REEF 05010085
Rk 1 845 A 1 H

HREFR K

EXRELFROZEFEHREZERE
(AEIE#E)

BPDRA-F L BERRUNAT Ly ROBBRIEIZONT

L%, ZRIZOWT, FIIROBRIKICIVERTERZLAALMI R L
b, EEEAEOSNETSBAICh > Tid, Y%RBREICHE L TITS L5 BE
WLET,

2B, Gl icoT, YHRARE L FEU LOMELHE T 3HBIETOEMIT
ELEZRVWIEEFBLELET,

EEEHEERTENERLER T MER

HoOoY L &

T OEE . R 03-5253-1111(F##2447)
EHE 03-3595-2337

F AX :03-3503-7964




(B
A=F U BRRUNT Ly Rk

1. RBEEOHE
BEFPOA—F 21, A=F 0, A—F I, A—FLNEBART Ly RIE, 78 b=FY R
HEZ VISR — ) v T VT v A L%, aJEmRIGER LR EERE s uw 75
T4—I IV ERETSD.

2. R (BRI b7 74)
(1) RO & 3R
55 2 i P ORERENMSIE] (FESEBFERRRILFE O—RRARRRIEE M
T3,
2y FBHROTR
Omfg v
HEHI b g 2REICEY, ~F T ICEML, EMIC100ml &4 5. 208 10 ml & 100 mi &4y
R EMICEY AND. Zhie~F M7 E b= 30ml /M, 5 WFES 5 Lz,
WEL, 7 b= NI AVBEBERRESIIET. ~3FrBiu~xd 7 b=rJ 2 30ml
FMACRBEOEBELBEVIEL, £7 % b= VEZREBGERICE LY, 40°CLLT CHERG
T5. BEBIZA~XY 5 5ml 2%, VB FLT— ) vV NTART S, S5, ~F ¥ bml
CHEERAESRE TR, ZTOWRRE U AFVI—F) v PICARTH. F0#, PoFlz—F)
SF Y (1 9) 15 ml # AV THERBGEEREZE, REERI— Y v DVICAR L, 2FNiEE
POWEIRFFRLRIC L D, A0CLUL T CUEREREL, %%mf?Tﬁléﬁt” BEWICTE b= b
U5 ml ZIEREIZNZ, 045 ym D7 4 MF—A L CRBHE L 5. 3
@F DO ES,
AEH 5 g B ICEY, 100ml OBILEFICAN, T b= UL S0ml, TAREET MY A 10
g BZMETH1ISEHRES A AT 5. 3,000 rpm T5HRALDHLILE, TEF=FUAEE A
ARTFACED, BEICTE M= MY 30ml 2N, K 1SEHESSAXES, 3,000 ppm T
GMBEBLSBE L%, TEI=MNIABEZEDARTZ IR aiZfbE, TE = I AEMAT
mmu&?é._wmm%mﬁhab,m%u?fﬁrﬁﬁb,é%k%ﬁﬁﬁ?f%!b,«%
Y bml iZEiRYT D, RBREVYASAN— N v VICART S, Ebic, ~F i sml TREERE
EAMBE, ZOWREESIDFAL R o URANTS ). FOHB, VTFALT—TFN~F
HF(1:9) 15mL AW THERGEFSEEZE, BRERI— M) v VICAR L, £RliRz &Y,
AOCLL T CHEERE L, EREMT CHE SW%, BEWC7 2 = )/ 2mL 2ERECMNZ,
0.45 pm D7 4 F—iZl L CRUEHE L 975 9.
(3) A—F U BFERUVIT Ly FRERFAIEERORM 9
A=K l, A=K, ZA—=F N, A—FNVEURT Ly F%E 10meg 2 EHEICEY, The



h7® b=hrIA%MA, TREZ 100m] & L, HEEREE 5. FEERKSml #1EMFRICEY, B
HLi%, T h= MU AARMETERIC 100ml & L, REHAEERES 450K 1 nl 156
#5pg ST, RESASRERIE 1,2,5, 10ml ZERICEY, T thT7TE =)L %MLTE
FEIZ 100ml & L, REHRAEERLT2(CH 60 Iml ZIFNFhE&eaEL 0.05 0.1, 025, 0.5
ug #FEie).

(4) WEE
OMIESRM

R H R EmERE s o F 7772 AV, ROGEMHFC L > THET 3.
AT EFRTARD A7 FFT )b ) 450, K& b um

BT AE N 4.6 mm, &S 150 - 250 mm

BEE : 7 b= b U A KIRHER955)

%7 HRE : 40C

FiER : 1.0 mli4y

HIE R : 500nm?

O E

REHSAFEER TN TN 20 )l $OZERICEY, SEEE/ v ST 7CEAL, U—7EHEX

RE— s WS OREREIERT 5.
@EETY

FEHE 20 pl ZTEREICEED, BEEAZ o< NI ZICEAL, BN — 7 BEXRY— 7 BH

ERERYD D RENE P OFARRE(ug/m) ERD, RRUZE > TREPOR AR RQg/DEFHET .

Cx50
w

FEFESE (Wg/g=

C: AP oEEERE (ug/ml)
W: BB OIS (2

1.
. A—H T

. AU

. A—E UV

ATy R

. TEM=RIN [ERERS o< T 7]

gL i d

L nFHMRITE b= YL ARl T b= U ARRY, SWEFICTEKIRES L, &

0~ Ot A W N

A=K ]



BEts, TREZHRRT .
9. VnFn—T [ HE]
10. EEEE— L (45K ]
1. 74— L& 045 pm, HEEESR

(]

1) I—#, S—AHECHVWS, ZoOMORMIABEOTEUOIZIES.

2) YUASAI—1F TP LT, SepPak Plus ¥V (690mg) b L i #FOREENERCE
%. Sep-Pak MEMAATICA~FV 2 10 ml ZEBREE2F 4 ra=m FETH.

3) BEBGCIOEIRSIELTHHTEZLRHS, Z0OBE, HETE b= M c L BMRS
HRBHR AN T 5. ER U WEASRBEEERAWS & L,

4) MEOERVWHELHDOERTS. TROREE LT, BERE2EOR, ftblIEER, o
s TR v FRUORERFERTED. £17, A—FVMRVIVIE, 78 b= R Y AL
W W, HoHUHAEGE 20m) OB F LAV TEMRSES & L,

5) HHIROIE A F b L LT Inertsil ODS-3 MMEH TE 5.

8) IuF /A REERENRELEENIRBTIE, A—FrTRVIVO E—7 B3R ERORMERS O
HEIZXOVBEEZOITBHIERHD. ZOHE, BEEESL 520540 am IZEFET5 & L.

) RBECBTARURRL. BIIPEY—2 2R8DRVIES. 0.5 gl THD.

8) HEEHTILS5 pg/e TORMENELZRDL Z L ET5H.

9) EARIE, BECSUTEETS.

RMPOR—FARRENRT Ly FOHP L CIZX 534761
FYY—ROHPLCZu= /37

Ry R
A—F 1
e AV |
A—&F M
A—F IV

2ppm FAN ’ \

Fi7gil| . -

0 5 10 15 29 25

Retention time (min)



2%
A—FEBRETNT Ly FHERRRIE

1. RREORE . BRPOA—F L1, A—F U, A—F VM, A—FvNERUUIF Ly FiE, 7k
b= MY AR E S Y B SAD— N o DTI V0T v S LIk, 74 hEAA— BT LA R
SRERE e~ I T —, BRI o N T T - XRiRE I v N5 7 0 —EESE
WX RERET D V.

2. Bk
1) 74 MFAA—F7 v A isEEREs o b F 7 -7 u~ F 757 4—)
(1) HEOHRE & REOREY
[E 28R RAFORKFEMNDHIE (BEBERFEERERETER O—RRERIE 1R
T 5.
(2) SBHEDOFAR
A—H BRERRUNAT Uy FREEORBIRZER L, 8, Bkl 2175 2.
O ERRIEEROT _
A—HEBREOAT Ly FREEEEATS.
@) REE
QRIESRME®
T4 MEAA— F7 LA g &EERE S o< h 75 7 (HPLC-PDA) AW, KkOFEMHIZX
S>THETS.
HIFEHE - 350~600nm
FOMDEMGT, A—F U ARKUAT Ly FRRIEZERTS.
@EPEMERR
ABHE % HPLC-PDA (AL, 7<= b5 7 RIZHRE 3l ©— 7 OFEIFR R N PDA A~
7 MUBRREBRAEEROWTRIOBHEE BT D I L ERERT5.

il

2) 7a hEAA—FT LA RSBHEEREI o~ N7 —(BEI I~ T 7 4 —)
(1) #eikDIER & B o7EH
[ 2f E&FoELRENDSEE] (BAREFEEHEEREREER O—REEHRBIEZ A
5.
(2) FREHROTR
AZ—HE o BRERTNRT Ly FRBRIEORBIEE A7 7 Vb DV A — ) v DI
AL, SLI7E =M 15ml 20— MU o PICAR L, REHIRE BEBRHESRICE 5,40C
UTCHERGEL, ERXJMNTTREIR%, B¥YWE~X VU BEEICEMREL, 045pm O 7 1
N =i L CHRBHE 5.

nl



(MU DR L
A=, Z—=FT, A—F 0, A—FLVRURT Ly K& 20mg 2 ERICEY, FhF
oS &R, ERER 100 ml & U, FERKE 5. FEEEK Iml 2 EfEICEY, BELE
%, ~FVUEMATIERIZ 100ml & L, EEEE 508 1 mliZEARE2ug 250,
(4) WEE
OHIESRM
T4 WA A — RT VA RS EERE S v~ N5 (HPLC-PDA) /AW, ROLMHICX
> THIETS.
HZEFTTAAE VI, RifE 5um
HTLE  NE4A6mm, X 250mm
BER : ~F Y S EREET F VIR (95°5)
BT AIREE : 40°C
PR : 1.0 m4y
BERE : 350~600nm(FREFRFFH OREFRIL 480nm)
#BHE % HPLC-PDA AL, Zu<w M7T 7 BICBH &7 v — 7 OSBRI PDA 2~
7 MUPEREEO TP ORE LT A L EREEET 5.

3) @/ u~v b ST T 40—
(1) kOB E R OFHE
(%20 AESTORLIMSSINE] (FASEEHERREREFER o REHRRE %
T5.
(2) BEHE DR
A—H U ARERUNRT Uy FREIERZ R L, Bk, ~FT8miReds.
(NEREE DFAR
A=K, ZA—=Fr0, ZA—F WU, A-F NEUNRT Ly FE 20mg 2 EREICEY, THE
o~y 2Mx, EFEC 100 ml &L, EEFERETSD. SEEEEK Iml Z1ERICEY, BE L
%, ~FV 2N TEMRIC100ml & L, EHERET 208K 1 ml i2E56F 2 ng 2810,
(@) s '
OHE LM
PRBHE L AZ 1 20ul THOZEY, RiICRTEFCHEEBI v~ N7 70 —%1T ).

<M1

HEHR : A7 27 AT DS U B AVERBE 9

BEEHE 7 b= FUASEEECFNL 25 %T BT (8010 ¢ 10)
- k2



IR : A7 #T N DALY Y B N TEBIR 9
BB 7 b=tV K (9: 1)
< &3
B - >V A NEBIRY
BEBE ~xVr /2Ly /P2 F A —F (90 : 10 : 5)9
- efk 4
BER . v A FLERBIR D
R - 7 b= b AfRRIA~F YL U F AT A9 : 1P
@EMERERR
Bl SR AR Yy b O RAER AT, BEROWTRLORELE —BTH 2L 2HERTB .

4) s v bFT 7 4 —HEOIE
(1) RO & RE o
M5 20 RSP ORLENSDTE] (BEAEERBERAREER O—RERRHERUEZ HEH
5.
2) FEHEDOFRL
RA—H AERUNRT Ly FREEEHRTS.
(3R EAR R HE DAY
A—H BRRUANT Ly FREBRIEZERTS.
4) AIEE
OBIESEMN o
HITLFETAKD : A7 ZF2 N Y ik ) B 70, RifE 5um
BT A N 2021 mm, £ 150 mm
BEME 1 0.1%¥E 71 = b U AIRKE(15:85)
BT LIRE  40C
R © 0.2 mli4y
AEREE : 500 nm
AA bk ES IEA A vE—F
HEEE(miz) A% ¥ 90—400

SIM T=A-{%v A= 1 249
A—F 1 277
Z—F 1 353
A—HF W 381
NIy R 294
@EMERERR 10

AR EWHE 7 v 7T 7 A —HEGHEELCMINTEAL,  nv M7 7 BIZRi S



=7 ORISR ERTAEERLE — 8T 55, HDINE, v AR PAOBESRERE
BiRE—8T DL ERERTS.

7 =T KRR K8085]

¥ L [HR]

FiEg(BEEks o T 7 A

EOMDOAIEIIA—F BFEROST Ly FRBIEEZ -T2,

[E]
1) RE, A—FURRRVNT by FOERRBRETHY, ERSWIZERME L. £, M,
HROPWEISIKEEICT > b0 L, BEOFABRELLVITS ZEBEE L.
2) REHEORENHL, E—7 OREBBPTRHR TH 25681, AEHEEBHL CHWS.
3) BEMHOBERTLZ AOFEMFD, SHBSICBWTREL 2L LI ICHRETS.
4) AT ET NI NACT Y B S LERBIRE LT, AVSBRP-18 BERATE 5.
5) YUBSAEBEE LT, ANV BN 60 BRI IHL 60 TAI =T hi— WMEHT
5.
6) Bl %4 < ELRBHETIE, 000D LIREBHEE L LTS 2RAWTEFRS % S8t
#, 2IRERBEE LT, ~FY L/ FILy / PxFA—-FARKRTEQRESEIED L I,
7) BB %2 SURPHE T, RBHED R EMSIEER TGN D, ZOHE, AHREIEZE
WERPERTCEM UEAR Y M, REHEA UKD ARy N ERRHORRM S Refiz@IE45L
B,
8) FOMOBERMILBBEHIFICHE, RERASERO Y —7BEPERERDEITHLENLD
BEE{bETT.
BELLTT T A2 MERDAIEESEZTRT.
I . Shimadzu LCMS-2010A

B Rl

Ta—7EBE: Fa—=v7T7 A0 (BAE)

CDLERE : Fa—=2Z 7740 (BE)

Q-array BIE : EEAX v &21TH

KA HA:0.1MPa

75 7 AL MHEERA
Fu—TEE : Fa—=v ST AN (AE)

Q-array &L : CDL. DC RF VAL I
VAR 70V 70V 150V m/z 156, 277



A—B 1 70V 70V 150V m/z 93, 156, 232

A= T 70V 70V 150V m/z 121, 156, 260
A—& 1 100V 100V 150V mfz 156, 197
R—F N 100V 100V 150V mfz 106, 156, 225

YERE - Waters alliance 2695 +  Quattro Micro (LC/MS/MS)

MRM t=f-{ty =—ElE Colhision energy
X5 Ly K 294.3-128.1 30V 30eV
294.3—156.2 30V 20eV
A—Fv 1 249.0—92.8 20V 20eV
249.0-—155.9 20V 20eV
Z—&v1 277.0—120.9 20V 20eV
277.0—155.9 20V 20eV
AT 353.0-76.8 30V 30eV
353.0-94.8 30V 30eV
A=V 381.0—90.8 30V 30eV
381.0—105.8 30V 30eV

9) HBROA F AL LT Inertsil ODS-3 (O —T YA L RA)ERERTE B,

10) BEHETOTE b= M) VBEFHERCT LA —F VIR RVOA A ALBIERELIERTT 5725
HET5. BEHEOSEMFRE, SREREICIEVRERABREROY — 7 BERERERLLIIEHD
2 L ET .

11) LC-MSZAWCEMNMERETOHE, RATPORMERSCI 54V HESEOFBIZ LV RHEE
BETTBZENBHDH70, JR, RREOREHRICEEHFAREREZRNL, C—rBREhd
L EERT A, £, AR ML AHERNATREEETH B EAICNE, SIME— FICTHFEZTT
W, Zow hFIARCBREBENEE - PREFARERE B35 LR T 5.



A= BAREEORAT Ly FKOLC—PDAICEASHBIGEEZ e~ b5 7 4—=)

NIy F

A—F 1
| A—F I
| A— &M
A—X IV
¢} 5 10 15 20 25
Retention time {min)
N5y R A—& 1
350 400 430 500 550 g0 330 400 450 500 550 S0
A—F 1T A—F 1
350 400 450 500 550 60 350 400 450 500 350 600
RA—& IV




Z—F U BERONRT Ly FOLC—P DA LASHHE (EHZ a<w k757 4—)
z—ﬁyﬂ
 A—=F 1
R SS L4\

: Z—& 1

o 5 10 15 20 25 30 35

Retention time (min)

R—& 1
350 400 4350 500 550 600 350 400 450 500 550 600
Y
A—F 1 R—F M
150 400 450 500 550 £00 350 400 450 500 350 600
A—F N
350 400 450 500 550 500



A—=F A ARRTRT Ly FOL C—MSIZ L 3545
RA—F 1
A—F 1

A A—F

A—H W

K,;

o s 15
Rcoectention tince (anin)
A
o 294 0V 156
: o
O //
N=—I \
—_ o
Q 128 277
294
I L335
1 T I Y Ot Ao B FPPRT | T T NIPINE TR W M T P TP
50 100 150 200 250 300 aso 400 30 100 150 200 250 300 3aso 400
=
A—H 1
249 156
O v 232
N /Q 128
Q_N// e
HO
l93
ol [ l 1290 b, m - .
50 100 150 200 230 300 as0 400 50 100 150 200 250 300 350 400
A—A 10
O 277 70V 21 |156
/ 260
»
W 128
HO
277
M Y . ol N N " Al " e ) Ll.
30 100 150 Z00 230 300 350 400 30 100 150 200 Z50 300 3as0 400
A—Z M
353 IOOV 353
OH
e “
— 128
(7
92
o T
50 100 150 200 250 300 330 400 30 100 130 200 230 300 330 400
A—H IV
381 100V 381
HO,
aTa Sy
O 106 156 225 276
21
Ll L .
50 100 150 200 250 300 350 400 50 100 150 200 250 Elos] 350 460



