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1)

2)

A7 Z kX3 A0TA)
MmARUCER

O (50 ml%, 100 ml%, 200 ml%)
AAZ7Z A2 (50 ml%, 100 ml%, 200 ml%)
T A7 7 23 (200 nlFF)

ik — K (500 ml%¥)

HZ7 Aa— |

By b

R FZ ) =
JHF—NR—R VP aArh

H 7 Rk HE A & (GFP) [H (L 84 Fr ]
ERxa b BREY A HF—

R & o

a5t /L 7y e B

K5l <v==2K—NF

M K

g—4&—x R L—&—

43 6 o BE &t

EEIEE 7 v~ b7 77 (GEEREEAS)
ks o~ 75 7-20F LEESWFH

A FE e O

OTA #% ¥ f [Sigma-Aldrich k]

K

AL ) — (GEREEE-PCBRRE, mEEAEKs o~ 7 Z 7 A LTFTHPLC A )
[Fn i T ¥k &S]

TER=PMUAVGEERIE -PCBREEM, HPLC A) [(FYeMiZE T ¥ & 4]

~F Y (R BRI -PCBRBRA) (M TEHKKSH]

T GREEIE-PCBREBRA) MY MidE T &H]

FEE (RERR) (BRI FEHRAS ]

P>y (RE R UhRIEFEMEXS ]

REEAKRF ST MU v A GUERR) [Foe i TRk 2]

AT FY U A GRESH) (B FRX 2]

DABAKFZEZF MY UL EESKR UNREFELHKS ]

DAEEZIKFEHY UL GRRERK UhRbFELKAXS ]

WAL Y O s (RIEFFHR) [(Fn Mz TERXSH]

Wilg 7 =0 5 GRIERe ) [Fnf vl 3K T kR U2 1]

FEfE 7 v E = v & (REFFHL) [BIRIL A2 1]

e GRER ) (R FE MRS ]
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3)

MU 70 A o EEEE GRIEFRL) [Fn e Wi 38 T kXS 4]

FEEE (GRBEAFAR) (/R b R MR & ]

Bond Elut DEA #— kU wv ¥ # F A (500 mg, 3 ml) [VARIAN %]

A L) T 7 4=F4—H F = (0chraTestWB) [VICAM #t]

AN T 74 =5 4—H 7 5 (0Ochraprep) [R-BIOPHARM #]

AL )= RO 1 WRBAKFEFT P U LABEROIREK(T:3) : A% /) —N 700 ml &
1 $REEAKRFEFT MY T LABEE(REBAKFEFT MY 9L 3 g ZKICEML, 300 ml
i L7=b®)300 ml ZBRAET 5,

T h=hU, KEROHEBEORBE@G:1:1) : 7 F=FrY /L 800 nl, /&K 100 ml
B OMEEE 100 ml 2IBET 5,

PBS (phosphate buffer saline) : Hi{fbkF+ h VU 7 A 8 g, WABKE_FT LU T A
1.2 g, WABZAKELIITLO02 g RUMEILIY A 0.2 g&K1 LICER

T 5,
0.01 mol/LBEEEET =7 AR : HEfE 7 > =7 A 0.38 g A /K 500 ml (Z¥5 AR
T 5.

AH )=V EOHEBORK99:1) : A% /7 —1 99 ml L EEfE 1 ml ZIRET 5,

TE M ROTEI=FIALDRIKEA:L) : 7Y 100nl 7 F=FU L
100 ml ZBET 5,

80 A X ) — )b AKX ) —)L 400 ml &K 100 ml ZIRET 5.

80 %A X J— /R OEFEEDORIE(99:1) : 80 %A ¥ / — /99 ml LHEFfE 1 ml ZiRA
T 5.

80 %A ¥ /—NEWOKMY 70 AEiEEORIK(99:1) : 80 %A% /—/v 99 ml & b
YZNrA ol 1 nl 2BET 5,

K, A% =LK OFEREORIK (70:30:1) : K 700 ml, # % /— /L (HPLC H)
300 ml B OMEERE 10 ml #1BAT 5.

K, 7 r=FU LV EUHEREORIK(510:480:10) : &K 510 ml, 7 h=F VU L
(HPLC F) 480 ml B O'HE®E 10 ml 2R E 7 5.

1 %@ : 7Kk 990 ml & X 10 ml 2IRET 5,

Py ROFERE DRI (99:1) : hAx= 2 99 ml R OHEERE 1 ml ZIRE T 5,

A R IR o 7

DOE®E, £V —TFAN, NE—T— FROHE T RN, ORE

AREHK 2.5 £721% 10 g & 200 ml FEFLEFICERL, REBPHEK 213 ERIKE
DBFBEFAZ )=V EE1 WREBEAKEF M) U LABEERORIE(7:3)100 nl 2 IEMIZHMN
27T, 30 R E SMHT S, REP/HVWERDOEFERAE, BRBLE-EEOS A
ZAZ 77— RO 1 SREAKFEFT M) DU ABEKRORIE(7T:3)7T0 ml ZMx, K€
AF—ZHNTH 1| SEEIEAMMBZT 5, WK% 2,500 r/min T 5 & LD
BEL, EBAEKAEBESABT S, BHiIFAMBEZ Lz&EHE, AICHBEE MZE
MEIZ 100 ml 235, A% 2.5 £721X 10 ml ZIERMICHBLEY | 40 C THIERG
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el L, BREEZAY 2 — AR 2 ml CEMGTH, Zhm PBS THRLIERIZ 50 ml &
Lictk, 7 AWMHEARTABT 5,
AD)T74=TA4—HBTLEAONBEEPLERLVEIIZEEL TEKS|v=ak—
VERICERL, VF—R"—ZBRIHI S, kOosHKE 40nl 2BL, 1A/ 7 74
=F 4 =W T ACARMTD, MEERED 1,2 HICARDEICHEL, V7 A3ER
SHLZNVEDIET D, fHWT 0.0l mol/L BEEET =D LAWK 5 ml THT L%
L, A% /= ROEEEORIK99:1)5 nl THHBT S, ZOREHKIEEZ 40 C TH
JERMEEE L, RiEEZK, A4 77—V EROEEBORIK(70:30:1)1 ml ([Z&EM L TR
BRIERET 5,
HD) mEREEREEYEZY 0.26 gHY &1 5.

@~E—7— FRUOHKEM TR H

AREH 10 g % 200 ml ZRELEFICEIRL, A¥/—AV KO 1 WREBAFES Y ¥
LABEORIE(T:3)70 ml Z2MA72#%, FEZFAF—FHATH 1 SR IZAH
2179, fHiE%Z 2,500 r/min T 5 pELHEEL, LBAELZMESE L%,
ik 2N 2 IEfEIZ 100 ml & § 5. AR 10 ml ZIEFEICEL, 40 °C CWBE #E
BEL, REZAS /=42l CEMRT S, ZhiPBS THR L EMIZ 50 ml &
Lictk, A7 ABHAETHBT 5,

ABX) T 74=2T A=A T7LORNBEEZELPLIRVEIICEBLTES ~v=a2k—
NVMEICHEFBEL, VF—AR"—ZWOFT5, £D0AK%E 256 ml 4L, FRERET
PBSI5S ml CA L/ T 74 =T 44— A7 LICAWTH, MEIZEW L2HcRdLD
WCHREL, V7 AFHEBRIER2VWESICT S, HWVWTO0.01 ml/LEFBET =0 A
VIR 5 ml THTAZ®REL, A%/ — LV EROEBORIK(99:1)5 nl THEHT S,
TOBEMEE 40 CTRERGEREL, BEE2 K, A%/ — L ROEROIRIK
(70:30:1)0.5 ml IZEME L TRBIEIR L 45,

@AYV —TA A1

AEHK 2.5 g & 200 ml HELEFICHRIL, A%/ —AVERO1 $REBKEFFY ¥
AR DOBRE(7:3)60 ml ZMAx =%, FEZHFAF—Z2H VTR 1 MBI A RS
#ATH ., MK #%E 2,500 r/min T 5 pMELHDHEL, LEAREZBER A BERE, 2A¥
=N ED 1 $REEKFET Y U ABRORE(T:3) ZMA TIEMIZ 100 ml &9 5,
A 10 ml % 500 ml By e — MIIERICHRT S5, T4z PBS 150 ml, HikJ
FD DA 10 g ROIAFH 2 80ml #M&T, 5 mRlIEESI TS, LELSEHEL
% FEA4 B L, PBS ZMAIEFIZ 200 ml L L, ZhzxzH7A#HELARKTAHES
%,

AB)T74=2T A —HBTLONBEEPLEIRVWEIICHEBRL THRSl~=adk—
W RICHEBEL, VF—N—FmMY{FiT25, £DOAHK%E 80 ml FWL, 1L/ T 74
=T A= AT AIZAWMT S, METED 1,2 MICRD2KICHEL, 7T AITEE
SERVWEOICT S, HWT 0.01 mol/L BEEET ' E =7 AWK 5 ml TH 7 A&
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4)

WL, A% —LEOEREORTE99:1)5 ml THHT A2, —orHiks 40 CTH
[EMfEwE L, BELZK, A%/ — LV ROEBORIKE(70:30:1) 1 ml I2EMFL TR
BMIEHEET 5,

(OF 3 3

AEA 2.5 g & 200 ml HRELEFIZERL, 7 =MV, KEOEREORIK
(8:1:1)100 ml Z IEFE(C M 2 T 30 ik & 2 #hH &, 2,500 r/min T 5 FyfE L%
ME+ 5, LA 2.5 nl ZEMICHTL, T h=hU N, KEROKEEDOIRIK
(8:1:1)7.5 ml, FiBE7 > E=U L2 gZMAT5HMIKE >7T 5, 2,500 r/min T
SoaMmELSEEL-%, FB(TEM= IR ESRT S,

FHAK10ml, A% /=4 10ml RETEr=hrY/ 10 nl TFHEHEF L 7= Bond
Elut DEA A— bV o VAT A HEDTBRIREARNT S, TE M ROTEF=FY
JDIRHE(1:1)10 ml, 80 %A % / — /W R OFEREOIRIK(99:1)10 ml TH T A& P
L, 80%A¥ /) —NAEROM)ZAAFERBRORIKO9:1)10 nl THEHT S, ZOE
Hik% 40 CTHIERBEHZEL, REEZA Y /7 —L8 2 nl ICEMRT S, Zh % PBS
THRLEMIZS0 ml L L7z, V7 ABHEAKRTABT S,

AL)T74=TA—HTLADODRNBRENPLIRLVWEIICEEL THGIv=aFk—
W RICHEBEL, VF—AN"—FZWmMY 725, £OAHHEE 40 ml WL, £ L/ T 74
=T A= AT LICART D, MEXEYS 1,2 MICRD2LIICHEL, VJ HIXHE
EERVWEIIET D, HWT 0.0l mol/L EEEET ' E=U AR 5 nl TH T ALZE
L, A%/ —NVERUOEBRORIK9:1)5 nl THEHT S, ZoEHEL2Z 40 CTH
JERMERZE L, kxR, A%/ — NV ROFEEEEOIRE (70:30:1) 0.5 ml (2L T
RBRERET 5.

EEEE s a~ 7T 7 RESM
A 7 : NANOSPACE SI-2 [#k&t: @A)
B 2% ORHEOEMRIIEE NANOSPACE SI-2 [#kX&t &4 %]
517 A :Mightysil RP-18 GP (N%24.6 mm, 4 X150 mm, BIfE5 um)
(BB b F R 4]
BT KRE 40 C
% B B K 7TEF=FYAKROEEEEORT (510:480:10)
it £ : 0.8 ml/min
HWEHE : Ex 333 nm Em 460 nm
HOAN & 50 pl
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5) R E A TR o>

OTAREMESHD mglZ A % J — AV ZMA THEML, 50 mlITEAR L TI100 ug/ml OEEHERIE
AT 5, ZORKL nlZEMICHRL, REZELZbolc, bro R UEREO
BiE(99:1) 210 mlMABEFHLEEZIT-> TELKEML, 10 peg/nlORFERE AT S.
ZOWRIZHOWT, oK EFH [U-20000 XSt BZRERIEDL ecnfide L% H
W, M R OREEEORIK (99:1) 2% B & LT333 nmicB T 2WAEEAREL, /F6
NfEZRAV, RS Z7 7782 —%8HT 5, BICEERBREBEK, A%/ —VE
OEERE DIRE (70:30:1) THM L, BEHRAEER0.025~1 ng/ml) ZFART 5,

AXMWX1000
e X10

OTARERBEDZ 7 74— =

A BB
MW : 47 T- B =403
£ 2 MAT U ROEEEEOIRIE (99: 1) BT 5 E W 4% % = 5440

6) MREBOIERK
EUERE 50 ]l 2EEEE I e~ 7S5 7ICEAL, Bohiz 0TA O —27 &
SEEHEREO OTADRBRENSHBEEREZIERT 5,

7 EEiEEkzZe~ NI 7ECLDHE
ABIEKE 50 pl 2EERE I o~ 7T 7ICEAL, o0 0TA DEY—27 &
SL)OBEMRPORRBIE T O OTARELZRD, KEbhoRELHEHT S,

8) MHHBRENREEREROFRIE
A RFRE R OV IS IR B @ OTA BEEAS 0.5 ng/g il B X DL, "E—T7— FiZiX
0.05 ng/g iZ72 B X 2 CiRML, 7 EORPEZ EH L7 (EK-22 21), RHRRITE
WRAED 3%, FERAITI0FELT2LE, FHBEOCRIRETEOERRR 0.5
ng/g ODEREN, E—T7—FEIREFEOEERR 0.05 ng/g DEBVBAIETH 5
EHMF I T,
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#-22

i HH PR AR R OViE &L [R 5t o> e 7R

(ng/g)

A= Tl P NP —7—F
1 0. 441 0.268 0.0398
9 0. 461 0.256 0. 0380
3 0. 430 0.312 0.0408
4 0. 430 0.278 0. 0380
5 0. 407 0.306 0. 0380
6 0.421 0.334 0.0358
7 0. 489 0.380 0. 0404
b2 0. 439 0.304 0. 0380
e 2= (o) 0.027 0.042 0.001
3¢ 0. 081 0.126 0.003
100 0.27 0.42 0.01

9)  #sHnEIEER (1)

4 JF R K OV RE R 0 OTA BEEEDS 5 ng/g BOF 0.5 ng/g (225 Ko, ~
BE—7— Ri{Zi1X 0.5 ng/g 21 0.05 ng/glCB L HICHML, AoriEo®BEIZL
oMo T, BMEIRABR(EVEL 7TE)2FEHKL THEEREZ(EISL2&)E2 KD
(£-23 M),

F2-23  @sin e e R o & R
(%)
4= JF ik S i e Rl i
WP E (ng/g) 5 0.5 5 0.5 0.5 0.05
1 73. 7 88. 2 69.3 53. 6 86. 1 79. 6
2 74.5 92.2 76.0 51. 2 100. 1 76. 0
3 70. 4 86. 0 73.6 62. 4 80. 8 81.6
4 70. 3 86. 0 84. 2 55. 6 78. 2 76. 0
5 71. 2 81.4 63.2 61.2 69. 2 76.0
6 72. 7 84. 2 86. 6 66. 8 71.9 71.6
7 73. 6 97.8 76. 8 76. 0 83. 8 80. 8
4 72.3 88. 0 75.6 61.0 81.4 77. 4
EERZ (o) 1.7 5.5 8.1 8.6 10. 2 3.5
10) A0 ER (2)
ARE—7— REOGEBTESICITRE P OOTAMREN0.5 ng/glc2 b X o912, =Dt

DFEREHIIESE ng/glcZe D X IR L, BUGGRERAZ FEh L7 (R-243H),
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F-24  FRME B O 8 R

(%)

£ o =] T
AV —TAF AN 94. 1
Y —FX—R b 76. 1
OEbVHET 61.8
By 80. 1
A (BN 82.9
BERL(TAL—1rxFR) 91.0
RERS(T~7 4 R) 98. 8
HBII R 82.1
FXxF-H v b 74.0
F— X 85.0
E—% 78. 8
R oL ik 84. 1
LR—_— X } 74.0
=T (3 YT 8—) 105. 4
nN—T(VEVTFR) 91.2
BERAT 68. 5
~_E—7— F (§FK) 83.5
ShRmiTEs&S(F B JITA) 98. 6
Ur—Fo 2R T 87.5
INEL 87.1
F 2~ 81. 4
BV L < 79. 7
v vvVavh T~vb—7 811
Z AT AR —F 85.4

11) W&V oA (5 21%)
BmE RS THWZRE 2 GIE, OTAOREL YT 2 E— 27 38D oo,

12)  FERR 7 ik

OTAR BRI ENZBEXIIBEL— 7 BROLNEHEICIE, UTORGTHEE s/~
FSTG 78T LHESTEICEDBELITY, MRRRE L,
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<@ rv~ NI T7T7-20T LERESIHBESHE>
i fii : 1100 Series[Agilent Technologies]
WO 2 EESOWEE API-4000[Applied Biosystems]
#1 7 A i Mightysil RP-18 GP(PN%2.0 mm, £ X150 mm, RIfE5 pm)
(B Bk kN 4]
A7 LE 40 C
B oEy M AR, AX—v B 1 %¥FEE
77 Y=y Math&ME - BEOEIE) 60 %—10 % (1553 )
it # : 0.2 ml/min
N B 10 pl
A A {LiE: ESI AAAVE—F
A A LEIE : -4500 V
a—EE 80V
RTTAYHATA : EFR 50 psi
Y a—Vg TR F— =28 Y
aYa—VarHR: BH
AREEREE 0 m/z 402.1/358. 1

13) W fHE F
O mHmEHO—H

2000
1800
1600 FH B8 £% %2=0. 9999877
1400 -

1200

0 0.2 0.4 0.6 038 1 1.2
#REE (X)

-1 OTA @k & O —
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@ FEEBREOI/Iv~x NI T A

& g e 2 g B 5 8
)
2
8.413&——— ()TA
8% g g 5 5 B B g
-2 OTA FEHEFEWK 0.1 ng/ml
@  WwmERRABRO 7o~ 7T L ()
& g g P o 5 5 H
" —
o ———
< 0TA
o g 8 g 5 8 B g
-3 Bk o AF NS CEE )
& g 8 P 5 B B ]
fal
]
8,433 (—»O’[‘A

Volts

-4 3B FFH (0.5 ng/g HHHEIN)
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@ (FEEBREROII~x NI T A

00

114

sajnupy
oS

gL

ooL

Volts
& o o - - » ™ w
o o w o w o @ o
8483 <—— ()TA
T T T
& o o - - ~ (] w
=4 B3 @ =) o ° n o
Volts

[X]-5 OTA EE¥EVAE 0.05 ng/ml

® WwmERRBEO 70~ 77 L(RE—T7— FROXK)

SN
gL 0s 4 00

oot

sajnuy
Se oS x4 00

0oL

Volts
& o o - - [ ~ w
= = % L L] % i o
<— 0TA
s g & s P b o e
Volts
X-6 FE: Nb—7— FUEEGM)
Volts
& o ° - - » " w
©« ? w °| L °| ©n =]
8477  &——— (OTA
& g 8 s 5 8 B g
Volts

-7 #E: RE—7— F(0.05 ng/g fHYS M)
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Volts.

& = o - - ~ ~ w
e 7 g T 2 b 2 b iy
L
[
o —
g.m_
o
~
o
< 0TA
3 ; ; ; , ;
& g 5 5 H e B g
Volts
-8 R A (HEEM)
Volts
& o o = = » I w
Qtli ? Ojl o o ? w o
° l&
w |
o
Fo
3 o
~
o
8627 <—— (JTA
& g g 8 s B L g

Volts

-9 3k : 25 (0.5 ng/g MY EM)

_20_



M 775 b%<> B, By G, G,ERIM, (AF By, B,, G,, G, BTXM,)

1) SHEKRUVERE
0 (250 ml%)
il (=2 — b
A (No. 704) [H A B L FHE aR R X = 1]
tRxAa b UBIREY A Y —
W 5|
TAEL—&—
A7 Aa— b
Xy ME
R FZ ) =
AAT T A
R E 5
ik e — b (300 m1%)
T AW T Z7 A= (100 mlFF, 200 ml%)
I KA
g—HJ—xz Rl —F—
EEIEE 7 v~ b7 77 (GEEREEAS)
ks o~ 77 7-ARSHE

2) RERORIE
AF ¥ B, By, G, G, &M, [Sigma-Aldrich ]
K
v XL (RIERE) (BEBEEFEERNSH]
7 b GRERR) (BB FrR XS]
BoAKMEET Y v A GRERR) (AR LFHRNE ]
WAL MY U s GREERE ) (B Bk F kX & ]
KL A U UL GRERK) (BRI LFHRA S ]
NFEF (TR AT VR M) (B RALFE RS ]
AL )= (EEREBE-PCBREBEA) (B LEHRASH]
A %2 ) — v (HPLC M) [Fn ot pli 38 T34k = ]
TEr=FYALGREEE -PCBRBA) (BRI FEKRXEH]
7 b=k YL (HPLC ) [ i 58 T3 bk U2 4 ]
HElE 7 > € = 7 A [Merck fk]
A 71 A—s8—+ /L [Sigma-Aldrich #:]
Sep—Pak Plus Florisil [Waters Corporation]
ZHEN T L(Z =T v THI—FI v PHT L)

Autoprep MF—-A 1000[0E f1 & T =]
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1 %EEFT P O ABERRAL 7 —LDRIE (45:55) ¢
Wik MY DA 36 ¢ ALK 3,600 ml ROVA X J — /L (FREE 3K -PCB
A BR )4, 400 ml ZRAET D,
0.02 mol/L KEE(LA U 7 MIRIE AKEEILI Y 74 1.1 g 2K I L ZMXEMRT D,
T/ uaAFURRAE ) —ADRIEO:1): Y7o AZ 2900 nl KA Z ) —
100 ml ZIRE T D,
TR ARTKORIEOT:3):7TEF970 ml LUK 30 ml ZIRET D,
TEr=bYAKRCKDORIEO:1): 7 h=krVU/ 900 ml K 100 nl ZRAE

T 5,

IKEBERAH J— LOJRE(6:4):4 1,800 ml LA & / — L (HPLC )1, 200 ml %
BET 5,

K, AZ)—nNEBEOET7Er=FIALORIK®G:3:1) : K 1,800 ml, A&/ — )

(HPLC H)900 ml1 2 O*7 ¥ = F U L (HPLC fH)300 ml #iEH T 5.
0.01 mol/L BEFE 7 > F = A  BEEE 7 > E=" A 0.77 g ZAKIZENL 1L &35,

3)  RBRE KO H R
O A|E - RE—7— RO R T & &N DR

AEH 10 g % 250 ml FELEICHEmRL, 1 ¥E{FT MY U ABRERO A
J — VDRI (45:55) 100 ml # EFEIZMZ 5, REBHM R - IXEEOHA X 30
SR E S L, BRESHWVERDSERRKBOGERFEY A F—2HTH
2 MBI A ETT 5, MBERARGI AL, AKIC~F ¥ 100 nl 02
TIOHMIEE I T 5, TRICPZoa A2 100 nl Mz 50KIRE 5%, F
BEMOyiEe— Mo BRL, EBICHEVRY Z7aa 24250 nl 2% 5 45 EE
5L, FTEZ2AEbEDS, ZhIZ0.02 mol/LKER{EH U ¥ AWK 256 ml K O
®iA 100 ml 2002 CHEH, MAMBEST NY T ATHAKAEL, 40 C THER
M@+ 5, MELY 7 a0 A ¥ 20 nl (2L 7%, Sep-Pak Plus
Florisil |ZAfL, Y70 X2 ROPRAZ ) —LORIEO:1)20 ml THEHF%,
TR AROKDIRK9T:3)30 nl THIHT S, BHIKICOPEOTE =M 1V
ZMA, 40 CTHERMGLE®%L, REA7E2 b= M)AV KOKDOREK9:1)2 ml
CHEMLEEbOERRBKE TS5, LEICE L CRRAEKZZHBED 7 A
Autoprep MF-A 1000 ([C#ff L, WHTEN 1 nl ZRBRBEE T 5.

mB, rav N7 ALALEICHEDEPREDLONIESIX, EEAREIT I,

@ RE—7—FEROHRMIT RS
AREHK 10 ¢ & 250 ml FRELEFICEREL, 1 WELT MY O ABERERAX
J — /N OJRIE (45:55)100 ml # EfEICMx, 30 MR E S 2175, il %
B AEL, AEICAFH100ml ZMXTI0MEBE> TS, TRBIZYZ 0
2 A%100ml MR S5 oMKRE 2%, TRE2MNOSEe— MZ/HRL, EE
CHRY 72250 ml M2 5 nBIRES L, TREEDLES,
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ZHIZ 0.02 mol /L KEE{L B U 7 AVERE 25 ml R OVKERLK 100 ml 200 % TikiEE,
WEKMBEST P Y D LATHAKABL, 40 CTHRERGEZEHE T, BEi2 Y7o
A A 20 ml (CVEfE L 7=%, Sep-Pak Plus FlorisillCBfL, Y2 oo A%
BOAZ /) —VORKE(9:1)20 ml THEFER, 7 F LK KDORTE(97:3)30 ml
THEHT 5, BHKRICAVEO T b=V AL ZMZ, 40 C Tk/E R HE©ZE%,
REEXZ7EF=F I AVROKORKO: 1)1 nl ICEMRL TRRERSE T 5,

@ FLWA& O &)
AEH 10 g # 250 ml BELOFICERIRL, 1 $ELFT MY T ABREOAH

J —/DIRIE (45:55) 100 ml # EMEICMX, RETFAF—2HWTH 2 M
FAMMEITS, HEEZWRSIABL, AEIC~FH 2 100 ml 2% T 10 43 [
BEH5T5, FTRBICYZouAZ2100nl 2Mx 5 5MIKEE>%, TEAZMOD
SiEe— MO RL, EBICHURY ZuenA#50nl M2 5 0KEES L,
FTREZA&LES, ZhIZ0.02 mol/L AKEE{L A U 7 AVEIKR 25 ml RO HRIK
100 ml Z/MMx CTEEHE#, BMARMEET Y U ATHKAIE L, 40 °C CRUE M
B+ 5, BMEA /7o AZ 20 ml ICEfR L7-%, Sep-Pak Plus Florisil (Z
BRIL, PZ0ur L2 RO0AZ ) —LDRIKO:1)20 nl THEE®H, 7 b
BOKDRK(97:3)30 nl CHEHT S, BHIRICOVEDOTE = I VEMZ,
40 CTHERMEBE, BEL27 2 r=1r ) 1 nl IZHEMRL TRBRIBEKET 5,

4) HEERERIESMF
O ®m#EEEs v~ b7 T 7EESRM-1 (AF By, By 6, KT Gy)
W f: LC-10ADvp[HRR A BHEBUERT] (PHRED 74 b I ALY 7 7 7 —455)
Mo B SOER IS RE-10AXLHERSH:  BERERT]
#1 7 A :Mightysil RP-18 GP (A% 4.6 mm, & X 250 mm, KI5 um)
(B E bR 4]
A7 M 2 40 C
B KROAY ) —VOIRIE (6:4)
HERE © Ex 365 nm  Em 450 nm
B # : 0.7 ml/min
=N & 10 gl

@ mdEiEEks o~ 77 7HRESRME-2 (AF M)
B FE: LC-10ADvp[BksX&th:  HERUERT] (PHRED 74 M7 I ANV T 7 2 —45%)
W H 8% DR IHRS RF-10AXLIBRSH B ERT]
H F A Mightysil RP-18 GP(N£E 4.6 mm, & X 250 mm, KIE5 pm)
(B b F RNz tt]
A7 LR : 40 C
BE)HE: K AZ/—AKOTE =M AORIKG:3:1)
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5)

6)

HIEME © Ex 365 nm Em 450 nm
it i : 0.7 ml/min
N & 10 ¢ 1

@ ithksan~ 77 7-HESWFHBIESNG

B fE: LC-20AD[BRA &t EERRIERT]
WY %% : 4000-Q-TRAP[Applied Biosystems]
#1 5 I :ZORBAX Eclipse XDB-C18

(P2 2.1 mm, £ X150 mm, FifE5um ) [Agilent Technologies Ine. ]
717 LRE : 40 C
% @ F: Ai%; 0.01 mol/L BFfET E="7 A

Bitg ; 72 h=FrU
77T x v MENSEN - BIROFIE)10 %—80 %(20 43H)
it #: 0.2 ml/min
AR 10 pl
A A1k BSI IEA A EF—F
A A ALEIE : 5000 V
FTITAF—HA : BF
aYa—VarHREH, 650 C
Y 2—Va T RAF— AF Bi33 V, AF By337 V, AF G339 V, AF G335 V
a—%F : AF B,;101 V, AF B,;106 V, AF G,:91 V, AF G,:96 V
AREEEE : AF B, ;m/z 285.1/313.1, AF B,;m/z 287.1/315.1

AF G, ; m/z 243.1/329.1, AF G, ;m/z 313.1/331.1

P Y i oo 7
AF By, By, GERUG,OFIEHEM]L mglZZnZENT 2 b=F) L EMZ THEMML, 200 ml
CEALTE pg/mOEEREELZRARNS S, ZORBEZREEL, 7T =M ALRTK

DIRHKE (9:1) THEMARL, AFR&ESHRHIRESEERMK0.05~10 ng/nl) 2R 45, F/=,
AF M|OLE#EGH0.01 mgic 7 h=F U AZINZ THML, 100 mliZEZR L T100 ng/mld
MEREAZA TS, COEERKEEZ7 b=V AV THEEMRL, AF M B8R EE
&% (0. 5~20 ng/ml) S 5,

R o ERR

AF [BREEMERIE RN AF M, IEERIE 10 vl #EERE I n~ ST 7ICHAL,
BONTEHMXNEYEOE -/ BELBFEBRROBNMEDEORENORERZ
e+ %, £7-, AFBEAEEREK 10 pl 2ikErsro~ 7 7-BEBOWEHICEA
L, Boh/-HHAEHEOE -7 0&a S LEEBEFEOEBNAIRYEORE» O KR
A ER T %,
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7)

8)

mHEk s v 7T 7Bk B HE

NRE—T7— FRUOHRATERUAORBRER 10 o] ZEEREZ o~ F 75
ZICEAL, BONEHURSRMEOE — 7 E S L 6)ORERN L, RBIERT O
HEOR SMEORIEL R, RETOBELFIMT S, £/, “E—7— FROY
R F RRORBRIER 10 u] 2 u~ 75 7-RESFEICEAL, Boh
FHORSEMEOE— 7 @mE L 6)ORBENE, RRERT O H ML LI O WA
2ok, BB OME 2T 5,

B H PR R B OVE B IR o0 3% E
LEYZ T AIZHE PO AF By, By, G, R G, DOPEMN 0.1 ng/g 2725 K 5T
mL, TEIOREEZEMLE-KEREEK-265ICRLE, £, RE—7—FRAB+o
AF B,, By, G, BTF G, DIREN 0.01 ng/g [ZRD KD ICWML, 7HOREZEN L
e RAER-260ICT L, RHRAZFEEREZD 35, EERFIT10FLT5L,
RE—7—FRUOHRATRELHETERRF 0.01 ng/g, £OME M TERERR
0.1 ng/g DEBMVAIRETH 5 & Xz,
F,F—XICREHDAF M, OEMN 0.1 ng/giZRbD XML, 7EIOHEE
AEMLUILERER-2TICARLE, REHBRIIEERED 3 &, EERFIT 10 FL
T5HE, EREHN 0.1 ng/gDEENAETH D & HBr I iz,

#-26 MHRAKOCERBRAOMR (LT 7T R)

(ng/g)
AF
B, B, G, G,

1 0. 066 0. 063 0. 054 0.064
2 0. 060 0. 062 0. 059 0.066
3 0. 068 0. 067 0.052 0.061
4 0.063 0. 062 0.051 0.059
5 0. 067 0. 065 0.058 0. 067
6 0.063 0. 062 0. 055 0. 062
7 0. 059 0. 062 0. 054 0.063
- 1) 0.063 0. 063 0. 054 0.063
PEEAR 2= (o) 0.0034 0.0019 0.0029 0.0027
30 0.01 0.01 0.01 0.01
10 o 0.03 0.02 0.03 0.03
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#-26 BHMRAROCERMRAOER (RE—7—F)

(ng/g)
AF
B] B.'J. GI G:J.
i 0. 0051 0.0074 0.0071 0.0074
2 0.0062 0.0073 0.0073 0.0069
3 0.0054 0. 0065 0.0059 0.0063
4 0. 0057 0.0068 0.0075 0.0055
5 0. 0057 0.0072 0.0073 0.0059
6 0. 0055 0.0071 0.0071 0.0066
7 0.0043 0. 0057 0.0061 0.0063
- 1 0. 0054 0. 0068 0.0069 0.0064
BEHERZE (o) 0. 00059 0. 00059 0.00063 0.00062
30 0.002 0.002 0.002 0.002
10 0 0.006 0.006 0.006 0.006
#-27 BRHRRKROERRFOMRE (F—X)
(ng/g)

AF M,

1 0. 064

2 0.073

3 0. 060

4 0.054

5 0. 064

6 0. 066

7 0.066

) 0.063

B (o) 0. 0058

30 0.02

100 0.06

9) #AnEIELER (1)

VEZ T AT AF By, By, G, ROV G, BEN 0.1 ng/g RN 1 ng/g i b X 51
EEAEEEZGBML, KOWEOBREICLEZNR - T, HEMENAR GRYIERL 7 @)%
e L CTIEEREZWESL2Z)E2 RO (F-28 2), FEKiIZLT, “E—7—FZ
BEEEZS 0.01 ng/g N 0.1 ng/g (2B X5 ML, WwmEIGE 42 3 i L T
EREELSE)ZRDI(R-29H]),

BIZAF M IZ2oWTHRERIC, F—XICREN 0.1 ng/g KWV 1 ng/g IR DH KD
WZEmLU, WMERBRA EMl L CREERZWELS2E)EZ RO (R-303H),
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F-28 HMEIREABOFBER(LEZ T A)

(%)
W (ng/g) 0.1 1
AF BI B:}. G] G._,_ Bl B:J_ G] G!e
1 66. 3 63.3 54.3 64. 4 66. 9 65. 8 62.3 69.9
2 60. 7 62. 9 59. 0 66. 1 68. 6 67.3 65. 6 72.9
3 68. 4 67. 2 52. 4 61.6 66. 6 65. 6 59. 0 66. 8
4 63.5 62. 6 51.8 59. 1 69.9 68. 3 61. 2 T0; 1
5 67.6 65. 2 58. 1 67. 2 64.7 63. 1 57.6 64.7
6 63.0 62. 7 55.5 63.0 66. 1 64. 3 56. 5 64.6
7 60.0 62. 6 54. 6 63. 1 68.5 67.3 58.7 68.5
) 64. 2 63.7 55.1 63.5 67.3 65.9 60. 1 68. 2
PR 2= (o) 3.3 1.8 2.7 2.7 1.8 1.8 31 3.1
#-29 HMEIRBOER(RE—T7—F)
(%)
@A (ng/g) 0.01 01
AF B, B, G, Gy B, B, G, Gy
1 51.6 74.0 71.8 74. 7 53. 7 70.3 47.7 76. 4
2 62. 7 78. 1 73.9 69. 4 45. 2 65.5 36. 1 64.8
3 54.9 65. 1 59. 4 63. 2 53. 8 76. 8 45.8 75.3
4 57. 4 68. 7 75.9 55.9 47.0 66. 1 33.6 68. 2
5 57. 17 72.5 73. 4 59. 1 62.9 78.3 45. 7 79. 4
6 55. 6 71.6 71.5 66.9 51.3 73.6 37.6 73.8
T 43.6 57. 4 61.9 63.6 72. 1 84.3 52. 2 68.5
I £ 54. 7 68.9 69. 6 64. 6 55. 1 73.5 42.6 72.3
EERZE (o) 6.0 5.9 6. 4 6.3 9.4 6.8 6.9 5.3
#-30 IRMNEIER O R (F—X)
(%)
RN EE (ng/g) 0.1 | 1
AF M,
i 64. 6 67.4
2 7oA 2.2
3 60. 1 74.9
4 54. 4 72.3
5 64. 1 73. 4
6 66. 3 3]
7 66. 8 75.6
T 64. 2 72.5
PR E (o) 5.9 2.7

10) #shnED A ER (2)
A EHTAF By, By, G, GAUMOREIPORENRBRADIOFIZRAL L IICHEML,
[El R B A& FE M L 7= (F-312 W),
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F-31 W E Y R o 5

(%)
EES

i () B B, G G m
A E 62. 4 69. 5 45. 7 67. 2 -
#HT 51.0 68. 2 40. 1 71.0 -
7% G fa (A8 T BE) 63.8 66. 7 55. 4 67.0 -
fEERMS (b HEdH D) 65. 9 67.3 66. 1 75.3 -
4P 55. 1 67.3 54. 0 78.0 -
FoF 5w b 65. 3 64. 8 65. 4 79. 1 -
F—x - - - - 67. 6
W THR 54. 4 56.7 52.7 62. 2 ~
75 0 ik 58.7 64. 4 58. 6 75.9 -
HRAE 72.8 69. 7 70. 6 74.2 -
+hoFE 63. 6 67.0 60. 0 70.3 =
N—T(LET T R) 60.9 60. 2 63.5 68.6 -
1P/ 45. 7 45. 7 48. 3 52.1 -
RE—7—F < 40. 2 47.9 64.9 -
S 2 £ 47.5 69. 6 50. 7 76.0 ~
E—F o VE T 70. 8 70. 8 70. 8 77.2 -
F 72.1 75. 1 69. 8 78.7 -
B < 69. 7 76. 3 72.6 81.3 -
FEXH AT —F 57.0 67.8 50. 2 74. 8 =
i W O A HE e R 1)

wWnE B cH W= B2 51X, AF B, B, G, GRUOMDHEZ TS — 7 (L3
Hohighoiz,
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8000
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{ifi 5000
~ 4000
Y 3000 |
2000
1000
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7E 10000 F
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Yy 6000 b
4000
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8000
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AF B, DR EBRD —Fl (N — 7 — FRUHRE

] 4 £ 6 LA SR )

4500
4000
) 3500
£ 3000
{il 2500
~ 2000
Y 1500
1000
500

0

+ER8{%$0=0.998395
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AF B, DBRBEHRO —fl (R —7 — FR O E T RM)
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FERE{%%4=0.999914
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il 4000
— 3000
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fiis 4000

~ 3000
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~— 2000

1000
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[-15  AF G, OBREHRO —F (R —7 — F RO R 0T & dh)
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+BE8 1% %£=0.999873

12000

10000

8000

6000

4000

(<) =rtE

2000

RE (X)

X-16 AF G, OBRBEMRMDO —Fl (R — 7 — FRER USRI R& &L

+ER81%%£=0.999606

3500

3000

oo
52
o
=]

<) mAE
o 8
g 3

(
e
o
8

(=1}
=
(=]

o

0 0.5 1 1.5 2 2.5
=B (X)

B-17 AF G, DBEMDO —Fl (N —7 — FROH R M@ T RMH)
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@ EmEiEks o~ T T L0 —#

X-19 AFRSIEMERK 0.5 ng/ml

ke (Rt S

®-20 E: LELST A EERM)

H-21 BB : LELZ T A(0.1 ng/g Y EHM)
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<« AF M,

-23 BB F— X (EEM)

Bd-24 EEF . F—X(0.1 ng/efH N HEM)
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X-25 AFREMFEMER 0.1 ng/ml
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> l : l
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m E77v 7 EN)ERET T L/ —(Zel)

1)

2)

R R OEE

O (50, 100K 18250 ml%)
ik e — k(300 ml%F)

F A7 5 A = (200, 300 ml%)
HT7AEH T LA (NELS nm, £ X350 mm)
HZ7 Aa— |

By b

R FZ ) =
JHF—NR—R VP aArh

% ik (No. 5A) [ADVANTEC#: ]

H F AHHME S #% (GF/C) [Whatmantt:]
tAa b BlREISH A HF—

{b % R P

NPT

w’E 5B

15 L 5 fE B

g—HJ—xz Rl —F—

pH A — & —

EEiEE 7 o~ 7T 7 (EEBREERAF)
ks~ 77 7-GRAouHE

3R UV

ZEN FE YE 5 [Sigma-Aldrich ]

o -Zel HEHEF [Sigma-Aldrich #:]

B -Zel fFHE 5 [Sigma-Aldrich fk]

K
TEbr=hFUVGEERIE - PCBREH KO HPLC A) [Fn e Mi3E T kN4 ]
A Z )= (GRE LI - PCB BB J OV HPLC ) [Fn e pli 38 T pR X & £ ]
~FxH L GRERIE - PCBREM) (e MIE TE¥EKRXS ]

D uEAKE S MY UL GRERR) VR Emiks ]
DABEZKFFT Y UL RRERR) UhREEEMKRA S /]
DABEZIKRFHY v L GUERR) [(Fedi3E T K1)

EEEE 7 v & =0 A GREERR) [(BAR(LF RS ]

0 A (RERR) (BB FHRA ]

7w Y Y—/ PRIFEMIE TR S ]

Sep—-Pak Plus Cl18[Waters Corporation]

A L) T 7 4 =T 4 —H 7 5 (ZearalaTest WB) [VICAM 1]
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0.02 mol/L 0 AEE#EMiE (pH5.0) : 0.02 mol/L W A KFEF MU 7 AWK (K
LLICYABZAKEFT N UL 2.40 g M LIZHD)IC 0.02 mol/L 0 AR
KEZF PV DABEKROK T LICOVABKEZFT I UL 2.84 g EMRLT
L) EMAZTpll & 5.0 [CHHEST S,

0.02 mol/L V) A &% ik (pH5. 0) R VK D JRIK (4 : 6) : 0.02 mol/L ¥ A Bk kE ik
(pH5.0)200 ml &7k 300 ml ZIRET 5,

0.1 mol/L W AEE_/KFEH Y 7 L (pH3.5) @ W AUl —KFEH Y T L 6.80 g %

7K 500 ml ICVAfR L, YW ABEZMA TpH#% 3.5 ICFHET S,

0.01 mol/L BEEE 7 =0V LG  BEBET7T =D AL 0.77 g K 1 L (AT
5.,

KERAZ ) —=NLOR{EG:4) : K 60 ml ROAF /—/L (PR H)40 nl 2EAET
Do

KEOAZ ) —NADOREB:T7) : K 30l ROAZ 27—/ (PR H)T0 nl Z2iRET
B

KEGAE J—)LORE(:9) : K 100 ml LA /— /L (PR F)900 ml #iRA
T 5,

KEGT7EZb=r U AORIKOD: 1) : K500 ml ROT7 & k= kY L (MHPLC H)
500 ml ZBEET 5,

0.1 mol/L VW AEE_KFEHY 7 LARIE (PH3.E), A X /) —AEOBT7TEF=FY LD
R (10:1:9) : 0.1 mol/L Y ABEZ/KFENY U AR (pH3.5)500 ml, A #
/J — v (HPLC A1)50 ml X O'7 & k= b U /L (HPLC F)450 ml ZRE T 5,

0.1 mol/L W ABE_KFEHY U LAWK (PH3.B5), A4 /) —NVEROGT7EF=FrI LD
JRR (11:1:8) : 0.1 mol/L VW AEE —KFEH YV v AWK (pH3.5)550 ml, A %
J — A (HPLC )50 ml X O*7 & k= kU /L (HPLC H1)400 ml Z{RAE T 5.

3)  BBRER R
© ®PERRS (EDEO MR, SE—7— FROSEmT ML)

AEHO 5 g & 250 ml FELFICERBRL, 7Eh=hY 30 nl ZMZTHE
AP —FHTH 3 aREIEA L%, 2,500 r/min T 5 S HLELSHET S,
tEBARGEEBESBL, BEDICHETEF=FrU A 30nl Z2MZT 1 HRBIKEE
7 L7c#, 2,500 r/min T 5 mRELCHEET . LEAKEREREABL TEDA
EEADbE, ~FHr60nl EMATS5HEIEES> TS, FRESBRL, BE~
FHr 30 ml(EHBZVWHARITZ 60mD)Z M2 T 5 HMELE> T, TRZSS
BRL, 0h D7 r=bINCEVIFTREITLIZETALTE =1}
V100 ml CEHELZ70 U P — L PRB ICAMT S, 7T r=FU /30 ml %
BT L, Zfo@EBiktAab® T 40 CTHERMGEE T2, REWIC 0.02
mol/L ¥ A P& i (pH5. 0) R VK DR (4 : 6)10 ml ZMAX TH&ML, HEHML
HAZ ) —N 10 ml, &K 10 ml KT 0.02 mol/L V > EE#% % (pH5.0)2 ml T
L 7= Sep-Pak Plus C18 (ZHfii 4 5, 0.02 mol/L VU > Fk#E M i (pH5.0)5 ml, KKk
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AL ) —NDIRFE 6 : 4)10 ml THEEFE, KEOEAZ / —AORKE B :7)10 ml
Z@lL, BE7 7V rvamEidod, WHIEICK 15ml 2%, AL/ 77 4=
TA—ATLZAWT D, K5 nl THRIFHR, A¥/—A5nl Z@EL, ETTL
J v EBEHT S, BHIEEZ 40 CTHICRMEERBE®R, 7 F=FJ AL RKPKDIE
(L)1 ml ICPEM L CTRBRBIKRE T 5.

YR E O R (8, BERS, ~— 78, K&, E£r+8, 98, F747
=R ORF v v )

AEK 10 g & 250 ml BELOEICEHRL, KERORAZ / —/LDIRIEK(1:9)
50 ml ZMx CTRABVPMRKELZTHREOHEIX 30 MRS 5, HOWBHHOSE
BEARECFHFAF—FZHNTH 3 pHEWITAT S, 2,500 r/min T 5 4y H &= O 5 B
L7=tk, APMTHBETH, A 5ml Z5WMLTAZ/— 15 ml 2%, &6
WCAKZMX CIEMIZ 50 ml L LB T T ABMEARTABL, A 25 ml 21 A
)T 7 A4=T4—HTALIZAMT D, K 10 ml THFHR, A% /—/ 5nl %
L, B7 7 Vv /va#E+ 25, iGHiEE2 40 CTHIERMGEZE®, 7 h=1HY
VIR KDRIE(1:1)0.5 ml [CHEMRL, RBREAKRSE T 5.

NE—7— FROYRM TR

AEHG 10 g % 250 ml ZELFICEIL, 7 Fr=FVU L 60 ml ZMZ THE
A —FHNTH 3 SRMEITA LIZ®E, 2,500 r/min T 5 MELSEET S,
LEAGEREABL, BEWICHET7E =Y 300l Z2MAT 1 HEIREE
5 L7z, 2,500 r/min T 5 pMELHEET 5, LEAREZMEASBLTEDS
REGDHLE, ~FH60nl Z2MXT5HMEEES T, TRES2IRL, HEA~
FH30m #MAT5REIRE ST S, TRESRL, bohLHTEF=F
UNIZED AT AEIFAIZETALTEI=FrU /L 100 nl THEEFELEZZ7)Y
C— /L PR(B @ ICEHMT A, 7T b=FYU L 30 ml #FiFTTHL, Loilmi@ike
BHET 40 CTHIERMEE T2, HEWIZ 0.02 mol/L Y A BEHE @ik (pH5. 0)
BOKORKMA:6)10 ml ZMXTHEMEL, HO0LCHAZ /—/0 10 ml, K

10 ml R OY 0.02 mol/L VU > EEART K (pH5.0)2 ml THEH L 7= Sep-Pak Plus C18
AW T S5, 0.02 mol/L YV > F&#& @ik (pH5.0)5 ml, KR TG X ¥ / — /L DIRIE
(6:4)10 ml THEEFHE, KEROCAZ /—LORKEG: 10wl Z2@L, ¥7 7L
) v EBRHT S, BHIEIZK 16 ml Z2MX, AL T 74=FT4—H7T LIZATW
15, K5ml THhFEH®R, A¥/ —nA5nl Z@EL, ETT7V /2 6EHT D, B
Hik%z 40 CTHRIERMGEEE®R, 72 F=FIU AL RUVKDORIK (D1 nl ([Z&EMH
LTRRBRBKE T 5,
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4)

5)

6)

)

ESEEE s o~ b7 7 RIESN

1 f : NANOSPACE SI-2 [BkX &t HAE]

B & o EERIHEE NANOSPACE SI-2 [#RX &t &EA %]

# Z A : Mightysil RP 18 GP (N1E 4.6 mm, £ & 150 mm, FifE 5 pm)
(B8 (b F kNt ]

A7 KR 40 °C

% 8 fH:0.1 mol/LY ABR KRN Y U AVRIKR(PH3. B), A # /=W ROT & b=
U /vDiR#(10:1:9)

Hiin & : 0.5 ml/min

HIEWE  Ex 274 nm Em 440 nm

= OAN & 50 ul

ks o~ ~ 7T 7-H &S RER G

4 fif : 1100 Series[Agilent Technologies]
B & HEAOPrEt 6G1956B[Agilent Technologies]
71 Z A o: Mightysil RP-18 GP (AN#82.0 mm, £ X150 mm, HIE5 um)

(B s LR ]
BT HIRE 40 C
% ®) H: AR 0.01 mol/LEEEE T v & = U AV

Bt ; 7 b= kU (HPLCH)
77V bEME BEROEFE) 40 % —1557— 90 % (557 FREF)
i B : 0.2 ml/min
AN B 20 pl
A A4t ESI AAAVE—F
77 7 A ZEIE  IEN ; 180 V,

a-Zel, B-Zel; 200V
RXTFTAFHA  EHFE 40 psi
WA A E#F 10 1/min, 300 C
¥ 7Y —®E : 3500V
AXTEE EE : ZEN s m/z 317,
a-Zel, B-Zel ;319

R e TR iR O

ZEN
ZENAZE HE 1,25 mglz A # 7 — /L (HPLCH) # Mz THME L, 100 mLIZEAR L T250 u g/ml

DEFEEREZHART D, ZORKL mlax EFEICHEBL, A%/ —/(HPLCAH) T10 mliZE
BAELT2 ug/mOBEREART S, ZOWKRICHOWT, FIEKEFHUV-1600 B2
HHEREFRIBLOL cna¥EEALEZH W, A% /7 —A (HPLCA) Z 3t & LT314 nmizd 1)
ZWMHAELZBPEL, GORTEEZHAY, R 77 74 —%2E T 5, BT, EHER
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WEBEE7E =) LEOBADRIEN:) THR L, BEGHEERE
(0.0005~1 pg/ml)ZFHE4+ 5,

. . AXMW X 1000
ZENEHERIEKE D 7 7 72 % — =
g X25
A YRR
MW : 47 F 5 =318

£ A U ROEERORIE (99: D) I2B T A E LW NFEE=6000

@ o -Zel
o-ZelEEHESS mglc 7 F=FYU AL MHPLCA) # Mz THML, 50 mIlcERLT
100 peg/mlOBERERIKZHARST S, ZOFREXEE 7 b=V EOKORGE(1:1) T
AL, B R P e IE (0. 0005~1 ug/ml) #3835,

@ B -Zel
B-ZeliZHEGS mgio 7 =P Y A (HPLCA) ZMx THEML, 50 mlIlcEAEL T
100 pg/mlOEEREEZFET S, ZOREZEE7Z =M AVEUKORFE(1:1) T
R L, S ENEER (0.0025~5 ug/ml) 242,

7)) BEROER
HEERKEZREREK 7o~ N7 7F R EZ e~ o7 7-BRESHFHITEA
L, o/~ HMXIEHEOLY — /7B ILIEEBROBNNEMEORE» b KR
mEERT 5.

8) @ik o~ T T 7EICLAINE
RBEBRREBERE I/ o~ N7 7F-R3KE7e~ 77 7-BRSFHIZEA
L, Boh-BNd8WEOE—7EBIE HOBRERNOARRBER T O B ZY
HOREZRD, REPToOREX*RHBT 5,

9) PR A & OVE & IR AR O R E
@© ZEN
TE, AIRFYEFROERE—T7—FIIHBTO ZIENRESZREN 1 ng/g,
5ng/g R 0.1 ng/g iDL HICHML, 7T HOBEREMLHRER-32 2
AL, BHBAIFEERZD 3 5, EEMBRRIE 10FL35E, = (@Hhike
dn) THEBMRA 1 ng/eg, FEF (EPHERREM) CERERR 5 ng/g, RE—7—FTE
BIRA 0.1 ng/g OERVPAETH S L HMS iz,
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#-32

o PR AR R OVAE PR SR oD g 58

(ng/g)

s B ARFx R —

T Z=F

1 0. 9385 4. 4302 0. 1087
2 0.9115 5.2363 0. 1050

3 0. 8996 5.0973 0. 1086
4 0. 9554 5.0509 0.1110
5 0.8188 4. 6989 0.1039
6 0.8929 4. 1985 0.1194
7 0.8726 4.9861 0. 1057

- ) 0.898 4.814 0. 1080
R = (o) 0. 044 0. 383 0. 005
30 0.132 1. 149 0.015
10 ¢ 0.44 3.83 0.05

@ Zel

T EICEHEI P O @ -Zel BEMN 1 ng/g,

B-Zel IBEEMN 5 ng/glze b L HIcEHR

Wawme, 7TEOBEZFEM LR ER33 IR LE, MERRIEERED 3
T, EEBBARIZI0FELTDE, a-Zel T 1 ng/gfBE, B-Zel IL 5 ng/g BREET
DERVPAAETHD LIS,

FRIZ_E—7 — FIZRAB P D a-Zel PEN 0.1 ng/g,
W2 XD ICBEEREEZRML, TEIORE . EM L-fRE2R-33 IR LT,
MRAITEERZO 35, TEBMITI0FEET D E, a-Zel 12 0.1 ng/g RJE,
B-Zel £ 0.5 ng/gBEETOERNBARERTH S LHBrs T,

B-Zel PEEEN 0.5 ng/g
s

#-33 BHBRA K OEZRF OMER
(ng/g)
T RpE—7—F
a—Zel B -Zel a —Zel B-Zel
1 0.9128 4.7077 0.0864 0.4348
2 0.8619 4.8198 0.0853 0.4433
3 0.8404 4. 4529 0.0905 0.4398
4 0.8962 4.5446 0.0896 0.4377
5 0.8678 4. 7359 0.0845 0.4493
6 0.9724 3. 7499 0.0849 0.4409
7 0.8316 4.1167 0.0880 0.4298
) 0. 883 4. 446 0. 087 0.439
EERZE (o) 0.048 0. 386 0.002 0.006
3o 0.144 1. 158 0. 006 0.018
100 0.48 3.86 0.02 0.06
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10)

a0 TE e B R (1)

@® ZEN

TR FOZENRBESZN TN L ng/g K10 ng/g b L o1, AR
FrfEFICRHEB PO IZENRENENEN S ng/g RO 50 ng/g it d K512, FER
WEBRML, ROWEOBREICLEN > T, RMENLAERE RVEL 7 [)%FEHL
THERE(ELSDE)EZ RO (K-34 B ]),

ARIC_E—7— FICRE PO ZENREXRZTNAEN 0.1 ng/g KW' 1 ng/g il ?
Loz, EBEEEREBRML, KOWEOBIEIZLEN > T, HMEILSR (MoK L
TEDZEM L CEEREZELSX)EZRDE- (X-348M]),

#-34  IRINED SR O 65
(%)
R B (ng/g) — i e d i il
1 10 5 50 i | 1
1 93. 8 7h.2 88.6 95. 8 108. 7 82.5
2 91.1 70.9 104. 7 85. 2 105.0 75.5
3 89.9 83.7 101.9 90. 5 108. 6 86. 6
4 95. 5 78.5 101. 0 89. 9 111.0 83. 2
b 81.8 83. 4 93.9 79.1 103.9 84. 3
6 89. 2 85. 6 83.9 78. 2 119. 4 86. 9
7 B2 Bi.h 99. 7 81.6 1.06. 7 86. b
RS | 89. 7 80. 6 96. 2 85.7 108.9 83. 6
EERZE (o) 4.4 6.0 7.6 6.5 b. 2 3.9

@

Zel

TEICHAEBTRT D a-Zel BERNZENEFIL]L ng/g K10 ng/g 25 X 91T,

B-Zel BMENRZNEFH 5 ng/g O 50 ng/g |

BDEIICEERREZIRML, Ao

PEOBIEIC LR > T, INMEIRFEER ERVIRL 7 E)ZFEH L TREERZ (X5
T)ERD(F-3528),

Fl, E—T7—FIZRBEPD a-Zel MENENEN 0.1 ng/g X1 ng/g i
LI, FoB-Zel BENRENEN 0.5 ng/g K5 ng/g iDL 5 ICIEHEERIK
EERML, KOWEOBREIZLERS>T, HMEIARRYIRL 7 )% EiL T
BEREWEOLDE)EZRD T (K-36 28),
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Fz-35 N [EII BB o i R
(%)
e nil]
AN BE (ng/g) a—Zel B -Zel
1 10 5 50
1 91.2 72.8 94. 1 76. 2
2 86. 1 71.5 96. 3 72.1
3 84.0 80. 0 89. 0 80. 6
4 89. 6 76. 8 90. 8 78.3
5 86. 7 85.3 94.7 87. 1
6 97. 2 89.0 74.9 93. 2
7 83. 1 89. 7 82.3 86. 9
¥ 88. 2 80.7 88.8 82.0
EERE (o) 1.8 7.1 7: 7 7.3
#-36 W0 [EI B B o 5 R
(%)
RpEp—7—F
Wi (ng/g) a —Zel A -Zel
0.1 1 0.5 5
1 86. 4 82.6 86.9 85. 4
2 85. 3 75.7 88. 6 84.9
3 90. 5 85.8 87.9 92.3
4 89. 6 82.7 87.5 88. 3
5 84.5 83.6 89. 8 90. 4
6 84.9 85.9 88. 1 90. 5
7 88. 0 85.7 85.9 89.6
) 87.0 83.1 87.8 88.7
R E (o) 2.3 3.5 1.2 2.7
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11)

12)

13)

o a8 (2)

AREHZ ZEN & L< T a-Zel DEGEIE, AEPORED 10 ng/g(F 1, EERM,
N—T8, FIA470r—>, 8B, EFEH, EEHEOEXy v 30 ZEN 1L 50 ng/g)
225 X518, B Zel G EIE, RE P OREN 50 ng/g oD XS CHEmML, EH
IR BR % E i L 7= (K-37T 2#),

FERE—T7—FRUOHEARMICOWTIH, BEHZ ZEN L L< T a-Zel OHFA
X, REPOREN 1 ng/glled X o212, B-Zel DAL, BE DR EMN
5ng/gll/e bk oICHBML, EIREREZEML - (R-37T5H),

FK-37  WINEN SR 0 i R

(%)
s ] 3 =
ZEN a-Zel B-Zel
7R F T 98. 1 - -
T B 64. 6 65. 9 68. 8
#THA(TY) 78.3 78. 2 71.0
e ie £ i 92.7 - :
& Py 85. 0 83.5 79.7
Y —k— 89. 3 90. 3 85. 6
F— 78.9 81.8 80. 8
B gy 75.9 72.8 74. 3
A= I fidk 81.5 88.0 91.3
P Pl 81.7 7.7 81.0
N—TEH(F ¥ A7) 95. 3 - -
~ TR 89. 5 - -
RE—7— F(R&EAHLTHR) 91.9 92.6 94. 1
BHRETER (b~ XA F) 77.0 83. 6 91.7
HAEH(FyYAWRy Fa—y) 90. 3 - -
NG 87.2 — -
Wi~ o — 100. 7 - -
BEFH AK—F 85.5 - -

1 EWE O R )
inE RSB cHW=RE 251X, ZEN, a-Zel R OB -ZelDBIEZ T A E— 7 113
ooz,

R 7 ik

ZEN, a-ZelRU B -ZelDil & =BHa T E L — 27 BR O N HE IR ERE
BTUFOFMETEERAEIZ e~ b7 7F-3kEKI7a~ b7 7-BROMFHT XS
BIE 2TV, WEBABRE LI,
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mEiEE s e~ 7T 7BRIESH (HEREMH)

1 f : NANOSPACE SI-2 [#kX&th BHAHE]

o B ot EOEHR I3 NANOSPACE SI-2 [MRX&tt HA®]

# Z A : Mightysil RP 18 GP (N1E 4.6 mm, £ & 150 mm, FifE 5 pm)
(B8 (b F kNt ]

BT HRE 40 C

% @ M 0.1 mol/LYABR_KFEDD UV LEKMPH3.5), A4 /) —/LVEOTE M=}
YN DRHE(11:1:8)

Hin #: 1.0 ml/min

HERE : Ex 274 nm Em 440 nm

HEON & 50 p

ks a~ b7 7-AESHHBERHEOD
4 fif : 1100 Series[Agilent Technologies]
B & HEAOPrEt 6G1956B[Agilent Technologies]
71 Z A o: Mightysil RP-18 GP (AN#82.0 mm, £ X150 mm, HIE5 um)
(B s LR ]
A7 LIRE 40 C
% @ f8: AR ; 0.01 mol /LEEEE 7 & = U AVRIK
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7V bEF: BIROEIE)0 %—15 5—90 %(5 47 )
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i % : 0.2 ml/min
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FH B A% 3= 0. 9999990
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L 1
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[-33 LC/MS M| EMIZIT D B -Zel O &G D—H

@ mEEE s o~ 7T L0 —1F

’ - - - - N N )
™ o N o ~ o N o ~ =] N &
o o 2 o o =) o o o =) o =]
[=] 1 1 i 1 1 i 1 1 L L
o 4
7137 €<— 3 -Zel
=
-1 -
§ 9163 €— a -Zel
-
.
& 14597 <—— ZEN
w
T T T T T T T T T T
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X-34 ZEN Qo -Zel FEHEPAIE 0.005 pg/ml, B-Zel fEUEVEIK 0.025 p g/ml
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MSD1 317, EIC=316.8:317.8 (070518SW\067-2001.0) API-ES, Neg, SIM, Frag: Var
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7 HERIRA
NE LXMDY A FZHRMFERHZ TR LT,

8 Fi&v
8.1 {FU-EREME

TGICHRE L TWARME(KR-SBM)ZMAL, 77 X AUZOWTIR20THRIE, 7
772X A-WRET 7T PRI OMESHI)ICOWTIZ20TRE, E7 7L (@tE
BERIZOVWTRHa-ET I L/ —ALEBB-ET I L/ —Ab o) it o Tid202E0 &
DWW TTH R ERERMRE A Ehi L 7=,

FHAEORR, 277 M UVABRN—THIREK(ZV T = — AT X —)1n50.8
ng/giti Shic, 7z, €77V ) U EFERMKRIKD) H5~39 ng/g, BARG (T
EIBE GRSy F)vB 1 ng/g, RE—7— FoO{EH50.1~0.3 ng/g, Sh'Bmit
2B AN 50, 1210, 2 ng/g, THE(EE/NT) IBENB26 ng/gDBETERLE BT
ENtz, T7F7 bFXv 0%, 777 FXF U UBBEERM2BRE(T 2 UHRECG B AF
)b ERIE L $120.2 ng/g, BRBEIRENS0.4 ng/g, SBHBE GLE) 22 50.2 ng/g
DRETENENRB ST,

i1

#-58 fRIEDOH

_ & WEL-HEH
BRAF (R dh) 7T bR LA|TTZIRRYY [ ETFL
F V=7 5 0 0
i1 10 10 10
AR 5 5 5
TR 10 20 20
et B £ 31 31 31
TaRE (4) 6 6 6
R O 6 6 6
7L Y 10 10 10
G R O A 9 9 9
g e O'N g (AE) 30 30 30
i & OVl Ohn &) 15 15 15
U RO R 0 5 0
N—T 8 10 10 10
R 5 5 5
_Rp—7—F 20 20 20
h IR T A 10 10 10
B 5 o D
2 5 5 5
KA 70— 10 10 10
SRR 5 5 5
aat 207 207 202
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8.2 Ay Mk O WAL F
8.2.1 77 bFT A

HRFIE O 2 VT, TEOM Y R LR TROZHEMEIRBOFEEIL, 0.5 ng/gik
h-C88. 0 % (4-AFHE) K 161.0 % (%K), 5 ng/ginT72.3 % (4 FFM&) & 75.6 %(Gk) T
Hole, RE—=T7—FEZRAWT, TEIO#Y K LR TROZERMENT RO FHIT,
0.05 ng/giisMNTT7.4 %, 0.5 ng/giRMT81.4 % ThoT-, £7-, FIFBEOKICEITSH
P ME(R 22 150. 5 ng/ gl Ch. 5 (4R X T88. 6 (%), 5 ng/glsITL. 7(HHK) Kkt
8.1KA) Th o7z, "E—7— FiZEIT HFEHERAIX0. 05 ng/glsNT3.5, 0.5 ng/ghfs
MTL10.2TH 7=,

i, EERAINE—T7—FEEmMTREMLET) T0.05 ng/g, £NLUSNDRGIX
0.5 ng/gk L7z,

8.22 777 hxv v

LEYZ T AERNT, TEIOK VIR LR TR 2 FRMEUR LD FEHIX, 1 ng/gsm
TB,X67.3 %, B,I365.9 %, G,i% 60.1 %, G,iX68.2 %, 0.1 ng/g¥fs/l TB,/%64.2 %, B,
1X63.7 %, G,iE55.1 %, G,iX63.5 ¥ ThHo7z, £/, |“E—7— FDO0.1 ng/gisMNTB,IZ
52.5 %, ByiE71.5 %, Gi% 42.0 %, G,iX73.4 %, 0.01 ng/giiiN TB,i%54.7 %, B,iX
68.9 %, G,i% 69.6 %, G,i364.6 % Tholz, T/, BEREITILELF T ADI1 ng/ghs
GBI 1.8, B,iX1.8, GiX3.1, G,iX3.1, 0.1 ng/giMI TB,IX3.3, B,iX1.8, G1¥2.7,
GolF2.7, RE—7— F?0.1 ng/glshl TB1X5.7, B,i¥4.9, G6,iX6.0, G,i¥5.1,
0.01 ng/g#shNTB,1%6.0, ByiL5.9, G,id6.4, G,l&6.3ThH o7z,

¥z, EEBRIZINE—7— F@GRMITEMET) TO0.01 ng/g, BERSM TO.5 ng/g,
ZHLADOREFIL0.1 ng/gl L2hd, BEKICE > TP EMEOEEIC LV ERRRS
EHEEholbDbH ot

FARICH RS FTDOT 75 XM TiE, F—XZHNWTIEO®RYIELRBRTRD -
WINEIL R O FE 1T ng/gliMTT72.5 %, 0.1 ng/gifisNT64.2 %, fEHERZEIL1 ng/gifs
MT2.7, 0.1 ng/gHsMTE.9ThH -7z,

Fo, ARSHOEEMBIFIF0.1 ng/glzRE L7z,

8.2.3 E7 5L /v

ARFyHEFEZHANT, TEO#Y IR LUAR TR IZHEMENROEE L, 77 L/
M5 ng/gk VB0 ng/gicMTENEND. 2 $XU85.7T 9 Th-o7-, TEIZEBWTIX, £
77 b /Dl ng/gk 10 ng/glsMTENEIRI. T %KX 1V80.6 %, a-EBT7 7L/ —N
D1 ng/gk 10 ng/glRMTENEFNSS. 2 %KXU80.7% B-E7Z7L /) —/LdD5 ng/ghk
R50 ng/giRM TENZNS8S.8 %KIN82.0 4 Th-o7=, "E—7—FiZBWWTix, €77
L/ »®D0.1 ng/gk 'l ng/glisTEINEI108.9 $K1U83.6 % oa-ET7TF7L/—1D
0.1 ng/gKk Ol ng/gifSMTENENST.0 $KXU83.1 % B-BTFL/—1LD0.5 ng/gk
U5 ng/gifRMTENENST.8 %KX U88.7 4 Thotz, £z, EEREZIIARFYETO
7TV /5 ng/gk b0 ng/giiM CENENT./RTV6.5ThHhoT=, TEOET T L/
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1 ng/glk 0 ng/gifsMTENZFNAARKRT6.0, a-FT 7L /2 —/1 ng/gk V10 ng/g
WINTENEFNA8KWT. 4, B-ETF L/ — /D5 ng/ghk 50 ng/gifiM TENFNT. T
EWN.3ThHhotz, RE—T7—FOETT7 L/ 20.1 ng/gk 1 ng/gliMTF+FHENSG. 2
BUB.9, a E7ZL/—/10.1 ng/ghk 'l ng/giiMTENETN2.3%V3.5, g BT
L —?0.5 ng/gk U ng/giRMTENENL2KRV2. TTH -7,

Fim, E7 5V vOEBBREIRE—7—F@EMITRMEET) TO.1 ng/g, Y
JFEFE 5 C5 ng/g, IR EI RS TL ng/gk Lz, R@#ED -7 7 L 7 — /LD FE &R
RiFRE—7—FEhRmITESHET) TO0.1 ng/g, BIYEERSNTI ng/gé L, -7
TV /)= VDOERBRRIINE—T7— FGRRBITREMET) TO.5 ng/g, BHIWFEERLT
5 ng/g& L7z,

8.3 ICHAREA

1)

2)

3)

HEBICET S CESEEAINE L, ZDIBEF 27T FF T AHOVWTOERRKDOH S
SHEkIZ48E, T 7T PR roXENINE, PT I L rERII2IB Th o7,

LR e

AEEOREICE LT, FHERBORBEICHL CORETRISLHEMEL, AFEET

OFEFEOR PRI ESWTEm L,

Boh-AEFERIIOVWTHLEEDHF A LDV A M2TEEZ, UTICERYD EF LT,

777 X

A RUONBPAFIZOWVWTIEBRORELHY, TAPEMFITILOIEHRETH S,
BB OVTRBLREABEISRLTWVWAEZL TR DS, BHEA LI LICEVEXA
BT A2ELEEHONHAZIZOVWTEEL W ZELEXBNS,
CHEPORHENTEZOEIENATHY, SRELIPERMLETHA D,

77 bFv

A7 Z R XV UETRAICREBESA TV RN ST,

- REELUREHMGEINZ2O0THNIE, 2P LEMZNT THERBEZRFT LR
BWEBEDLRD, ICKRETOTEON—7THER T,

B7rzv /v

- MENMEWDL OORBBEENRE Do T2 DITHEKREN,
cHRADOHEAFIBREMNICHEIVMELEIRLRAVWEEDREA, RE—7—FEUH
RHAELIPLBRHELGEVORFEE T RETHA, MO RNV aT VR A EEDH
ENEEINLD,

c RE—T7—FRUOHEREBRICBTHIREREMIZIZOBERNGITAB L TR 6 RV,
AART— AS—FIZLBLOELHENMEN S,
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D aVIFINFEFTCT I RF L BABERBP LN TWADR, ETZ 1L/ 2
WTHEMORELIMLETH S,
cARICIEBEEONENALbBRIBENATWASAZ G, BRNECTEHORE L LE
ThdH.

LA E
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