- EBEEE s < b7 T 7 alliance iz,
2690 (Waters )
- B 996 Photodiode Arrey
Detector (Waters )
« %% 5 Cadenza CD-C18 (3 pum, 3
mmX 15 cm, Imtakt 84)
- BT HEE 40C
- BEIFE 0 05%FY T ERER-
TERr=FY A (82)
- #3304 mL/min
- MEMEE UV 280 nm
Fl. ex 280 nm. em 455 nm
NEEFE
BEARL-SEEAKL. EAR
10pl TEHEEKEI = b T TF77 40—
LY, -7 HEHEICLSEMRER
EIZEYWEE LT,

I1-C WEFBR

1) RBEROFAR
BREEOOBREEHFRXK.E=ZT »
I REE (ERRBERO—FFINE
), REERQOOBRERMEILX. Bt
EHEOBS, RNMEORBEED D
S 7uFRd oL T X
B rRBEICEL T,
2) fR M ENL R ER

PR, vFXAEE, v XHEE
T AHAEMEINARBRORERIT.
0 1 Ao, BIE 90~98% ., fHxt
EAFEIT2 0~2 8% (n=3) TH-
7o REWZIH5EETREIE 0 01 ppm
ThoT,
BREED, QW ThoFETbr T
FBLXOUVTEMIESE~OHEBN
A TChofed, VI FHREEZEY U
ODETNEANT D EREDNZ IR
n,. B — 27 0@lEEXHEL., H
EEOBBRAMMELS Z5ERMRS
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9n342°54 280 nm J0TM'Fh ex 280 nm, em: 445 nm
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MI-1 =ruzvax$ir, YonrzoxHironrsowehd T h
FNERBREDPEREO 1 ppmnfHY
= F UV 280 nm, At FL ex 280 nm, em 455 nm{Z THIE
ET v uzod*RHor, HF =rozoxdrroUuv AR b
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I F/FHVr-2-OLFrBOM
EHEORS

X)X H Y -2-IARCBIE, &
EMTER IR ARBEAI D LN
hyZZAOREHTHY, B, AN
MEOHBELIIBOWTERBEEERN
REENTVWE, fF, EEYTOD
AR vy 7 ZAOKBHZHOWTH R
HENELN, EREIFEELLZVWEE
ZHNTWEREEREEL . BES
HENAEERETHIZERALNE
Rol, INZZT T, REEEDCE
Fmrledh, BEEO ETIHF. R
BREODTEERTROS & FTHHEKXRS
T\ 5,

AETE, F/oFHY-2-H
RUBRREOCTEETRAS & T
BHRLBERFEIToE,

0I-B MIEEE

I—B—1 ZERHE

1) Akt

FR SN TWAEOH A, iFiEse A
Wiz,

I-B—2 HREHFE

1) RBHE MR DR

B LEEEDOER ., BN EOHE
EEPOX ) XYY -2-TNAVF B

21

HREEICLT-NoT,

2YHPLC 414

HPLC fIFESMHFIX. EO-1IKRLT:
L ¥0 LC/MS B L TUVLC/PDA & AV,
FNEFhnoREEHFICLIYVRAIE L,
3) EBHFIE
WEFRLU-SZEEEE . EAE
10pL TEHERE I~ b T FT7 44—
ZE Y, -2 EEIC L DR ER
EIZLVERLTE,

OI-C MAE#KERE
1) FRPRHA K 7R B
ZHEOQ~®THEBBLTHW M,
BRIEIL, REDOBREDREIEL .
WTHhOEHRICIBOTLRAIELHE
TAY—Z 3BT,
2) HMEN R B
OB K 3 5 @A E R
B OO R, I 0 005 ppm HRADD
. BN 90~97% ., ATHgLZ 0 01 ppm
WhnoEE, BIXE 92~99%, FHXHE
#FEZEIL3 6~5 1% (n=3) TH o7z,
KELIDERBTRIIEOHFAT
0 001 ppm, Tl T 0 005 ppm TH -
77



F -1 HPLC &

D SBES 5 Mightysil RP-18 GP. 4 6 mm¢ X150 mm (B¥E(LZE)

BT AERE 40°

BEHE AX /) —nA-2nMEEER T o E= A (1 4)., 0 4 wL/min

% 61946A (HEWLETT-PACKARD, LC/MS i X F A)
A F 2 {b¥  APCI+
HEHEE wn/z=175

@ MY 7 - Cadenza CD-C18, 3 mm¢ X150 mm (Imtakt)
T ARE 40°
FBEFE 7T F=RFU -0 01%FE (1 4), 0 4 oL/min
MiH2  Agilent 1100 (Agilent. LC/MS 25 .4)
A A fbk ESI-
HEEE m/z=173

i@ 45BEL 7 A Cadenza CD-C18, 3 mm¢ X150 mm (Imtakt)
T BB 40°

BEMH TER=FUA-005%FNY 7N F R (1 4),

BHEZF Waters-ZQ (Waters, LC/MS ¥ A F A)
A F 4k ESI+
MEERE m/z=175

0 4 mL/m1n

M@ 4Bt > A Cadenza CD-C18. 3 mm¢ X150 mm (Imtakt)
T ARE  40°

BEHE 7ER=RUAL-005%FrY 7Lt (1 4),

MmHes Waters 996 PDA (Waters, LC/UV 2 A5 A)
MIEMHE R 320 nm

0 4 ml/min

ZH0G 4Bt T A Cadenza CD-C18, 3 mm¢ X150 mm (Imtakt)
BT AEE 40°

BMEVME 7 h=hUA-005%rY 70t 0EeEE (1 4),

M Waters 996 PDA (Waters., LC/UV /X7 A)
AIEERE 245 nm

0 4 ml/min

KRO-2 HEFEHIBILEETR

4 EE TR (ppb)
B A B I ik

@® 1 5

@ 1 5

€) 5 10

@ 5 30

® 1 5
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_MSDZ 175 CIC=174 8 175 9 (0307 ZINNOSH-0801 O] APCH Pes SIM Frag. 80
70001
a000.
$000 ¥ XYY 2 AT
2000
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2000 ]
o :

’ 3 } i - 7 H z

AN (BAEEY) (0 001 ppmERIM D 2= b7 F A
=174 010y SiM

s6000]
20000 ]
s X )50 2 HABLM
20000
15000 l
10000 -1
aal g

° } L H : 7 : H

AR AL (RAFR) (0 001 ppmfRiN D7 <= 77 A
Hl-1 &£HEQILBdI7av T A
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MSDH TIC WS File (QCAVCDX_1022 D) API-ES Negatve

1

T
0 2 4
MSD1 173 EIC=1727 1737 (QCACDX_1022 D) APl ES Negatve

4000

.

min

T T
10 12

@
-]

2 4
MSD1 TIC MS File (QCACDIX_1020 D) AP ES Negative

min

T T
2 4
MSD1t 173 EIC=1727 173 7 (QCACDX_1020 D} API ES Negative

min

KI-2 &HEQIzLd/u~whZ7Ah
EMNSEHFEIZF XYY -2-H VR B 2 5 ppb i, TIC
FizE L, SIM
RAFIRIZ X 2 X8 Y o -2-H VR B 5 ppb 400, TIC
EizE UL, SIM
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100
I

QCAZ23 295 (5 000) Cm (294 298-278 283) 3 Diode Array a7
2436 2 a4
1004
2016 l
|
% L
f
|
* % l
|
1
196 J - 245 rm
38 __,.-le —_ F(\L‘— —— .
| —~ S 320 o
[
1
I
L s ma s o h e M oy MRS Mg AAARS Manag MASAS Danan nel AL LALAL LARRARASAS VSRS Rabau anant Raans Y UL 'Y ] . Time
200 220 240 260 280 300 320 340 380 380 400 000 200 400 600 400 1600

MI-3 F/FHVo-2-HNFrBORNARY bABLGIZaw 7T A
EEER HEP 10 ppb HY
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D EE

Dxyozaxdrr vyrunzaxd
SUDEREREETRARB L BLEY
DEBTFRIZ O 01 ppm ThHoTo, &
EINRBR AT o R, HFR NI T 5
BN R T FEH T 90% LA ETH YD, X
EaEEEIIVThOREYL 3%LART
HoT,

T XBREIISLVOHSPEAT

BLRMEMBEL Y BHHY—27 D
AIE*EL HEEOBERMEME R
HZEAPROLNIE BEOERIZIIZ LD
EEORVESOZERY B LT & E
CTAULENRDD,
2) ¥/ FH Y 2-I AR BORE
BEEEEELZ. EETRIZEOHA
T 0 001 ppm, FFEET 0 005 ppm TH o
Too (RMEIRRBROFER, FRABHCTXT
AEREEZTEHT 20%UETHY | H
MEEFEEZOCTHORE S 5% LA
Thoi,

R, ~RICAFHELREBELZH WL
X)X H Y r-2-IARCBOBRERR
FET, RODEETRERREVWDI
LC/MS/MS 2 X 2 F#ETH 5 B,
LC/MS/MS #EiX, BAROESBEEROL
ERERBECRBEAINTELT. B
Ao LEABRESBEIIBVWTERL
T3 EIEENEN,

FZTEHEN. T TIAERERRE
WWERINTWS LC/MS, LC/UVIZ L D
BIEFEx BB L,

ERLURERE, FMHEIRI-1 08
b, BEBICBTAEETRIIET-2
DEH THD,

ZEDO~@1% LC/MS kD HETH
AR EBBCIVEBMESRENRRD,
ETEFTHELER-TWE,—F.&H@,
GOITLC/WILLDFETHY FHEOD
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EETHRIZLCMS LRIETHD,
EHEOQO~GTHEBEBLTHW -HE.B
B3, REWOREDRERE L, VT
NOEBEECIBWTHLAIBZHET LY
— IR (®I-1,2),
X)X F Y -2-ANRUCBORIA
Ay habk, IO-3WRLZ1E@Y 245
BLU320 nn WRIIBRBH D0, B
U4 245 nm DX 5 23 320 nm £ ¥ 5 fEER
W, ¥, EEO /w7 FAETH
245 nmn DIEH B, P— I EIN 5 EH
W, ¥ /X VY -2-A AR EEO ADL
IBREET LEN.EETR I ADLE
BEEEL I TWEZED, #REICE
%320 nm TORETSH, MEROERE
EBEL~LOERBIARTH -, 56
DI EETRES & TIFLLER
HABEIE, LV ROV E R TH
ETDHZENREFRTH S,
BEAEARNORLERRE#B O AE
HEREREIREERETLH L. LC/UVICX
LHRBEREBETSNTOHMBBEBIIENT
EWERETH D, LC/MS E—ERDm AW
BEOAEBHEAREILHEAZRLTVD
LODO BEBB~DOERRIIREITK
WwWeEbhb,
E 6z, LC/MS X LC/UV L HERTER
OEBRME, HERZSH D,
UrtoSExEBLT, ¥/%% U
-2-ANE CBOBRERBREL LTI,
£HEGO LC/WV LD HFENEETH
AT

2

E #
ARHER O o TR v
FurvaxHh BNk u T ADN
WY THDLIF /XY -2-INF B
DEREBREBEEEZRIL LT,

SEBEII LT HFETI . EEBRELEL L



THRAThHDIEBZON D,

)XY -2-HINRUVBOBER
BEEOEETHRAZILIZS&ETITSE
ik, BABROKREBRE ~
LC/MS/MS B D HE AL H#E L1 £ T,
LC/MS/MS Ik D F EHATHLED
b5,

& E ik
1) At &#EE, 32(3), 155 (1991)
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B 7

HEBREOTUTICET 52—

REHE
R4 MX YA A RRFA B4 | N2 | HRE
Moto Absence of m vivo genotoxicity | J Toxicol Sci 28 173-179 | 2003
et al and liver mtiation activity of
dicyclaml
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