

Norm,
0+ i !
80 -
70 - A
3 N
50 D
] Ak
! no =2
80 nNOR
; P 5
11 2 f
® : i "T "‘f \ A
3 A
51| S SO TSI S5 AN S
] [
20 e e — i e S S — : :
Q 25 S 7.5 10 12.5 15 WS ... Wil

AEX (AR01-Plot3) 2 uL/5 mL/10g

NPDT A, (JO80217C\8IGT 0026.0)

Norm.

!
80 - :
70 -
60
50

40 4

~hAN#ETS>
—3keto NIRRT 5>

_‘_.A_:ﬁ\_ A N;‘___f\ i‘ \. . e = N

30 ’::'J //

20 . o T T T T T . . P
o] 25 g 75 10 125 18 175 il

BWAERX (CA01-Plot4) 2uL/5 mL/10g

2

R 31ANVRTZ2, 3ketoHIVRT 5> (EHXREE) OrOv T SA (@)
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Norm.
50 5

80 -

60 -
50

40

.0

30 i

20 - 1e-e

NPD1 A, (JOB0217C\SIG10027.D})

75

s
AN

— IR TF5 >

+3-keto-71 )l

N_.J\;«___.j._i\-\_;._r\,J

|
/___._A.__Jk _}l
-
/
/
!

T A T 7
25 S s 18

miry

MERX (CA01-Plots)

Norm, '}

G0
80-
70+

60 -

40 -

30 -
i

i
|
|
i
i
!

7] Y Y pR—.

2 pl/5 mIL/10g

T 7" 'NPDT A, (JOB0217C\SIG10026.0)

Ve

+—3-keto- R 7

75 10

WX (CA01-Ploté) 2 nL/5 ml/10g

3-LANKRT T, 3keto- IR T 5 (EHEEL
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NPD1 A, (JO60419B\SIG10140.D)

1
i
Norm. | 1\ ~ |
] A |
N N ;
45 - N i
L3 O '
N
I S
d .R -~
40 — R
’ 2
g
35 o
304
B
25 - p RS 1.8 i g |
YN / ]
20 / T T A S U T e i T
0. 25 5 75 10 125 15 175 min
ANWRT S 2, Bketo VRIS FEER 2.0 ng
NPD1 A, (J080419B\SIG10145.0)
Norm. ]
45
07 A
N !
A ¢
35 - N !
SN
. 412 R
30 - N <
R
LT
25- o - e
-~ 7
/ :
/ ;
/
20 T | R ) N ™7 " | A e |
0 25 5 75 10 125 15 175 i

AIWRT S, 3keto- NIRRT 5> FEAER 0.02 ng

K82 WETS2, 3ketoWRT S (KESHE) 0rav k75
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NFDT A, {J0B04T0B\SIGT0156.D) ST
Morm. N
3 AT N
45 - TR
:‘é o |2
i ﬁ ’S
40 - R =
8
3]
-
354 o
!
30" I
| | { . ™
2] IO TSI ¢ S N e S A A e
20 T T T T T e I A Y T R
0 25 5 7.5 10 12.5 15 175 i
0.2 ppm %I 2 ul/2 mL/5 g
NPD1 A, (JOB0418B\SIGT10152.D) T
Norm. || i
1B
4= i
40 = AN
i :
AN i
35+ NN ;
o [ RN TR
i i =3 N
o i =2 R
| CON
%0+ ’ RE
1 1 e
] 3
_{5_1 ‘ f MU VDU YN | bv’ Y SO SN
‘h/\ ! /
4 !
F
20 - i =T T T G ) —-T —— g p o e
[ 25 5 7.5 10 125 15 175 min

0.0l ppm %M 2 pl/2 ml/5g

K32 HNBT5, 3ketoWVART S (RERE) /o< hFSA ()
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NPD1 A, (JCBO0419B\SIGT0145.0)
Narm.
55 -
50 ~
45 -4
] N
40 N
A [”r:r
35 - Y S
DR
2
. g Rl E
25§ Lot gl ’ULN S TR JUJ U&m?‘m/}_wﬁk
0 25 5 125 15 175 mird
BAEX (AR02-Plotl8) 2 pl/2 mL/5 g
" NPDTA, (JCBOR07BSIGI0008.D)
Norm.
65 -
mi
N
N
55 N
N %
N §
N 5
50 5 )
g I
= -
: bb&-~«A~&~JJHWM~J_¢J = LJ?
45 -‘X’\N JA————«\_..MM—.L—/LH Lu\l\-_,w__—g_/\—— ™ e
0. . 45 475

WEX (AR02-Plot14) 2ul/2mL/5g

B8-2 WIVIRT 52, Bketo NIRRT 5> (KERE) OrOv 754 ()
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NPD1 A, (JOB0427B1SIG10039.D)

{

H
1
i

2
i
INET 5

& a o
S a
I [
e S

40 jww e UM_J-L, Lo JLj\JLJ\

"l
35

£l R ¥ T T U A "
0 25 5 7.8 10 128 15 175 miry

EX (AR02-Plotls) 2ul/2ml/sg

NPD1 A, (JOBO419B\SIG10148.D) o 2
Norm. 7§ | i
| ;
45—
;
I
a0 A
N ;
N
35 A
SN =R
l PR
~ . =]
30~ ‘ P ;5
_,\JL/ A A )Ll\\.L nf
i
o5 ] i A UL. e emee e, .,J _/\.Af]\v‘_r\."\ PO | NP
o )
20 e U R A T D T T T i i
0 25 - 5 75 10 12,5 15 175 mir}

EANHEX (TAO1-Plotl6) 2ul/2mL/5g

K32 ANERTZ 2, 8keto WILRT T (KEREN 0rOvhr 5L ()
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