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1)

2)

A2 5 b ¥ A(0TA)
A% B R OvaE

O E (50 mlZ, 100 ml%, 250 ml%)
AR 77 A=@ (50 ml%, 100 ml%F, 200 ml%)
F A7 7 A2 (200 ml%, 300 ml%)
Gy e — k(200 ml1%, 500 ml%)

W ==

By b

AAU Y wF—

) F—R—B LR TaAa b

% #% (No. 5A) [ADVANTECHt ]

H 7 A e A # (GF/C) [Whatmantk ]
tRxa b BREY A Y —

R’E >

15 L 57 Bl B

BBl ~vw=ak— K

LA K

g—A& —x KL —&—

EEER 7 o~ b 75 7 (R E &R
ks~ 75 7-ERSWF

OTA 2 ¥ § [Sigma-Aldrich]

K

AE = GREEFR-PCBRABRMA, mEEEs7 e~ 277 7 M (LLFTHPLC A )
[Fo e i 38 T 3k X 4]

TER=FINVERERFE-PCBRBA, HPLC A) [(fe ik TS 1]

~FY U GRERIE-PCBRBRM) (M TR

T M OREEE-PCBREA) (MM THEHXSH]

Pax v GREReR) [ m e F kA& ]

REEAKFET MU A GRERR) (e TR S ]

BWAEF YDA GRERH) [BARIEFEHRAN L]

DABKFEZF MY UL FERK VNEEFELEXS ]

DA ZKFEH YD T L GUER®R) [hREFERMLKRA S ]

WAk Y v A (RUEHRE %) [Fn )6 #l 38 T 3 PR N2+

Wilg 7 =10 b GREERR) [FesliE TR ]

FEfE 7 & =7 & GRIER ) [BIRLFHRKN& 4]

D ABEGRERR) UNVRIEFFE SRS ]

e GRERRRfR) [/ 53 Ak 2 2K R U & A
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bU 7Aoo EEEE GREERE L) [Fn e lidE T sS4t

FERE RIS iRk) [ F L F 3 ah RN L]

Bond Elut DEA b — F VU v ¥ 8 T A (500 mg, 3 ml) [VARIAN %]

A L) T 7 4=F 4—H7 L (0chraTestWB) [VICAM #f]

AR =N RO 1 WREBEKFET M) ULABERORIK(7:3) : AZ 7 — 700 nl &
1 WREEKFEF Y U ABEKRREBEAKEST MY A 3 g #KICEML, 300 ml
ZL72b®)300 ml #IRET 5.

TE =MV, KROCEBORKB:1:1) : 7 b=k Y 800 ml, /& 100 ml
B O EE 100 ml ZBET 5.

PBS (phosphate buffer saline) : #Efb - bV o2 A 8 g, VW ABKFE_F FVU UL
1.2 g, WABZKEAIIDALO02 g RUCHEIIY TALO0.2 g&K1 LIZHEMRF
T5%,

0.01 mol/L BEEE 7 v & =17 LAVAWK : BEEE T £ =17 A 0.38 g Z /K 500 ml (Z¥EfiF
T 5.

AH )= VR OEEBE ORI 99:1) : A X /=199 ml CEfE 1 nl 2IRET 5.

TEM A ROTEEI=FIADREOA:L) : 7T 100ml E7E2=FY
100 ml ZiRET 5,

80 YA K 2 —: AKX J—/L 400 ml &K 100 ml BB T 5.

80 %A ¥ J — LR UEEREDOIRIE (99:1) : 80 %A X /7 —/L 99 ml LEEEE 1 ml 2RE
T 5,

80 WA X /=N KO M) ZNFFEBRORERK(99:1) : 80 %A ¥ /—/ 99 ml & b
Uo7tk 1 nl ZRE T 5.

K, A% J—RUOEEEORIE(T0:30:1) : &K 700 ml, A% /— L (HPLC H) 300
ml & OEEEE 10 ml #IRET 5,

K, 7 b=hFrUVEOEROREKG10:480:10) : K 510 ml, T =K U VL
(HPLC f1) 480 ml M O'HEEE 10 ml ZBE T 5.,

0.1 %Y ABBEKRECGTEZF=FI) LORIE(53:47) : 0.1 ¥V ABEOK 1 L 1Y A
B 1 ml @MLAZLD)530 ml 7% b=hF VU L(HPLC H)470 ml ZBAET 5,

AH 7= BR0.1 %Y AEEORIK(6:4) : A% 7 — L (HPLC A)600 ml £ 0.1 %V
AEECOKTLICY ABEL ml IEML7ZE D)400 nl ZIRET 5,

MLy ROEEBEORIK (99:1) : PA x> 99 nl ROEEE 1 nl 21BE T 5.

3) ABREIE MK
D, +V—THANUSNDORE
B 2.5~10 g & 250 ml HELFICEIRL, A%/ — VRO 1 %REKFES b
Uy AERORIK(7:3)100 ml ZEFICMA S, RESMEKRETLZEIEHREDOE A
X, 30 R E S L, ABPIHWERDEERKRE, RBLEEKEOE SR
EVFAF—FHNTH I pHEEAMBZITH>®Y, iK% 2,500 r/min T 5%
MiELoEEL, EBAREARTHBT S, AiR 2.5~10 ml ZIEMEICHEBLE? |
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40 CTHERMERB L, BELZAZ /7 —1LH 2l ICBMWRT 5, “4xd PBS THR

LIEFICB0 ml & L72tk, W7 AHBHMEAKTHABT 5.

AL T 74T A—AT7LONBEPLERVEICEBRL TR v=ak—
NV RICHEBEL, VF—R"—FWMOHT D, EOAH%E 40 ml WL, 1 L/ T 74
=T A=A TACAWNT S, MEEEN 1,2 BICR2LCHEL, 17 AI3EE
SERWVWESIET D, FEWVWT 0.01 mol/L BEFET ' E=U AWK 5 ml TAHAT 2%
L, A%/ —VEROEBOIRIKE99:1)5 nl THEHET D, Z0EHIEEZ 40 CTH
ERGEE L, REEK, A% =V EROEBRORIKE(70:30: 1)1 nl(n—T77F 4 —
A DN—TEHDOLZ 0.5 nl) IZER L TREBRIFEK E T 5.

1) OEbvAArofiticonT
B 2.5 g & 250 ml RELEFICERRL, A%/ —A RO 1 WREEKFET b
o LAEERDOIRIE(7:3)50 ml MR D, WiIC~FH % 25 ml WA, REVTS
AP —ZHNTH 1 FEEEZAMEEZIT S, HiEE 200 nl K2 — MCB
LTLIELLKHELEZE, TBEZ2IPMLT, ILHICAX/—LEV 1 %EEK
FFT PV U LABEEORIE(T:3) %ML CTIEMIC 100 ml T 5, HPE 10 ml %
EMIC/HEL, 40 CTHERMGER L, REZ A X/ —1LH 2 nl [ZEMRT 5,
Zh#% PBS THMULUIEFMIC 50 ml & L=, VI RABHEAHKTA BT S, Zh
URBROBIEZA L) T 74 =T 4 =07 2UBROEBRELRKICITI.

H2) SBMEEFREYZY 0.26 g MY (N—TF 4 —LSNDONN—TFHDOH 0.125 ¢
Y T35,

@AV —TFHA N

AR 2.5 ¢ % 250 ml AEBLEICERBRL, A ¥ /AR 1 %REBKEFT )T
LABEDORE(7:3)60 ml Mz =%, RECFAF—ZRHNTH 1 HRHEIZATH
21T 9. Mk % 2,500 r/min T 5 pREELHEEL, EEAREZHFRSB®R, 24
J—= VB 1 WREEKFEFT FY U ABKRORIK(T:3) #MA TIEMIZ 100 ml &35,
ARIE 10 ml % 500 ml BoyiEe — MNMCEMICORT 5., Z4iZ PBS 150 ml, 1k
FhUTA 10 g ROAFHY 80ml 2MZT, 5 MIREI TS, LIESLLHE
L% FEAZ4HBL, PBS ZMZIEFMIZ 200 ml 2L, ZME2 07 2#BEAMKTAE
T 5,
AL)TI74=TA4—NTLORNBRENPLIBRVWEICEEBELTES I v=aF—
NV ERICHERL, VF—"—2Wm T 5, kOAHEE 80 nl SBRL, 1A/ T 74
=T 4= AT ACAMT S, BEEED 1,2 MICRDLCHEL, 17 AITEE
SHERWVWESICT S, HWT 0.01 mol/L BEEE7 ' E=U AWK 5 ml TH T L%
L, 24—V ROEBORKO9:1)5 nl THEHTS, Z0BEHIEEZ 40 CTH
JERMEZE L, RikE K, A%/ — NV ROEFEEORIK (70:30:1) 0.5 ml ([ZVEfEL T
RBRBE®RLET 5.
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4)

5)

@ % %

AE 2.5 g & 250 ml FELEICERL, 7 r=FU A, KEROHEBEORIK
(8:1:1)100 ml ZEMIZM X T 30 /iR E 5>, 2,500 r/min T 5 4y fE L5
i+ 5, LR 2.5 ml ZIEHICHBRL, 72 F=kU b, KECEBEORIK
(8:1:1)7.5 ml, WilE7T v EFE="U L2 g&MATH5HMIEEDTH, 2,500 r/min T
SoMELS L%, EB(TEb=NIALB ZoRT 5.,

FHK 10ml, A% /=1 10ml EO7E b=FVU /L 10 ml TTFEBEHE L 7= Bond
Elut DEA #— bV o P AT AICEDOTRIREZEAWNT S, 72 RUBTEI=FD
NDRWE (1:1)10 ml, 80 %A & / — /L R OEERE DIRHE (99:1)10 ml TH 7 A% PFif
L, 80 %A% /) —AEOMY 7V AoEEBRORIKO9:1)10 nl THHET D, ZOHB
Wik%a 40 CTHERMGLEL, REE2A Y/ —AH 2 nl ICHEMRT 5, Zh % PBS
THMUIEMEIC 50 ml & L7k, V7 AHBHHEAKRTHBT 5,

AL)T74=2T4—HT7LORNBREPLERVWEICEEBELTEIv=ak—
N RICHEFEL, VF—AR—ZWMOHIT 5, kDA% 40 ml WL, A5/ T 74
=T 4= AT LACANT S, MEEED 1,2 BICR2LCRlEL, b7 AITEE
SERWVWEIIET D, FEWVWT 0.01 mol/L BEEET ' E=U LK 5 ml TAHAT L%
L, A% 7=V EUOEBOERIK99:1)5 nl THEHT S, ZoBEHIELZ 40 CTH
JERAMERCE L, REZK, A2/ — A ROBEEEORHK (70:30:1) 0.5 ml (2L T
REBRIBEKET S,

HiRiEE s o~ b7 7 RIESRME
AR > 7 : NANOSPACE SI-2 [#ki\&r: HARE]
B 8 EOE B HER NANOSPACE SI-2 [BRX&ath &4 4]
717 A : ZORBAX Eclipse XDB-C18 (PN#%4.6 mm, & 150 mm, FIfE5 um)
[Agilent Technologies]
#T NRE : 40 C
B ® M. K TEL=FIAKROEREORIK (510:480:10)
it & : 0.8 ml/min
HEHE © Ex 333 nm Em 460 nm
AR : 40 X% 50 u 1

158 Y v i > 7

OTABEYE LS mgll A # / — V& A TR L, 50 mIIZER L TL100 ug/ml OFEHEF K
ERRT S, ZoOFRIKL nlx ERCOBRL, BEZELZ b0, Mo ROEEO
R (99:1) 210 mIMABERMEEZIT-o CLBEML, 10 we/mlOBEREARS S,
ZOEIRIZHOWT, SHEF[U-2000 HX&tt AMXBEFR]IB LU ecnhEtEr %
Ay, Mz BROBFBEORKO9: D) 2B LT333 milB T 2B EELZREL, &
bhlfEZzHv, RKXnb 7777 —2R8HT5, BITHEERERLEEAK, A%/ —N
K OEERE DR (70:30: 1) THM L, BESRHEERK0.05~5 ng/ml) Z T4 5,
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AXMWX 1000
e X10

OTABHEFHED 7 7 7 ¥ — =

A W E
MW : 43 F & =403
e b R OEEEE ORE (99: 1) 2B 5 E /WS A4RE = 5440

6) RE®/OIER
EUEIRIE 40 XX 50 pl ZEERE I o~ I 7ICEAL, Bz 0TA @
E— /7 @ES L EEBREDO OTAOBRENSBREREZERT 5.

7 EEEE I e~ ST 7EICLDHIE
REBRANE 40 XX 50 pl E#ikEs o~ 75 ZICHEAL, B 0TA @
F—/@E&L 6))OBMER»ORRBIE PO OTA BELAKkD, REPToRELHE T
2

8) Mt FREVERRKORE
OFEDLVEFROERIZEE PO OTA REED 0.5 ng/giced X HcimmL, 7 EH
DB EZEMLI7-fRER-19 IZF- L7, MEHTRIZBERZED 3 &, ERRFIX
10fELTHL, BRETFTEDERMBR 0.5 ng/g DEENARETH S L HIE NI,

#£-19 BHRF K OGE &R 7 O fERE

(ng/g)

[OEFeE: o & Al

1 0.323 0.447
2 0. 402 0.442
3 0. 380 0.442
4 0. 442 0.419
5 0. 402 0.447
6 0. 429 0.451
7 0. 345 0. 456
- 1) 0. 389 0. 443
1 e 7= (o) 0.043 0.012
30 0.13 0. 04
10 0 0.43 0.12

9)  EHN BN (1)
OFEbYHETROKAIZRE PO OTA A 5 ng/g KT 0.5 ng/g ic2% X 9 (Z
WML, AOWEOBREIC LN >T, RMENREKER (B0EL 7 @\) & %EH L TE
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EREWEL X)) 2RO (F-2028H),

#£-20  #H0EDR R BR O 55 R

(%)
OFEbyfETF [z

BN B (ng/g) 5 0.5 5 0.5
1 90. 2 103.3 90. 2 105. 1

2 85. 0 101.5 84. 6 103.5

3 88. 0 107. 1 95. 0 107. 7

4 88. 6 100. 7 92. 4 101.9

5 84. 8 104. 1 92. 8 105.9

6 94. 6 103.8 86. 8 104. 1

7 97. 4 103.3 93. 4 102. 6

S+ 89. 8 103. 4 90. 7 104. 4

R ERZE (o) 4.7 2.1 3.8 2.0

10) @0 [a] 4 &K B (2)
EAEHZ B P OOTARR FEEASS ng/gllZe D K D ICHlML, EIUGRERZ EMi L7z (£-21%

M),
F-21  BINENR G O F
(%)

£ dn EIEES

F YV —TAA N 81.4
) — 7R 81.6
AY —F w3 x—X 2.7
OFEbv T 72.4
OFbOAA 76.3
‘T 68. 8
Fe I £ (68 T 1E) 73.8
Bl £ A (BESR) 92. 4
EFERMN (72 ) 88. 2
A 68. 7
7577k 78.5
4%, 90. 0
A 68. 2
I 65. 1
Gp L IE 82.6
JE I Mk 86. 6
AE—T L s8— 54.1
s YA, T1..3
— kK 75. 2
==¥ 83. 1
1

U TR a—X1 =) 83.
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11) WiEWEOA E (R RME)
WME R CHWAZRE 261X, 0TAORIELZH T E—2 TR ohRroT,

12) Rk
OTAD BRI SNTHE XY FE— 7 BROOLNLHBE T, MBRBEERTCUTOLRMET
mEER 7 v~ b7 77 (BIEFHOELEIO) £LZEEI v~ N7 T 7-HRESIEHC
LDMEZITY, HRARBRLE L,

<@mERE I~ T TERESREO>
A ¥ 7 : NANOSPACE SI-2 [#HkX&# EAHE]
B 8% S ERRIAS NANOSPACE SI-2 [HRX&th &A%
# F A :Inertsil ODS2 (PN%4.6 mm, &= X250 mm, FIEE5 um)
(V=AW A = 2R EH]
7 LRE : 40 C
B # M 0.1 %V ABEOTEh=FYLOIRIK(G3:47)
it # : 0.8 ml/min
MEMKE © Ex 333 nm Em 460 nm
HEAE : 50 ul

<@EKRE I/ o~ T TRELRHEO >
AR > 7 : NANOSPACE SI-2 [#ki\&r: HEA®]
B 8 EOE B HER NANOSPACE SI-2 [BRX&ath &4 4]
717 A :Mightysil RP-18 GP (PN#£4.6 mm, & 250 mm, KIFE5 um)
[ R L F RN ]
BT NIRE : 40 C
B M AX = RKRU0.1 %0 ABEOIRIE (6:4)
it #: 1.0 ml/min
HEHE © Ex 333 nm Em 460 nm
AR : 50 ul

<k~ NTT 7-EESVEERIESRNE >
e ffi : 1100 Series[Agilent Technologies]
o & HESPE 6G1956B[Agilent Technologies]
B 7 A o: Mightysil RP-18 GP(PNE2.0 mm, & X150 mm, B7fE5 um)
(BRI F RN ]
717 ARE : 40 C
% B M8 : AW ; 0.0l mol/LEFEET > E=U LMK BiK;7Eb=FUN
77V xy MEHEN : BEROEIE) 30 %—90 % (2053 )
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it fit: 0.2 ml/min

HE AN & 20 pl

AREEREE . m/z 404

A Ak ESI EA A rE—F
T AEEIE: 140V

2T FGAYFHA: EF 60 psi
WLl A A . ZEF 10 L/min, 350 C
¥y 7Y —8E: 4,000V

13) A& F
O § 3 2R

2500

w00 b FHBIFR%=0. 9999808

500 F

0 0.5 1.5

1
% BE (X)

-1 OTA @k #g > —

@ MmERKEOZa~v T T A

T ¢ e e S A - T e

-2 OTAfR¥EHE K 0.1 ng/ml
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©® HTMEIRRBO/o< b7 76(0FbYEFEVEKA)

o
o

ot
ik
:

-3 RE:0xbyfEFERM

X-4 K :O0EbY S (0.5 ng/g HYIHEM)

-5 Fek: e (R )
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="
;g el g
a0

-6 #E: KA (0.5 ng/g Y EM)
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I 777 k%33> B, By G, G, EOM, (AF B,, By, G,, G, ZTM,)

1) WERUOHE
i 0 (250 ml1Z)
fid 12— b
% i (No. 704) [ B AP {L = h¢ aR bk X 4]
ERa ba BT YA P
W 5| fi
T AE Lr— & —
HF Aw— k
By ME
AR Y
A RFF ARG
R
i e — b (300 ml%)
F AT 7 A= (100 mlZF, 300 ml&)
LA K
B— 5 Yo AR e —
EEER 7 o~ b 75 7 (R E &R

2) WEREROHRE

AF #E#E 5 :B,, B,, G,, G, K& U'M,[Sigma-Aldrich]

7K

vrun Ay GRIERR) [BREFRN& ]

7' b GRER®R) [BRFEHRKNEH]

x & ) — v GRIEFR) (BRI FErE & 4]

HEKFEEES b U 7 A GREER ) (BB L F R & 1]

Ak U oA GREER ) (B B b kXt ]

KEg{eH U o L GUERRR) (B BAL F kA& ]

AFY U ERERE-PCBRBM) [(FOEME T EKRAAS ]

AE ) — N (RERE-PCBREA) (i3 TEMRKSH]

TER=PFILGRBRIE-PCBRBRA) (e T kA1)

NA 71 A—sN—+F )L [Sigma-Aldrich]

Sep-Pak Plus Florisil [Waters Corporation]

EREN T LIV =Ty TRAI—F ) v T HT L)
Mycosep #226[Romer Labs, Inc]

1 YT FY DABIRRRA S ) —LORIK(45:55) (kb Y U A 36 g &
fifg L727K 3,600 ml ROVA ¥ J — /L 4,400 ml ZiIRET 5,

0.02 mol/L KEE(LH U U AR KBSV A 1.1 glCK 1L ZMAERT 5.
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SrupAZYREORAR ) —LORIEO:1): /a0 A X900 nl ROA Y ) —
V100 ml ZIRET 5.
T b ROKDRIEQ7:3): 78 b 970 ml HOVK 30 ml ZBBET 5,
TEF=FIAEOPKDORIKO:1): 7 F=hrU/ 900 ml ZV/K 100 ml ZEE
T 5,
KEOAZ ) —NVDORIE(6:4):7k 1,800 ml RO A% 7 — L (HPLC )1, 200 ml %
ReadT 5,
3) MBREIERO MR
@ &R G LS O B
B 10 g &2 250 ml FELEFICERL, 1 WEFT P U ABRERERAX
J =/ OiRIK (45:55)100 ml ZIEFEICMZ 5, REPZWE E 2 IXKEDHE I 30
SEERE S L, REPHOCEHDSCEFERE, RBLLEEOREIEIAEY A
P—ZHWNTH 2 oEEIEAMMEEZT S, MHEZESABL, ARICA~FH
100 ml M2 T 10 MIRE ST 5, THBICYZar A2 100 nl ZM% 5%
ML 5%, TREZMOSEz— MIaBRL, EBICETCY 700 A4 50 nl
Mz b niELE S L, TREEGb®Es, Z4I20.02 mol/L KEE{LA Y U A
i 25 ml BROREHRIK 100 ml ZINZ CHeirth, WMAMET M) U ATHAKASEL,
40 CTHRIERMBRE TS, BEE2 Y7 on A #2220 nl IZEM L 7%, Sep-Pak
Plus Florisil ICAML, Y7 oo 2 FUOAHX J—/LORiHE9:1)20 ml TP
Bk, 7 b ROKORIK97:3)30 nl THEHT 5, BHIKICVEO Y ) —
NEMZ, 40 CTRERMEE%E, ZEAX72bh=bY v 1 nl ICEMRE L TRR
BiRET 5,
R, /ev M 7ALCHEVERRBRDOLNIEAIE, RBBKLZEITZAR
L, Qg anh Tt sl 7 22V TEMEREZ1T .

@ fERER G

AEHA 10 g 2 260 ml HIELEICERL, 1 $EAT M) UV ABREOT A Y
J — LD iR (45:55)100 ml 2z 5, 30 5MIE L 5%, Wal A@ %217\, Hik
Z~FH 100 ml 0%, 10 0MIRE 5235, FEICYZr0 X %2100 nl
EMZ 50K E 5%, TRA2MOSEz2— MIpERL, EBICHEVY 7 oo A
Z50ml ZMA S HEIRES L, TRAEZEDLESD, ZTHIZ0.02 mol/L KEE(L
AV T AERK 25 ml ROWERIK 100 ml 22 CTREF%, W|AWES Y VAT
BAKAEL, 40 CTHIERMERZE T 5, RiEEXTY 7m0 A% 20 nl THML
7-%#, Sep-Pak Plus Florisil [CAW L, Y7o XX FORAY ) —VDIRIE
(9:1)20 ml THHEKZ, 7 Fr RUKDOREFK (97:3)30 ml THH T 5. BHHIEKIC
YEOTZ ) —NEMA, 40 CTRIERWEEZE T2, REEX2T7 2=V E
UKDRITE(9:1)5 ml ([ZEME L, ZHWEED 7 A Mycosep #226 (B L, 1 HIC
I ml OFHETHET 5, BAICEHSNA2MEERN 1 nl 2R BRERSE T 5,
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B, /e b7 ALECYEVEIRDOONDISEEIE, BEMRET I,

@ FLB S Om I d&)

A 10 g & 250 ml BRBELOHFICHERL, 1 $EIEF M) T ABRRROGRAF

) — VDR (45:55)100 ml ZMZ 5, 30 MR E 9%, RalA@EITV, Ak
Z~FH 100 ml 2%, 10 0HIRE 935, FTRICYZr0 422100 ml

ZMzZ s MEEE 5%, TRZMNOSKE2 —MIHRL, EEICHERY 7o A
Zr50ml M5 mMEESI L, TRREEDLESD, Z4I2 0.02 mol/L KEE1L
F1 U U AR 25 ml ROV RIK 100 ml 20 % Tk, EAMES ) DAT
BAKAEL, 40 CTHRERMEE TS, HEEZ7Eb=rJ A5 nl ICWEML,
RBRBERET 5,

4) mEREIa~ T T 7E8RIESRNE
B& il : LC-10AS[RAtt  BHERYERT] (PHRED 74 b I AN U 7 7 2 —#5E)
PR - AOER S RF-10AXL[BRRSHE  BESERT]
517 I Mightysil RP-18 GP (P2 4.6 mm, & 250 mm, KifR5 um) [BAR{LFA1E]
717 LR : 40 C
BEE . KROA % ) — L ORIk (6:4)
B EHMH K : Ex 365 nm Em 450 nm
M 0.7 ml/min
HEAE: 10 p 1

5) fRYMEEEIE O PR
AF By, By, GRUG,OBEEESM mgiZZNEFN T F=FIAZMZ THEMHL, 200 ml
WCERAL TS pg/mOREEREERET S, ZORELZREGEL, 72 =M AL THEE
FRL, AFRREHBRAIRA EERK (0. 5~20 ng/ml) iM%, F7=, AF \,OEHESO.01
mglZ 7 h=r Y AZMZTHEML, 100 nliZEA L TI00 ng/ml DEERKZHAKNT 5,
CoOEERKETE b= M) L CEEMARL, AF M 8RB HERE (0. 5~20 ng/ml) %
S5,

6) RERDER
AF IREIEHEREIRE O AF M, IEM¥ERER 10 vl 2@k 7e~ 77 7I2EAL,
BOoNT-HEMNMEYEOLY — /7 B LEEREOBN SR EORENLBRERZ
ERR 7 %,

7 mEREIZe~ ST 7EICLDIAE
RBREK 10 ul ZEEREKI/I O~ 7 7ICEAL, BoNT-EBENSSHED
E—/7@mat 60)ORERNDL, RBREBBTPOENOISZDEOREZKD, REtdbo
REZRENT 5.
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8)

MR TR & OVE & FIRO R E

FAAE IR B P D AF B, By, G, RV G, DA 0.1 ng/g lcRB LML,
TEIORE % EE LR ER-221C7- L, RETRIIEERZD 3{FELUE, E&
TRIZOFEUEEL, ZRERAEBDPORE L L T0.03 ng/g KW 0.1 ng/g & LT,
T/, va A B D AF By, By, G, RO G, DMEEMN 0.5 ng/g I22 5 K 5 IZHEM
L, TEIOWREZ FEMi L-fRE2R-23 TR LE, RIETRIZEERZO 3%, &
TR 10 ff&d5L, RETFTEOCRERERZ(VaY) TEREMRR 0.5 ng/g, Tt
ARG CERMBRO0.1 ng/gDERVARETHH LI hiz,

F, I3 — NV RICHEP DO AF M, OEEMN 0.5 ng/glcRd EHICHEML, 7TEHD
MEZFEMLI-HERER-24 TR L, RETRIZBERZD 3 5, E&TFRIT 10
fELd2&, EEMRAO0.5 ng/sBREOCERNPFAETHD LM,

#-22  BRH TR OVE & TR O w8 (38 5 fik)

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

1 0.077 0.077 0. 088 0.090
2 0. 069 0.074 0. 080 0.079
3 0.079 0. 084 0.096 0.095
4 0.072 0.076 0.091 0.091
5 0.079 0. 080 0.093 0.093
6 0.073 0.073 0. 088 0. 087
7 0.071 0.073 0. 083 0. 085
- ) 0.074 0.076 0.088 0.088
EERZE (o) 0. 0040 0. 0040 0.0055 0. 0054
3a 0.01 0.01 0.02 0.02
10 ¢ 0.04 0. 04 0.06 0.05

#-23 BMHTREOCER FIROMIB (7 aY)

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

1 0. 342 0.416 0.323 0.364
2 0. 332 0.412 0.291 0.348
3 0.341 0.402 0.309 0.338
4 0. 260 0. 364 0.310 0. 366
5 0.296 0. 382 0.308 0.373
6 0. 290 0. 360 0.292 0. 359
7 0.320 0. 381 0. 332 0.384
- 1) 0. 311 0. 388 0.309 0.361
EERAE (o) 0.030 0.022 0.014 0.015
30 0.09 0.07 0.04 0.05
10 0 0.30 0.22 0.14 0.15
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#-24 BHTREFREETROER (I —Z7 V)
(ng/g)

AF M,
. 484
. 507
500
. 463
. 489
477
. 449
. 481
. 020
. 06
.20

1| DO | =S| =

5
R (o)
3a
100

olo|o|lo|lo|o|o|e| o

oo

9) #nEIT B (1)

FERfEIZ AF By, By, G, R G, IREED 0.1 ng/g R 1 ng/g 1725 K 5 ITIRER
WEBML, AW EOBREICLER->T, HRMBEIRAR (oERL 7 B) %2 %L
TEHEERZWELSEZ)EZ RO (F-25 W), FKRICLT, v ITRER 0.5
ng/g RO 5 ng/g IZ2b XML, wmMEIKBRL £l L CEERZEZEWEL S
X)E RO (R-2658]),

FIZ AF M IZ2oW T HEEEIZ, 3—F L MIZEEDN 0.5 ng/g RO 5 ng/g 1272 5
XorlclmmL, wmMEIRRZ Eii L TEEREWELSE)Z RO (X-27T Z2]),

#-25 R E] R R o R (38 T fE)

(%)
Nk FE (ng/g) 0.1 1
AF B, B, G, G, B, B, B G,
1 77.3 | 77.6 | 89.2 | 90.3 | 73.9 | 78.1 | 76.7 | 79.5
2 73.5 | 78.3 | 85.0 | 83.8 | 76.8 | 82.8 | 80.3 | 84.9
3 80.2 | 85.3 | 97.5 | 96.4 | 78.4 | 82.7 | 77.7 | 83.7
4 72.3 | 77.0 | 91.9 | 91.3 | 75.2 | 77.3 | 75.8 | 78.4
5 79.6 | 80.9 | 93.3 | 93.2 | 76.2 | 78.0 | 81.0 | 82.7
6 75.8 | 76.7 | 92.3 | 90.9 | 80.6 | 83.1 | 86.0 | 89.3
7 75.5 | 77.3 | 87.4 | 89.3 | 70.4 | 72.6 | 76.0 | 78.4
. 1) 76.3 | 79.0 | 90.9 | 90.7 | 75.9 | 79.2 | 79.0 | 82.4
1= e {7 2% (o ) 2.9 3.1 4.1 3.8 3.3 3.9 3.7 4.0
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F#-26 WMENHKEBRORKER (7 =2 2)

(%)
a0 EE (ng/g) 0.5 5
AF B, B, G, G, B, B, G, G,
1 69. 2 84. 4 65. 5 73.7 74.9 79. 8 74. 5 79.7
2 66. 8 83.0 b8. 6 70.2 68. 9 73.1 66. b 72.3
3 68. 6 80.9 62. 2 68. 0 72.4 76. 4 67.8 73.7
4 52.1 73.1 62. 2 73.5 72.1 76. 7 T2, b 76.3
5 59.3 76. 5 61.9 4.7 64. 0 65. 4 67.1 73.4
6 08. 4 72.6 59.0 72.3 67. 2 68. 4 71.8 78.1
7 64. 4 76. 6 66. 9 77.3 62.7 64. 1 68. 9 73.7
£ 62.6 78.1 62. 3 72.8 68. 8 71.9 69. 8 75.3
R (o) 6.3 4.7 3.1 3.0 4.5 6.1 1 | 2.8

#Z-27 WMBEIGERBEOFER(I—7 v b)

(%)
VRN FE (ng/g) 0.5 | 5

AF M,

1 97. 2 91.8

2 102 90. 8

3 100 89.8

4 93.3 80.0

5 98. 5 85.5

6 95. 9 88.3

7 90. 3 89.9

D) 96. 7 88.0

R % (o) 4.0 4.1

10) #ANENRGAER (2)
#FBHZAF By, By, Gy, GERUOMOAEIFORENPRHIBFADI0FIZRD Lo CHmML,
Bl ER & FE i L 7= (R-28 1),
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F-28  NEIIEER O 5 R
= ENEACY
ﬁl‘lﬂ
B, B, G, Ge M,
Y —7 66. 5 66. 5 45. 1 47.7
OFEbYfETF 59. 3 58. 4 41.8 45. 4
T~ & 62. 4 66. 0 61.5 69. 8
7 i fR (fiE) 70. 2 73. 4 72.0 Tk
fERER S (Th7 )7 2) 65. 5 65. 8 63.5 69. 3
4P 71.0 78.9 76.5 84.7
N 57.5 61. 4 50.9 60. 7
S—g'l b 85. 2
IR I Bk 50. 8 52.8 53. 4 68. 0
TELHIEW 78.5 82.3 77.0 84. 1
AT R 56. 8 60. 6 41.8 49. 8
N—T I 53.5 57.6 48. 6 56.9
Y 7 (a=y7v-)) 67. 4 68. 1 54. 2 58. 2

11) WiEMEOFE (R
wmEI SR TR E A 51X, AF By, By, Gy, GERUMOHELEL TS E— 271X

D HNIEMND T,

12) Z/u~< 77 hEICIEPHPRONDS S DWLE

3 DOKRVQ@DRER N IETEM L ZER I,
Bad, KBRERZEERRL, ZEEN T 2L 2BMERZIT -7,
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13) iR{TEE
© HERO—BH

8000

7000
4 6000
7E 5000
ﬁ§4000
Y 3000

2000

1000

FHPBA4R %= 0. 999973613

0 5 10 15 20

mE (X)

25

-7 AF B, ® ¥ i # o — {5

16000

14000
3 12000
ﬁ§10000
fi 8000
Y 6000

4000

2000

FABE4R %= 0. 999969404

0 5 10 15 20
WA (X)

25

-8 AF B, @ it o —
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FA B4R E= 0. 999631804

7000

6000 F
#5000
=
(it 4000 F
~ 3000 }
Y
2000 F

1000 F

O L 1 I 1
0 5 10 15 20

WEE (X)

25

[X-9 AF G, D& o —H

FA B4R %= 0.999819514

12000

10000

~ 8000

6000

— 4000

2000

0 5 10 15 20
e (X)

25

[-10 AF G, D &R o — )
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@ EHEREOIZo<w T T A

«——AF G,
<—— AF G,

<——AF B,

<——AF B,

B-11 AFRESEM¥EREIE 1 ng/ml

® WMEIRKBRO 7 v~ b7 A (BMERTY =2 2)

.o
,
B 1
<——AF G,
«—— AF G,
- 20,0
<—— AF B,
<— AF B,
- oan.o

B-12 kb #%fdE (BRm)

«—— AF G,
bAF G]

<——AF B,

<—— AF B,

-13 #URF : FHhfE (0.1 ng/g MY M)
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10,0
<——AF G,
. «——AF G,
) < AF B,
o <——AF B,
30.0

F-14 B v = (BN

<—— AF G,
<——AF G,

<—— AF B,

<—— AF B,

F-15 B =2 (0.5 ng/g HH Y EFM)

@ AF M, BB o — il

FBIRE= 0. 999819514

6000

5000
]
iE

f 3000

—

— 2000

4000

1000

0 5 10 15 20
e (X)

25

K-16 AF M, @ & ik o —
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® EEBEoZow by A

H

5.0

B-17 AF M EMERHR 1 ng/ml .

® wmMERRBOZa<= 776537 NV])

o )i ) p——
-7 —
10,0
P -
i < AF M,

-18 #E: 33— b (EFEM)

.0

30 e

10D

2'""('5'."0"""'"’“

B-19 #E: 3—27 0 (0.5 ng/ghEYEM)
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m 770/ EENRTET T L/ —(Zel)

1) @BRUEE
O (250 ml%)
i e — k(200 m1%)
FT AR T 7 A= (50, 300 ml%)
T AEHT A (NELS mm, £ S350 mm)
W ==
By M
ARV Y s F—
) F—R—=R VTV aAf»k
A% (No. 5A) [HT I8 PR 02 1 ]
7 AREHE A HE (GAS5) [HVE IR Mk A ]
AT T 7 4% —Millex-LG, FL£0.2 pum)[Millipore Corporation]
RY b o BREDH AL HF—
b % K
LA KR
AR
35 L oy B
Z— & —x NRL—&F—
pH A — & —
miEEE 7 a~ N7 7 7 (@B &)
k7o~ 77 7-EESWE

2) RERORIK
ZEN #Z ¥ &, [Sigma-Aldrich]
o —Zel EEHE S, [Sigma—Aldrich]
B -Zel HEHES, [Sigma-Aldrich]
7K
T = kU GRERH) (LM T ERAS ]
7 b= FU A HPLC A) (B R LFEHA S ]
A K ) — v (REER R K OV HPLC A) [BI (L kX & ]
~3F o GRFEFRFR) (B R b F R =1L ]
1-Fass ) — 0 (REFEZ) [(Fn X o3 TR 4]
DABEKFEZFT B Y UL GRIERR) [F0 6 #E3E T 3RS ]
DB ZJKFES RY UL oKk GUEF ) [Fnesli 38 TNt ]
DB ZKFEA D v L GREERR) [(FEdi 3 TEKKXS ]
FEER 7 > & = v L (GREERF R [Fne i3 T 3 bk X ]
D ABEEGRIEReR) (e pidE T3k )
7w Y U—/b PRIFIEMHE TR S 4]
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3)
@

Sep-Pak Plus Cl18[Waters Corporation]

A L) T 74 =7 4—H 7 5 (ZearalaTest) [VICAM]

0.02 mol/L V A FE¥E7H % (pH5.0) : 0.02 mol/L Y ABE —/KFEF LU 7 LK (K
LLIZY A AKFEST M) LKW 3. 12 g ZBEMLIZHD)IC 0.02mol/L
DABEKFE_FTPIUABHEROK L LICYAUBEKE T MY UL 2.83 g
fEL7=bD)ZMAX TpHZ 5.0 ICFHAET S,

0.02 mol/L ¥V A %% i (pH5. 0) e R/AK DRI (4 : 6) : 0.02 mol/L 0 A BEFE ik
(pH5.0)40 ml &K 60 ml ZIRE T 5.

0.1 mol/L YW ABE_KFHY U AWK (pH3.5) : W AEE T KFEHY 7 A 6.80 g &
K500 ml ICVAMEL, DABZMX Tpl% 3.5 ICHRET S,

KEWRAZ ) —NLOREG:4) : K60 ml RO AH ) —1 40 ml #RET 5,

KERAZ ) —NLORIKEB:T7) : K30ml RRAX /7 —1 70 nl Z2BET D,

KERAZ 7 —NADRIEN:9) : K100 ml BOAZ 27—/ 900 ml ZIRAET 5.

KEOCTEZFr=FIALORHKQ:1) : K 50ml X7 +=FY L (HPLC H)50
ml Z#RET 5,

KEOCTEF=FIALORK(16:84) : /K 160 ml ROET7E =1 U/ 840 ml %
ReadT 5,

0.1 mol/L W AEE_KFEAY U LAEIK(PH3.E), AZ ) —LEROTEF=FI LD
ik (10:1:9) : 0.1 mol/L W AEE_KFEH Y U LAWK (pH3. 5)500 ml, A #
/ — v (HPLC )50 ml R O*7 & k= b U b (HPLC 1) 450 ml Z2RET 5,

0.1 mol/L W AM_AKFENY 7 LRIK(PH3.5), A X /) —LEO’TEr=FI LD
R (11:1:8) : 0.1 mol/L YV A B Z/KFEH Y v L (pH3. 5)550 ml, A ¥
/J — v (HPLC )50 ml X O'7 & b=k U /L (HPLC 1) 400 ml ZiRET 5.

0.01 mol/L EEBET > E=U LBEIK, 7TEP=FIALRVOPRAZ ) —LDOIRIK
(55:20:35) : 0.01 mol/L HEME 7 ' E =7 LK 550 ml, 7T h=F U L
(HPLC F1)20 ml Ot A % 7 — /L (HPLC fH)350 ml #1BR& T 5.

BRI 00 7 1

4 RO O & 5L R Oy < v 7 LISk

REH 5 g & 250 ml RIEBOFICERL, 7=V 30 al(FEWHHBZ W
BARETE =1V A 60 ml ROAFH L 60 m)ZMEZTHREZS A F—Z2H
TH 3 M izA L7z, 3,500 r/min T 5 yMELDEET 5, EHEAKEZ M
H@L, BEWICHETZE =Y/ 30n Z2MZT 1 5BEES LI,
3,500 r/min C 5 MELSEET 5, LBAREHREABL TEDAKLEDLYE,
AFH L 60m ZMAT 5 pEkRES>TDH, TRZSBL, BE~FH L 30
ml(Ei RN VWHEIZ 60 ml)ZMAT 5 HMIELE> T2, TREPERL, 5
ML TEIF=PMIAMIZEOWVTTRAED T AIZRERTALTEM=FU L 100 ml
THHF L7 Y P — PRB g ICART 2, 7 =KV 30 ml ZHKT TH
L, 0@@iELEHLET40 CTHERMBRET 2. EEWIZ 0.02 mol/L Y A
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4)

@

®

s 4% 7 7% (pH5. 0) e K DR (4 : 6)10 ml ZMMZ TEML, HOLMLLHAF ) —
V10 ml, A 10 ml K OF 0.02 mol/L V EE#% ik (pH5.0)2 ml THH L 7= Sep-
Pak Plus CI18 IZAM T 5., 0.02 mol/L YV > EEFEM K (pH5.0)5 ml R OK KB A ¥
J—=NDIRKE6:4)10 ml THEEFHE, KEPAZ ) —VORKEB:7)10 ml %@
L, B77 Vv /) r&2EHT 5, WHIKERICK 15nl 2N, AL T 74=7 44—
ATARCAWT S, Kb nl CHERER, A¥/—ns5al @@L, E771L /0%
T 5, BHiEZ 40 CTRIERMRE®Z, 72 =M VLV ETKDIRIE
(11 mliclBERL, A7y 740E—CB L TCRBREBIKET S,

Y RE O M (BERMS, ~N—78, KRR Y T )

REK 10 ¢ 2 250 ml BRELEICERL, KEOAZ /7 —ADRHE 1 : 9)50
ml Z2Mx T 30 DMIRE DT 5, 3,500 r/min T 5 HRIELOBELI-&, VTR
WHEARTAHABL, A 5m Z50WMLTAZ/—N 15nl 2Nk, LI
KEMX TIEFEIC 50ml LT5, BEFNT AH#EAKTABL, HiK 25 nl 21
A)T74=2T4—hTFAIZAMT S, K 10 ml B&FEH, A¥ /—/ 5 nl %if
L, E77 v/ vx2EaHd 25, GHIEEZ 40 CTHIERGEZE®, 72 =1V
MR OAKDRIE(1:1)0.5 ml [ZEMRL, A7 70740 F— 0L TRREBIRK
LT 5,

mIins

REA 10 g & 250 ml FELOFICEBL, KEOTE F=F Y LOIRIE (16 :
84)100 ml RUO~FV > 50 ml ZMATHET A F—ZFHWTH 3 FREITIA
L7, 3,500 r/min T 5 pEELHHEST L. TREZSMLT, ATABEL,
A S50 ml I 1-7 ) — L 10ml #MMZAT40 CTHIERGLET 2, ZED
(2 0.02 mol/L 0 AFEFEM IR (pH5. 0) R VK DIRIK (4 : 6)10 ml /M THEML,
HHMEH AKX ) — 10 ml, K 10 ml BT 0.02 mol/L Y > FE#Z M % (pH5.0) 2
ml TP L7 Sep-Pak Plus CI8 IZBAM T 5, 0.02 mol/L U >k #& ik (pH5.0)5
ml ZBOKBE ALY ) —LDREWK6:4)10 ml THREH, KEVAZ ) —LDRIE
B:710ml Z@L, B7 7L/ 245, HKIZAK 15 ml 2z, A 4
)T 7A4=2TA4A—HT7LICART D, K5ml THEER, A%/ —/N5nl Z#@EL,
Prov /) rearttd s, BHiEEZ 40 CTRIEBHEEEZ, 7 b=rI LK
OCAKRDRBIE(Q:1)]1 ml [SEMRL, AT T 7407 —CBLTRBREBRE TS,

mEEE s e~ 7T 7 BRIESNG

R v 7 PU-2080 [H A k&)

M M & : FP-2020 [A A% S 1]

A1 7 A : YMC-PACK ODS-A A-312 (N86.0 mm, & 150 mm, HIfE5 pm)

(et 4 = b —]

BT LIRE : 40 C
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% ® M 0.1 mol/LYABEZKENY U LEIKPH.5), A¥ /) —NVEROT7E b=}
UV DiRiE (10:1:9)

it #: 1.0 ml/min

HEHE : Ex 274 nm Em 440 nm

EON & B0 p

5) fRYMEEEIE O PR
@ ZEN

ZENFEYESL25 mglZ A & 7/ — NV EMZ TEHEMEL, 100 mlZERL T250 pg/ml OEEHER
x5, ZOREL ml% ERICHRL, A%/ —/T10 mLIZEAL T25 ug/ml
DEREMBT 2, ZOBWRICOWT, oHNKEFUV-1600 Xtk BER(EFR]B X
ULl emAEEALEZRAY, A% —VEFRE L T34 miZBH 2R EEZREL, B56
N-EEZRAY, KAWL 77272 —%8HT5, Bic, BERBRZEETE =Y
BOKORE(1:1) THRL, W& AEERK0.005~0.1 ueg/ml) 2RSS,

5 : AXMWX1000
IZENEBEREO 77 7 4 — =
g X25
A W RE
MW : 4> B =318

e b= ROERRE ORTE (99: 1) 28T 5 E/ARIEARE=6000

@ a-Zel
a-ZelFEMESMDS mgil 72 b= F U AZMAX THEML, 20 mliITEAEL T250 pg/ml ®
EHEREE RN 5, COFRKLEEE7 =)L ROKDOBRIK(:1) THRL, B
o YRR (0. 006~0. 1 ug/ml) 2B+ 5,

@ B-Zel
B-ZeltEWESLS mglZ2 7 b= F U ALZMZ TEML, 20 nliZEAEL T250 pg/ml O
EHERIEEZRART S, COREEZEE7 2 b= LVROKDORE(Q:1) THRL, B
S YR % (0. 025~0.5 ug/ml) %45,

6) &R O ER

FREER 650 pl 2HBERK I/ e~ 77 7ICEAL, BOoNTBEHNEHED
E—7BE L BERBOBNAZVHEHORENOBRERZIERT D,
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7) MEEE s o~ N7 7RICEDHIE
REREIK 50 ul Z2REEAE I/ n~ 77 7CEAL, BOonZBENMEYED
E—Z7@m3s ) OBRERPOLABRBEPTOBMNXNEMEORE KD, AEHoR
ExRHT 5,

8) M TREVERTFROFH
@ ZEN

REZEEROKITMBICAB 0 ZENBRERNZAZN 5 ng/g R 1 ng/g 2 d X
JICEML, TEIORMEL EK LERER-2 T LE, RETRIZFEERZED 3
%, EETMRIX 10 FLddL, RKEHFEBEEL)TEETR 5 ng/g, TOME
mEYCERTR L ng/g DERVBAETH S &M I iz,

E3) EELEVPRRETHI A —T7H, KERCI Y 7L, EETRZ@FE

Bdh LFERD 5 ng/g lZRE L L7z,

#£-29  WHRA K& OVE &R O 6ERE

(ng/g)
RKEERE | KITIHE
1 5.37 1.29
2 5.91 1.13
3 5.50 1, 12
4 5.81 1.19
5 5.12 1.18
6 5.66 1. 06
7 5.24 1.19
- ) 5.52 1. 17
RERZE (o) 0.29 0.07
30 0.87 0.21
10 ¢ 2.90 0.70

@ 7Zel
BRI BB R D « ~Zel WEEDY 1 ng/g, B -Zel WED 5 ng/g il d X 9 ICHEHE
BREBML, TEHOREZEML-FHERER-30ICALE, RHRMIEERZED
3fE, EEMARIZT10{FLT DL, a-Zel i1 ng/g BREE, B-Zel IX 5 ng/g BEF
TOERNAIETH D LR,
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#=-30 PR K OVE & R 5 o i RE

(ng/g)
a—Zel B -Zel
1 1.03 4,15
2 1.07 4,10
3 1.06 4,18
4 1.16 4,52
5 1. 17 4,53
6 1.12 4, 85
7 1. 24 4. 38
RIS 1.12 4. 39
R ZE (o) 0.07 0. 27
30 0.21 0.81
100 0.70 2.0

9) W [ENR SR (1)
@ ZEN
REZBECHKE T O ZENBENRZIZEIS5 ng/g HUN50 ng/gic/ed X 9z, 7=
PRATHR B P O ZENIRENEN T 1 ng/g LTV 10 ng/g IT72 % & ) CRERE L
WML, KoWiEoBREICLEZEN->T, BMEIRABR (MoiEL 7 B\) % FEhi L THE
EREWEL X)) 2RO (£F-31 2H),

F-31 AN [E I ER R D i R

(%)
KEHLE W T i

PRI BE (ng/g) 5 50 1 10
1 107.5 101.3 128. 7 97.6

2 118. 1 102. 9 112. 8 99. 7

3 110. 1 96. 7 111. 6 96. 6
4 116. 2 104. 0 119. 3 100. 4

5 102. 5 101.2 118. 2 93.5

6 113. 2 105. 9 106. 0 89. 0
7 104. 8 102. 6 119. 1 102. 1

- 1) 110. 3 102. 1 116. 5 97.0
EHERZE (o) 5.8 2.9 7.2 4.5

@ Zel
AP B R D o -Zel BERZNZEN 1 ng/g B 10 ng/glZ2d X 912, B-
Zel MENPZENEN b5 ng/g K50 ng/g IZed KO ICERBHEABRML, Kothis
DEBIEIZ LB >T, FMENRARE (BVIEL 7 B)ZFEML CTEERZEZWEDL )
R (ER-322 M),
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10)

11)

#-32  IMENGER O R R
(%)
a—Zel B -Zel

WM B EE (ng/g) 1 10 5 50

1 103. 4 97.8 82.9 94.9

2 107. 6 101.5 81.9 97.6

3 106. 4 98. 3 83. 6 96. 7

4 116. 1 100.9 90. 3 97.5

5 116.9 97. 1 90. 6 97.1

6 111.9 92.0 96. 9 93.9

7 124. 1 103. 1 87.7 99. 9

15 112. 3 98. 7 87.7 96. 8

=R 2= (o ) 7.2 3.7 5.4 2.0

wnmE v R B (2)

AEHZ ZEN b L X a-Zel DEAIE, REHOREN 10 ng/g(RERMSL, ~—7
B, a3aT7 kRO U 70 ZENIZ 50 ng/g)ice b X 512, B-Zel AL, e

DEEN 50 ng/glZed Lol mL, BIRABRA EH L /- (£-3328),

F2-33  IINENR SR O R

(%)
an EEs

ZEN a-Zel B -Zel
e 88.8 89.7 81.3
A (50) 87.0 89.9 91. 1
felt B i i (R Z A5 1E) 101. 3 - -
i P 90. 1 92. 6 92. 4
7527 7k 83.5 85.3 81.1
44 80. 2 83.6 82.5
BmIng 69. 1 76. 4 54. 8
I— )k 86. 8 89. 4 83.7
& p 91.8 93.9 95. 8
YN I8 80. 2 85.0 84.3
T ik 97.6 97.8 94.9
LR— Y —— 91.8 94. 9 94. 4
IN—TIEA VT ) 67. 1 — —
ST 93.5 — —
Y TN(Ta—X)—) 88.5 = -

w5 E W E O F I (Fr 1)

wmE G TR W =RE ) S, ZEN,

oI oT,
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12) fERFH &
ZEN, a-ZelRUB-Zel MR ENT-HEXIINFEL— 7 BRO OB EICITRARE
ETUTORGTREREKII o~ /7 7F -3 Irn~ 27 - HESIFHICX
HHRMEEITV, HERABRE L1z,

<mEEE s e~ N7 7 BRIESNE>

AN ¥ 7 PU-2080 [H A5y k& 4tk]

M & : FP-2020 [ A AR kX4 tt]

41 Z A : YMC-PACK ODS-A A-312  (Nf%6.0 mm, & X150 mm, KIfE5 um)
(ST A = b —]

A7 LRE 40 C

® @ M: 0.1 ml/LY ABEZKFEAN Y 7 LEHK(PH3.5), A¥ /—NVROTE =}
ULDEK(11:1:8)

it #: 1.0 ml/min

BEWRE © Ex 274 nm Em 440 nm

AN & 50 pl

<@k rsra= 777 -ERSFTHBESRE>

H f : 1100 Series[Agilent Technologies]

o o EESPTER G1956B[Agilent Technologies]

#1 Z Io: TSK-gel Super ODS (NEE2.0 mm, & X100 mm, FIfR2 um)
[ Y — k=]

717 LRE : 40 C

% & #H:0.01 ml/L KffR7 ' E=U LAWK, 7T b=bIAVRGAZ ) —LDRK
(55 : 20 : 35)

b & : 0.2 ml/min

"N & 2 ul

REE R w/z ZBN; 317, a-ZelKR VB -Zel ; 319

A A{kiE: ESI AL A E—F

T AEZEE: 160V

XTTAYHA: EFE 35 psi

WC#E T A . ZEFR 12 L/min, 350 °C

¥y EZ7YV—%BE: 3,000V
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13)  WR{THE R

O mEHO—H

) 7E fig (Y)

U 7€ fiE (Y)

18000

16000 |
14000 |
12000 |

10000

8000
6000

4000
2000

A B % %= 0. 99999

0.02 0.04 0.06 0.08 0.1 0.12
e FE (X)

[¥]-20 ZEN® kg 45 > — {4

8 B 4% = 0. 99997

L 1 A 1 1 J
002 004 0.06 008 0.1 0.12
e FE (X)

E-21 «-Zel DRk o> —
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9000
8000
7000
6000
5000
4000

) 7E fi (V)

3000
2000
1000

@ FHEBREO7n~<

1H B4R £ =0. 99998

L L 1 L I

0.1 02 03 04 05 06
i FE (X)

[®-22 B -Zel® & —

25
a -Zel
|
B -Zel 2EH
| i
L L BT L T L UL |
0 10 20

Time (min)

(-23 ZENM ' o -Zel BEHEYEE 0.05 ug/ml, B -ZellEHEVE{E 0.25u g/ml
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®

WMEIRREBR O 7 o< § 77 A (KEELE R OKIT R

I
0 10

20
Time (min)
X-24 FORF: KERELE (EFRM)
=5 ™
. ZEN
1 T 1 T T T T T T T I T T L] L] L L L l
0 10 20
Time (min)

[-25 &R KEFIE(ZEN 50 ng/gfH Y4 M)
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|
0 10 20
Time (min)

B-26 BBk @ KA S CHE 7S0n)

] a -Zel

] B “Zel ZE’N

Time (min)

B-27 Kl : BKAFHE (ZENE R a-Zel 10 ng/g, B -Zel 50 ng/gtH % M)
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6

FEHERE O R

ERER A DGR ALK -34~501C " Lic, FIEZERML TWHWARWVHDIZHOWTIERSP [—|
T L7t

HELEZBRED S L, SKEHBRENDAZ T &2 AR, @ERMLRES L O ik & O
WM TS 1R ENSLET I L/ iR Ehi-,

#-34 AV —T7 8/ OREFR

(ng/g)
i E e - - AF - -
1 ov-1 < 0.5 <0.11<0.1|<0.1]<o0.1
2 ov-2 < 0.5 ol (€01 | €01 | ¢ 6.1
3 ov-3 < 0.5 <0.1 [<0.1]<0.1|<o0.1
4 0vV-4 < 0.5 < 0.1 ]<0.1]<0.1[¢<o0.1
5 0v-5 < 0.5 <0.1 <01 |<o0.1]|<o0.1
6 ov-6 < 0.5 <0.1 [<0.1]<o0.1|<o0.1
7 ov-7 < 0.5 <0.11<0.1]<0.1]<0.1
8 ov-8 < 0.5 < 0.1 ]<0.1]<0.1]|<o0.1
9 ov-9 < 0.5 <0.5 [<0.5 [<0.5 |[<0.5
10 0V-10 < 0.5 <0.5 |<0.5 [<0.5 |[<0.5
#£-35 OFEbLVFETFOMKE
(ng/g)
OB | 2 i AF
o ang 1 2 B OTA B Bl G G
1l SS-1 < 0.5 < 0.5 [<0.5 |<0.5 |<0.5
12 SS-2 < 0.5 < 0.5 |<0.5 [<0.5 | <o0.5
13 SS-3 < 0.5 <0.5<0.5|<0.5]|<0.5
14 SS-4 < 0.5 <0.1]<0.1]<0.1][<o0.1
15 SS-5 < 0.5 <0.1]<0.1]|<0.1|<o0.1
16 SS-6 < 0.5 <0.1|<0.1]<0.1]|<o0.1
17 SS-7 < 0.5 < 0.1 [<0.1]<0.1]<0.1
18 SS-8 < 0.5 <0.5 <05 |<0.5]|<0.5
19 SS-9 < 0.5 <0.5]<0.5]|<0.5]<0.5
20 SS-10 < 0.5 < 0.1 |<0.1]<0.1][¢<0.1
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(ng/g)

(ng/g)

i

L]

5

i A FEIH T £ D

7% Tl £ D i B

#=-37

#-36

@
o Lo [To) NT-Y Nt Lo
I R T B Y NN ¥
o]
N]
I AV IV BV BV BV A
o]
=2
N v v
| o | i ] | | et | et | | | | | | | | i | e | e | | | —
olo|lc|o|c|lo|c|c|o|o|o|c|o|oo|e|o|e|e| e
A v RS RV RS RS RS R BT R RV Ve BV RS RS RS A R T e
lanll Banl Banll Banll Beel Banll Besl Bl Baal Bl Beanl Baanl Banl Benl Banl Banll Baal Banl Bl Basl
== E E E E EEEEE R R E R R EEEE
VvV IVI VI VIV VY VY VY Y VY VY VY L Y
-
| ot | | | | = | | = | | | = = = = = =] —| —
(=] k=1 =] F=1 F=] F=] F=1 I=] I=] F=1 =] f=] F=] F=] F=] F=1 F=] F=1 F=] F!
VMWV IVIVIVIV I VI VI VI VI VI VI VI VI Y I NV NV VW
| = | i | | | | | | | | ]| ]| ]| ]| — | =~
=] f=1 F=] F=] F=] F=] F=] F=] F=1 F=] F=] F=1 = F=] I=] F=1 k=] F=] L=} l=!
hv S R RS BV R RS RS R R A RV RV BV S R RV RV TS VS e
Lo Lo 0
m < o o|lo|o < o
AV A B RV RS VS T IV BV N S
- Sl | =r|e|o|=|o]|a|o
el Bl I I I i B Bl B i B s e i el B Bl Bl Bl Bl S
Pl ep e e fepefrgo
| A 2B BB A A2 Al n]|n|wn|wv|v|lv|v]|n]n
ﬂﬂﬁmﬂﬁ(CLCCCCCCCCCCCCCCC
e —|N|om| | w|lo|=|lo|la|o|—=|x|n|FH|wv|lo|=|o]|la|o
ﬁ§22222222233333333334
e

1
& e o Lo wlw|lw|w|w|w|w (=) NTo)
_/\/\/\/\/\/\/\/\/\/\/\/\/\/\/\/\/\/\/\/\
=}

= —

| o

=] P Bl Rl Bl Bnd Banll Banll Benll Banll Ranll Bl Rl Banll Bl Banl anll Banll Benl Bonll Ranl By
I AV AV BV AV BV WL W LV AV
[=]
=l ] — ] — — ] — — | — el Bl Bl Bl Banl Bl Bl B
25

o~ AV bV N N v
—_— | = ] ] — | D — | = ] = —] =] =] LD
oleole|le|lele|le|e olo|lo|o|o|lo|o|o|lo|o|o|o
Rl BV VS B Rl BV AV B RV Y B T Rl BV T T B
| =]~ ] =] LD el Banl Banll Banl Banll Bl Banl Banll Banl Band Banl R
slelelole|e|e|e S EIEIE EEEE EEEE
RVl IV IV VS I BV Vg A B RV VA RS A R RV T VS RS

3

-,

el Bl Banll Bl Bl Band R i 2] el Banl Banll Banll Bl Bl Banll Banll Bl Bl Bl B2
MR EEE R olo|lo|o|lo|lo|o|o|lo|o|o|o
AV BVl BV IV BV BV BV AV LVl BV VS RV VA R BV RV BV VS
— ]|~ —]| =] LD el Benl Banll Banl Bl Bl Banll Banll KBl Banll Bl Rt
k= = k=1 k=1 k=1 k=1k=] olo|lo|lo|c|olo|c|c|e|o|o
bl IRVl IV IV RV RS AV BV BV VS B T R BV BV S B

L5 | LD LD | LD .
WUGOO o|lo o | | |© |

AV VA VS v AV IV N AV
o|—-|x|m||e|o|=]|o|e|o

A ; ) oo e

(659 6.5 &Sy i o | | B | B
: : (230 W23 WS IS ) o) 23 ) 230 NS 23 S

___n...ﬁﬁcccc CCCCCCCCCCCCCCC

iy

e —|ea|en| = Olt~|xo||o|—~|n|m| |||l
ﬁ = ||| bl ool ol RSl N Enl BEnl NEe] Nl Ninl REa) NEnE NEial REay B Enl Rde]
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F-41 S () oFtEE (ng/g)

=% = Ol IV ZEN

o e ZEN | a-Zel | B-Zel

126 | RMK-1 | < 0.5 <1 <1 <5

127 | RMK-2 | < 0.5 <1 <1 <5

128 | RMK-3 | < 0.5 <1 <1 <5

129 | RMK-4 | < 0.5 <1 <1 <5

130 | RMK-5 | < 0.5 <1 <1 <5

131 | RMK-6 | < 0.5 <1 <1 <5

132 | RMK-7 | < 0.5 <1 <1 <5

133 | RMK-8 | < 0.5 <1 €1 < 5

134 | RMK-9 | < 0.5 <1 <1 <5

135 | RMK-10 | < 0.5 <1 <1 <5

136 | RMK-11 | < 0.5 <1 €1 < b

137 | RMK-12 | < 0.5 <1 <1 <5

138 | RMK-13 | < 0.5 <1 <1 <5

139 | RMK-14 | < 0.5 <1 <1 <5

140 | RMK-15 | < 0.5 <1 <1 <5

141 | RMK-16 | < 0.5 <1 <1 <5

142 | RMK-17 | < 0.5 <1 <1 <5

143 | RMK-18 | < 0.5 <1 <1 <5

144 | RMK-19 | < 0.5 <1 <1 <5

145 | RMK-20 | < 0.5 <1 <1 <5

#-42 LS L&) OfEHE (ng/g)

FEob = O I ZEN
z 5 [RBIES| OTA g8 ¥ ZEN | a-Zel | B -Zel
146 | PMK-1 | < 0.5 | < 0.5 <1 <1 &5
147 | PMK-2 | < 0.5 | < 0.5 <1 <1 <5
148 | PMK-3 | < 0.5 | < 0.5 <1 <1 <5
149 | PMK-4 | < 0.5 | < 0.5 <1 <1 <5
150 | PMK-5 | < 0.5 | < 0.5 <1 <1 <5
151 | PMK-6 | < 0.5 | < 0.5 <1 <1 <5
152 | PMK-7 | < 0.5 | < 0.5 <1 <1 <5
153 | PMK-8 | < 0.5 | < 0.5 <1 <1 15
154 | PMK-9 | < 0.5 | < 0.5 <1 <1 26
155 | PMK-10 | < 0.5 | < 0.5 <1 <1 <5
156 | PMK-11 | < 0.5 | < 0.5 <1 <1 B
157 | PMK-12 | < 0.5 | < 0.5 <1 <1 <5
158 | PMK-13 | < 0.5 | < 0.5 <1 <1 <5
159 | PMK-14 | < 0.5 | < 0.5 <1 <1 {5
160 | PMK-15 | < 0.5 | < 0.5 <1 <1 {5
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F-43  HR (&) O#ERE (ng/g)

-5 - S I 7EN

o e ZEN | a-Zel | B-Zel
161 | RE-1 | < 0.5 <1 < <5
162 | RE-2 | < 0.5 <1 <1 <5
163 | RE-3 | < 0.5 <1 <1 <5
164 | RE-4 | < 0.5 <1 <1 <5
165 RE-5 < 0.5 <1 % il < b
166 | RE-6 | < 0.5 <1 <1 ¢ 5
167 | RE-7 | < 0.5 <1 <1 ¢ 5
168 | RE-8 | < 0.5 <1 <1 ¢ B
169 | RE-9 | < 0.5 <1 <1 o
170 | RE-10 | < 0.5 <1 <1 <5
171 | RE-11 | < 0.5 <1 <1 € B
172 | RE-12 | < 0.5 <1 <1 <5
173 | RE-13 | < 0.5 <1 <1 <5
174 | RE-14 | < 0.5 <1 <1 <5
175 | RE-15 | < 0.5 <1 <1 <5
176 | RE-16 | < 0.5 <1 <1 <5
177 | RE-17 | < 0.5 <1 <1 <5
178 | RE-18 | < 0.5 <1 <1 <5
179 | RE-19 | < 0.5 <1 <1 75
180 | RE-20 | < 0.5 <1 <1 <5

#-44 H3 ONI&) OFEHR (ng/g)

A B ao o 52 o ZEN

&5 kel o ZEN a-Zel | B-Zel
181 PE-1 < 0.5 <1 <1 <5
182 PE-2 < 0.5 <1 <1 <5
183 PE-3 < 0.5 <1 <1 <5
184 PE-4 < 0.5 <1 <1 <5
185 PE-5 < 0.5 <1 <1 <5
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#F-49 ROt R (ng/g)

z;ii ik Bl = 0TA B, B Ak G . ZEN
251 | DK-1 < 0.5 <5 <5 <5 <5 <5
252 | DK-2 < 0.5 <5 <5 <5 <5 <5
253 | DK-3 < 0.5 <0.5<0.5|<0.5]<0.5 <5
254 | DK-4 < 0.5 <0.5 <05 <0.5][<0.5 <5
255 | DK-5 0.7 <0.5|<0.5| <05 |<0.5 <5
#z-50 LU TINDFER (ng/g)
z;t; WA E S | OTA = = - 3 ) ZEN
256 SR-1 <0.5 [<0.5 <05 <05 ][<o0.5 <5
257 SR-2 <0.5 | <0.5][<0.5]<05]|<0.5 <5
258 SR-3 <05 [<05|<0.5]<¢o05][<o0.5 <5
259 SR-4 <0.5 | <0.5|<0.5]<0.5]|<0.5 <5
260 SR-5 <0.5 | <0.5]|<0.5] <05 |<0.5 <5
7 Xk

IREE L7 3RO Y A2 b 2 A EEHZ TR LT

8 Fi®

DO BRFDOAIZT R UAOHWTEEZBRL LT, OV EFROKAEZ A WT, 7E
DOV IE LB CROZEBMENE DR IE, 5 ng/gliiNT89.8 % (D FEHL Y fET) KW
90.7 %(BKMW), 0.5 ng/giRMT103.4 % (O E bV f+) K V104.4 YKAH) TH 7=, %
7o, EEMEMRZEILS ng/glEMTL. 7T (OE DLV ) KOV3.8(KA), 0.5 ng/giisn<2.1 (O

FhVFEF)RO2L0KA) TH- 7=,
OEbVHEFEVKAZAWTHRHBAROERBRFAZED R LABRNORH Lo

B, EREBAE 0.5 ng/gllf&E LT,

@ BRHRFOT 7T ¥ B, By GROGOGHTEZMES LT, BIHELTY 2% H
WT, TEIOM D R LR CROIZEMEU RO T X, FHlfEDOL ng/glisITB,IX
75.9 %, B, 1X79.2 %, G,IX 79.0 %, G,iX82.4 %, 0.1 ng/gf /N TB,1X76.3 %, B, X
79.0 %, 6,1%90.9 %, G,0%90.7 % Tdh o7, Fi=, VI D5 ng/giikMTB,(168.8 %, B,
1%71.9 %, G,iX 69.8 %, G,iX75.3 %, 0.5 ng/g¥RM TB,iX62.6 %, B, (X78.1 %, G,i
62.3 %, G,0X72.8 % Th o7z, Fiz, tEUERFEIZRMMEED L ng/giiNTBIE3. 3, B,IX3.9,
G,1%3.7, GoiX4.0, 0.1 ng/gW&INTB,i%2.9, B, IX3.1, Gi% 4.1, G,l3.8, w2 D5
ng/gsMNTB,1%4.5, B, 1X6.1, GiX3.1, G,1%2.8, 0.5 ng/gis/NTB,1X6.3, B, 4.7, G,
13,1, GolE3.0ThH o7z,

AR OMERELEH O TRIHBAROCERBAZHB VIR LRBRNOHEE LHR,
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ERIRRITEERMIZHOWTIZ0.5 ng/g, BERMLUIMIOWTILO. 1 ng/gllfE LT
B, BEKIZE-> THPBEVEOREBIZL Y ERBRANERE Lo bDO b -T2,
FHRICHMLTRPOT 77 bF MO oHTiEEZML LIz, 3 — 7V 2RV TTEO
B iR LRBR TR D ZHMENLE O FEHIE5 ng/giiMNT88.0 %, 0.5 ng/gifsNT96.7 %,
EHERZE135 ng/giiiNT4.1, 0.5 ng/giRMT4.0TH 7=,
=N b ERAOTHRIHBAROCERBR 2K R LR OFEH LR, E&R
F1%0.5 ng/glliRE L7,

® ARFTOETIL/rEPHERALRTEET IV VERBET I L —A)OoHiEE
MeSL LTz, REHEZHWT, TEIOKRV IR LRABR TRO ZEMEIREOFEIL, €77
L/ ®5 ng/ghk VB0 ng/glRMTENEINLL0.3 %K TV102.1 % Th o7z, KEIFRIZI W
TiX, €771/ D1 ng/gk 10 ng/giRMTENENL116.5 $K97.0 %, o-ET F
L/ —nA®D1 ng/gh 10 ng/giiRMTENENL112.3 %KX V98.7T %, B-ET7F L/ —LD
5 ng/ghk U0 ng/giliM TENEMNST.T %K V96.8 4 Th o7z, £z, 1EMEFEIIRES
EOET TV /5 ng/gh 50 ng/giisMMTENTNG.8KV2.9Th -T2, KIFEDOE T
7LV /1 ng/ghk10 ng/giiMTENENT. 2K T4 5, a-EBT7 T L/ —/1 ng/gh
10 ng/giRMTENENT.2KRVB.7, B-EBT7 7L /—/L®dD5 ng/gk U550 ng/giRMTEN
Eh5.4KRV2.0TH o7z,

WKl B OCMEEE R 2 VW TE T I L 2 COBRBIBRAE OERBR 28 = LRAR»
LR L-FR, EERFTHEDEEREL(BERLE)RTZENDNOERICEBWNTE
WER 5 ng/glkOl ng/gliciRE L, £, BIFBZHAWCa-E77 L/ —ARUNB-
B77 L/ —VOBRERAROCERRALEVELABRNOEH L/EE, E&BRZ
FNENL ng/ghk V5 ng/glZfRE LTz,

@ WHICHBEL THWARLH(ESIBR)ZEAL, £7 7 bx T U AZHOWVTIH225/1E,
T77 XV EMIBIET 77 bR oMZHID)ICoVWTIE2I08EKE, E751L /7~
(BHEERICOVWTIHa-ET7 IV —ARUEB-ET T L/ —A b0 220 Tk
215 A DB MICHOWVWTIHERFERBRE %2 Fii L7z,
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F-51 MikOPE

; 5 HELEEHIEE
B (Reh) AT RELLA|TITRFRYY | BTTL
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