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flEBikERys () TRHASN TV HiEE2 8RR THLZ ENHA L. £/, 41V 7
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REBRE () THESNTWAHIESRED S B, BEHOMKILZEE T HLENDL Z &
W LMNE o7, 7ok, e~ U VRSB 20T LizE 25, A0 E ST
HAYr7aa U BIEIRHENT, FERS THL 7 ral UBEB L0 7 2ok

MPE~DEERIT86.6% ThH D Z ENHLMNE o7z,

A.BFREEH
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ZORMISIIE, SR EEEFE1 15E 1H
DEDICE Y EREND R, NI EOHR
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BETFURING) B R 2 12l A,
L TWD. —FHT, Yk 7ELURE, BEFR
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BSE 2, BEEIIIIC OWTIE, Z 050 E 5 e
RL, BOREIZEHFLGTH20, Hx O
A BE LTz b, BRI E EA~OULE A
EOONTEY, ZOFFRWUE;Y > Ik
LT T8, WIS iEmE] o ek
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Tay R KO NEES 5 o — 73 L gk
B OXEBROARTHENLEMT D Z EBEE
ENTW5b. B, SoMarseEEE, BEFRny
DSy RO 2 B L7-HFZEo —
BRE LT, ZORFENETY Y OB
BEICBIT D 'H-gNMR (233 < H k8 L & g
(Relative Molar Sensitivity : RMS) % 722
TN 77 LA HPLC 1k P OJSHICEET %
BRitE T THTN5H. £ 2T, AWFFETIE RMS
D IEMeMESe HPLC ST I2 38 1) 2 Ml E kT S8

WZHEEWE O RORE "I EA2EBE L,

JgnarIg—BRBEIickvENDS T U
AV S B ORI A = V0 7y i) BV 5
LR TV = 7-0-7 v =3y ROEEGHT
28T D 'HgNMR (2S5 7 v 77 b
v A HPLCVEDMEREZ AN L7z, E£72, BoHl
FRRBRTE () ITHE SN TV D RMLEIZES T
HINay7IT7—BEkWNa—NavF—+F
Ze N T B MK 53 i D SO N R DT
HETHFIL.

— 5T, evxUUEFHIHIIRIRFRORREE
IEFIELCRIASI COBBEF IR THY, BEAF
I 4 IS B U AR IR = ¢, R - 6
HeRKREBIZBEWTI X 7B e~UY (Helianthus
annuus LINNE) OFf 1 S 3IFE 1 OHEHAELD, 24
Wik T E Ak ) — L CHIH L TELN-H D
Thd. BRI AY ey i@k O aas
VERTTHD. | EREHEITCWD 8 BITE, Z oW
WINZDONT, BRI EZE~DOIE~mT
T, B HREOMHEEESE DR ENED BT
W5, 2T, BIEREBE (MRRBRE) O
S, s iz w7z EtE LT, O DPPH &
Wt RS O i b 2 Rt & Lo E &
LB XU Y 7 aa gk
WraaZFUBREENTWD Z L&kl

7 7= @ HPLC ST B4 A a5 550 L 7-.

IHIT, ev T VFFEICE F D R
DEHLMNMIL, ZRLOSOe~T YT
M 31T 2 B bt~ DIEVEE 55 2 K
D, YELININE) D TE 3% O 2 T L 7.
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B-1) &k} R O3

044

BB Y U (RTINS (4
o BRI U Y0 A-1T72 B L OVE BLE:
5 :C2204), JarIig—8 (FIedn
a3 ¥ —E, SIGMA #:#4, Cat.No. 10113-1G,
Jii 2 103 U/mg (FR-fH)), a— 7 va vy
—¥ (FFv AT NasX—PL [T~ /]S
Lot.No.TGUS1152301LS, Jiffi : 317000 U/mg
(PG H) ), e~T VY (Code :
A1091, LOT : 160223) %, ESZEESSL RN
AERFSERT BRSIE L 0 TG D270
72. 7 VU2, Acros Organics f1:54
(Cat.No. 10236-47-2, Lot No.A0407598), 7
~7 IV RU »F (Bk) - (Cat.No.10236-47-2,
Lot No. BCCB6611), HAE{bak T¥ (k) #
(Cat.No. 10236-47-2, Lot No.IFV8M-OC), &
L7 AFEHEE (BR) L (Cat.No. 10236-
47-2, Lot No. LKE0701 ¥ X UV SKN5454) % H
W=, S U= 7-0-7 v a v Rig,
Extrasynthese f1-#D—fi%3A3E (Cat.No.1160S,
Batch: 07, ID : 0507/0), 4—t Fu X Z2EH&
fig A F /L (MHB) 1%, 7 ~T7/IV KU vF
() BOBGHEREYDE  (Cat. No. 99-79-3,
Lot No. BCBX5970, FRGEHE : 99.8 %, fLiE
RHENE 1 03%), W7 oA NI T~=T L
KU T (k) RoOGEIHE#EYE  (Cat. No.
58-08-2, Lot No. BCCC1661, R :
99.9 %, YLEAHENE 1 02%) NN
W7z, 2,2-dimethyl-2-silapentane-5-sulfonate-ds
sodium salt (DSS-ds) (L& L7 A /L AFEHEE
(BF) FEAEY)E (Cat. No.284664-85-3,
Lot.No.KCF6177, FRGHH : 92.4%, YLD
X :0.5%) FHWE, BEYATF VAR F
F (DMSO-de) XA LY (BR) WE/-ix
Eurisotop L% /=, D-7 /v a— 2 EEH
RORIKTE -7 A L LAFOEMEE (k) &L
JaA—ACI-7 A T a—%&fiH L.
5-0-7 7 = A A X FERITH bR T 365
(Cat.No. C0181, Lot LFDJC-BW), 3-O0-7 7 =
FANFFERIIH bR TR (Cat.No.
N1155, Lot.CGLVE-Y2), 4-O-71 7 = A /L%
TR E R YA = o Ak Al
(Code.NS430202, Lot.0002), 7 =fRILE
+7 ¢V BTSSR T 3R (Cat.No. 040-



20982, Lot.SDE2297) #flifH L7-. 1,1-
Diphenyl-2picrylhydrazyl (DPPH) (& 7 «
JL AFIYERISE T 28 (Cat.No. 047-04051,
Lot KWM6401) % ffiH L7=. 6-Hydroxy-2,5,7,8
tetrathylchroman-2-calboxylic acid (Trolox) I3
AL T3 (Cat.No. H0726, Lot.CYPYL-
JS) HFEH LT,

Z DO LR IRIR R v~ N7 T 7 4
— M E 7213k A V.

B-2) E

R ILRAEE (NMR) : ECAS00 (72 ko
S FE % 500 MHz) (A ARE - () )

YW HPLCD AR 7 : LC-20AD (&£
gV b=y M), A— 77
SIL-20AC, 7 7 AfE{EAE : CTO-1010ASve, %
RS : SPD-M10Ave, VAT L2 b
— 7 : CBM-20Alite, Z3#HT7 — #ALBLS X7
2\ : LabSolutions (LA (BF) BESERTHRLD,
B E 0 AG-34 ((BR) 71 afl).

YW HPLC® R : LC-10ADve (IKJE
7y vy b=y "R, A— o7
Z ¢ SIL-10AP, # T AfEIEAE : CTO-10ASvp,
SO R SRR - SPD-10Ave, VAT L3
' hr—7F : CBM-20A, M7 —Z WLE s =
7 I : LabSolutions (VA E (BK) EEERAERT
), PSR - AG-34 (KR 71 a8y,

4B HPLC AR 7 @ LC-10AD, {KEZ T
vy hax=vw k : FCV-10AL, A — ¥ 7
Z : SIL-20A, # 7 AfEIEFE © CTO-10ASyp,
SO AR R SRR © SPD-10AVyp © & AT L
2 bua—> : SCL-10Avp, 7727 a3l
277 2 FRC-10A, W7 —Z RS 2T L
LabSolutions (LA (#F) EEEUERTERY, Bl
EE AG-34 ((BK) 7 2fl),

/7K BM20 ((Bf) =— -7 R-7F
1 #)

I I 7 v RKE:AUW220D 35 L OYAP125WD
((BR) ESEESRERTHRY)

(CEZUEES IV |
B-3) fHXTE/NEE (RMS) 2FIB LY v
N 77V ALCELD T IOVl Ra

045

—F ) anAFY) U VDER

B-3-1) a—F2 7 Nvai it ror0Ri

a—F /T Nav It TR E &R
SRR N AR STV b, B LER -
Vovy (BN i sZ &
LTz, Thbb, KK 4 g IZ20THE
HPLC &:fF 1 Z W T B 21TV (K1), 556
N7 FrA IZ2WC, 20 BEUHPLC &2 % AW T
E BT ATV, FrA-1 LY o —F/ 7o
LT Y Yy (242mg) EHEELZ (1X2).

- 43U HPLC 544 1

717 2 : Develosil ODS-UG-5 (10 x 250 mm,

K728 5 um, B FRASHR), U7 AR

FE :45°C, MHIEE 283 nm, K : 3.0

mL/min, BEE : K7 b=t U IWRIK
(85 :15)

- 4y HU HPLC §544: 2

717 2 : Develosil ODS-UG-5 (4.6 x 250 mm,

K728 5 um, BFAHMET (BF) ), 7 AR

B 40°C, IR 283 nm, i : 1.0

mL/min, BEIfH : K7 F= KU LERIK
(85:15)

B-3-2) 'H-qNMRIZX BTV P UrBLVa
—® /) TNai ;I Uy OMERIE

4 A—=H—0FV Y HRmEKITH 10 mg, o
—E )TNV F Y VL 5 mg BREEIC
B0, ThEny 7 AVEIC AN, B DSS-
de #) 5 mg ZAEEIZEY, ROV T IVEIC
AiT=1%, DMSO-ds ¥ 1 g IZ¥fi# L "H-gNMR
MRS & Lz, FHERMEIC > = 30F
ITCRBIAR AL, Z OWREIME 5 mm
D NMR #AEPEICANERAL, & 1ITRTEMp
Z H "TH-gNMR JIE 24T > 7. DSS-ds D7
FOVHFEIEE & 9.000 & L= & XX LAEMIC
HRT D RFEILD > 7 FVIEHERE, 751 &,
RESZKROXITRAL, EREIOEE (M
B, %) ZEHLT.



sample/ Wsamp le
std/ Cstd

sample/ Hsamp le
std/ Hstd

Purity (%) =

X 100

7272 L
mme@ K GWVE DFFEFED > 7 VRS
JE Tq=PNEEYEMVE O > 7 F )V FEFRE (DSS-ds :
9.000)
Haample=1H 1 6 G240/ O R i B D K FE 4K
Huo= 12 YE 1) &8 D 5 & 3 D K 5 # (DSS-
ds:CH3%3=9)
Mample=THTE XG0 E D 53
Mau=NEE W) E D 53 %E(m&w
Waampte=IHE X G2 OFFELE: (mg)
Ca= 'H-qNMR FEHEVAHR D DSS-de 55
728, '"H-gNMR Db 7 MEIE, DSS-ds D
a7 e §0ppm) &L, SH
Z ppm BN TER L=, Fio, 7 —X OfHTI
Delta (Ver.5.3.0) (HAET (BK)) ZHW-.

224.36)

B-3-3) E¥EME MHBRBIOH 7 =A V)
KRBTV oo BEIRa—F// T ay
NFY D RMS DEH
TV, a—F /TN FY Y
> CIEA TH-gNMR HERBRIEIE 2 1= BE 2349 500
umol/L & 725 X D2 20mL BEA AT T AT~
VEEZ AN, 20%7 ¥ b=k U LEZ
B, ZOH20%7 =R AZHANT
INEE 2 THRIIRZATVY, 9 1.0~500 umol/L O]
T 10 J# & D HPLC HFRBRIR IR 2 (ERL L 7-.
MHB B X OH 7 = A T, 3RGHERER 25T
HOMEZZE L, MHBBLOH 7 =1V &1E
fEIZED L0, 1.0 pmol/L~#J 500 pmol/L @
T 10 SO D HPLC HRBRIAIK (50
20%7 & h=hUN) Z&E 3 DT CrERIL
7-.

VR S 7o AR IR 12DV C, ¥R HPLC
FChHRT LT

717 2 Cosmosil 5Cig-MS-1I (4.6 x250 mm,
KirPE5um, T HI7A47 27 (KR 8, B
LR 0 40°C, MR 283 nm (VU Y
vBIXRNa—F T Nva YTy,

046

255nm (MHB), 77 =A > (2058 L0274

nm), ¥R ;1.0 mL/min, BE1FH : K 7% b
= UV EEERIERL (8000 : 2000 : 1), TEA
& 10 ul

BRI DT NVIRE A2 X T, fRHEROISEE
(v°— 7 migfE) % Yz~ 2>~ b L, Excel
ZHAWTESEAZBS (X:0, Y:0) [FFER
AERLL, ZHERRMEMRE L. Ik, &%
WiZkBlFb57u~ 772 5 EOE—27 0 S/N
M10LLE, oA R UAREDY 0.8~1.8 L7205
TR EERIPH CRREMR A Rk L 7.

B O RESGWE R L OIEEYE O
BROBREHRNOBEE (BVRLRE) Db
(E TR B EYE) 2~ b B EY B3t
T HMESEE D RMS #HH L7z,

B-34) TV IRTDa—F I T Nay
NFY VD RMS DEH

B-3-3 DIHIZ R L 72 AU D[RR B O &
IS, TV AT Ha —F T
LFY D RMS BEH L.

B-3-5) a7 5 —¥EHWEERLE T
Voo osighoRT ) v o VEERES R
DEE
(BB~ RN D | OEREY 25%
RIS E ORI AT, 7 rarIg—
PUHBOF Y P, a—F ) Taijb
TV DB Va 7 Va v VEREEEE
BL, TOARFNLRTY 7= R R
aRERDT-.

B-3-5-1) 7NV 77 LA HPLC iIE& W
TeZnarIs—BRaEgEoF) YUk
Ra—F// 7 Nad V) ororoER

Wil UT-BER ALY v (BRI
i) 1 g ZREEIZE D LY, 7K 100 mL (2 S
W=, 0%, 77 VILEET AT VRV AE R
fg (7> 73— 4 k XAD7HP) 50 mL 23 FedE X
Nni= 4o 2% (N K 25cem, £ :55cm)
W2 OWREZEE, 157 2.5mL UL O S
T S 721, 7K 250 mL THeiE L7=. Iz,



50% =% /—/L 200mL % 1432 2.5 mL LAF
DHEETH L, WEMyEZEE ST, 20K
Rz s L CaEEE M 40mL & L, Z ORI
Zar 7 —E 10000 HAL 2K 3 g s L7z
%, ]RE D LAY S 55 °CTHI 30 4y i L 7-.
S 512 95°CT 30 /3 INEA L 714, =R E CTHAD
L, K&z CIEMIZS0mL & L, AlRE L7z,
IO AR 3mL ZIEFEICED, 0.1%FHBEEA
20% 7 F=F U (BEIMH) 200 EfELS 50
mL & U, HPLC HiBRIA# & L7z. Z® HPLC
FRBRIRIK % B-3-3 ({27~ L7z HPLC §:04: Codr
L.

BB TOFTV P BLVa—F /7
LA F Y VDY — 7 EEE A RN AE
Al U7 FEEME O R IR L, 3RS
RHOFY oy rBLWa—F/ ZLaiv
TV VU ORE (umol/L) %R, RO
LB RERNEWEO G EEZFH LT,

TV rERITa—F /T Va vy v

vias (%) =
_(CxM)xVXSO>< 100
- Wx 106 3
=77 L,
C : HPLC HRBREW B ORNE X R'E D

¥ [umol/L]

V: o RBRiE o & [L] (0.05L)

M : HIERSEED T8 (FVryr=
580.54, o« —FE/ N3tV
=742.70)

10° : BRELOFEMOHENAL [g] 1D [pg]
~OD BN DI LRI

W REOERE ()

BB, iz ool Ra—%F 7L
I F Y VNI HONT, WERIEAOKRE
BAVERR L, RMSIEDE R E Lz,

B-3-5-2) Zary I 5 —BABED o —F N2
VIVERERBDOER

B-3-5-1 DIEATEHOLNIZAHK 20 )L &Y, D
— 7V a— A GE R EAFIK 3 mL & EMEICN

047

Z TR VIR =14, 37°CCIEMET 5 4y e
L7z, |iRETHEILE S O AR &

L, & 505 nm (281 DWE 2 HIE L=,
XFRRIZIE, 7K 20 pL % O CRRBRIAIR & [RIERIC
PE LTI E e, BINCZERBR 21TV, Al
EL7z. 72720, ZEilBRiaiki, /K4 40 mL
W27 na7 27— 10000 AL A2 FIL,
55°CC 30 syfffciE L7=1%, 95°C G 30 43 M
MENL 72, F|IRE CTHAI L%, KEMx T
IEfEIZ SOmL & L, ZEilBRisiR & sl BRisin &
[FARICERE L CUOEEZRIE L=, BllS, 4%
IRED 7 v a— AFERER R (0.5 mg/mL, 1.0
mg/mL, 2.0 mg/mL, 5.0 mg/mL) (22 Ciklik
TR & RRRICERE L CIRSEEEZRIE L, B
BRAAERL LTz, 2 ORER & ME LRk o
W DB O D (+) — 7 va—
AREERD, kAL I/varyIs—+
LPRIC K 0 lFEET 2 a— 7 v a UV R AR
HL7.

Content (%) = CxV X 162 x 100
W x 1000 180
=72 L,
C:BRAK ImL 720 O D (+) —Za—
2D & (ug)
vV RBEik o & (50 mL)
W REtORIE (mg) THD.

B-3-5-3) 1 ) = VEREEEREOET
WOFAERIZEY, BTV 7= EAD
GRAZRDT-.

U = RS R (%)

=7 nayITg—BREgoFr Y =R
PR (FU Yot —F S aiF Y v
) (%) +7nvar T —B BRI Ll
BELT- o — N a s ViR (%)

B-4) fAXTENMEE (RMS) ZFIA LY V7
WV T77 VVRALCHEELD T I U PUrEINa
—E ) NaiAFI U DER

FEXFEVRE (RMS) ZHWT 7Y 7
7 VVAHPLCHEL DTV 7= 7-0-7 Vv



av ROEE

B-4-1) 'H-qNMR 2 LB TV 5=V 7-0-7
Nay ROMBERIE

FU = 7-0-7 0 3 K 10 mg & kS5
28D, U VEICANT. B DSS-ds I 5
mg ZIEEICED, ROV I AEICANTE
%, DMSO-ds £ 1 g lZ¥%fiE L "H-qNMR FH505R
WiRe Lz, 3T CREARARL, Zo
TRk 22 /8B 5 mm O NMR BREHE I ANV L,
#1952 v C "H-gNMR JI7E & 47 -
72. DSS-ds D 7 F/VIEFEIRIE 2 9.000 & L7z
LEOEALEMICHRT DR ESED Y 7T L
migmE, o1Fs, REFLZROAUMRAL,
HREBtOE R (W, %) ZEH L.

I / H, M / W
sample sample sample sample
Purity (%) =
Istd/ Hstd Mstd/ Cstd
X 100
L,

Lsample= T GE XTGEE DR TEFL D > 7 F /L HAE TR
JE Tq=PNEEYEMVE O > 7 F )V FEFRE (DSS-ds :
9.000)
Hiample=1H 12 X G E D FFEFE DK FE KL
Ha=M 25 HE ) 8 D 7 & 2 D 7K F % (DSS-
ds:CH3x3=9)
Mample={1 TE X RE D53 F &
Ma=NAEHEY) E D 53+ &  (DSS-ds : 224.36)
Wample=1H1E X G E OFFELE (mg)
Ca= 'H-qNMR FEHEVAHR O DSS-de 5
728, 'TH-gqNMR Ofb5 7 M, DSS-ds D
a7 M §0ppm) &L, SH
Z ppm BN TR L=, Tz, 77— O,
Delta (Ver.5.3.0) (HA®E T (BR)) =MW\,

B-4-2) E¥EWME (MHBROIN 7 =A V) I
NTBFV HF =2 7-0-7vay KO RMS D
B

FVUHF = T-0-7 3y KT, WK
FEDMKI 500 pmol/L & 725 Loz Y =
7-0-7 v 22 KD45 'TH-QNMR FRBRIZANE & 20
mMLAEART T A a~LEREAN, 20%7 &

048

=N VENZAHER L. 20%, 20%7 &

=KUY LZHNTAL2 CIEKRARL, &

1.0~500 pmol/L M C 10 ¥ > HPLC 7Bk
TR A FRL LTz,

MHB KON 7 = A Tk, 8FHE (W) %
EZEL,MHB L OH 7 = A V& IEREIZED &0,
#7 1.0 pmol/L~#J 500 pmol/L D ET 10 s D
J£D HPLC HFBREIK (I 20% 7 F =k
Uv) AR T CIERLL 72,

PRI S 7= BRI HIZ DU T, IR HPLC
FUETHHT LT
717 2 Cosmosil 5Cig-MS-1I (4.6 x250 mm,
KirFE5um, T HI7A47 27 (KR 8, B
LREE 0 40°C, MR 283 nm (VU 5
=2 7-0-7/v=2¥ K), 255nm (MHB), 77
=A > (205 X274 nm), ¥ : 1.0
mL/min, B#EfH : K,/ 7% b= VUV HilE
IR (8000 : 2000 : 1), VEAR : 10 uL

B DT NVIRE 2 X T, &R OISEE
(v'—7 mfEfE) #= Y#hiz~7 =2y ~L, Excel
ZRWTCHESZ@S (X0, Y:0) [EFHERR
ERRL, Thamefmie Lz, o, &
W FTs7u~v 7750 —27 0 SN
2310 LA B & 72 2 R R PH CR R & TERk L

7-.

15 O HIE R GE K O S EWE O &
MOMEBEARR RN OB E O (HIE R S /v
WE) 7 EHEME kT A I E R S E O
RMS Z & L7-.

B-4-3) BERAE TV ORISR ORT Y v
Fo VRS ROERIZKBIT AEBERAED
RIGZEhER D RRET

B-4-3-1) BeRAEBHZ DTV v 7= VEEREE (T
Vovr, )Ny oy, FU v
F=r7-0-7Vvav R) o

105°CC 3 BFfRz S H7- R0V v
> 0.5g ZREEICEY , K S0mL (ViR S 7.
FD%, T VBT AT VAW EBIE (7
V3 —F A K~ XADTHP) 50mL AFE I 7=
FAE (W K25em, £ :55cem) ([ZlEE



LEEF Vo DURR AR, 1472 2.5 mL LA
TORS T &E721%, 7K 250 mL TP L
7=. I, 80% = % / —/L 200mL % 1432 2.5
mL LA N O X Tt L, WSR2 R H S8z,
Z ORI E A L CRREE R 40mL & L7z,
ZOW 20 mL (IZZva T 2T —F 2500 BAL K
Wa —Zva v X —+F 30000 BEALZTML,
55 °CT 60 /0 ME Lz, & 51i295°CT30%
ME L 721%, =S|IRE CTHAIL, KEMx TIERE
IZ250mL &L, AREL7Z. 2D AR S mL %
EMECEY, K/ 7% b=bVL/ EERRIEIR
(8000 : 2000 : 1) (BEEHHH) A 0% EMEIC 50 mL
& L, HPLC HEBRia#k & L. Z® HPLC H
RBRIANL & B-4-2 |27k L7= HPLC & THOHr L
7-.

BREBINKETDOF Y PN HoNT, FD
v— 7 miRE A NAER L7 Y v ('H-
qQNMR (2 LV KD & AT Ml EE T D < BEERS
WAERMH. U P U 852%) ORERR
AUTRAL, BB oY) P PR
(umol/L) %R, mOX L VREIFOEE
R L.

FU Vo (%)

~(CxM)xV 50

wxios <5 100

=72 L,

C : HPLC HFBREIE - ORI E Xt R E D
P2 [umol/L]

V: s RBREiE oo [L] (0.05L)

M : HIERSRME D& (FVryr=
580.54)

10° : SEIOFFEEOEAL [g] 725 [pg]
DB DIEHUREL

W BBl oOBRE (g)

KRR DT ) T ai v F ) oYU r Kk
WV =2 7-0-7 v a2y RIZHOWTHE,
ZOYE— 7 AL ERROT Y U R
OB AL, "H-gNMR 5<%
RMS (£ 7 vas )ty ou /ooy
=1.07, TV = 7-0-7vav RiFY v

049

Tr=098) ZHWTHRBRFKFOE ) 7=
NTFIV D ERIFT T = T7-0-7 v
2 FIRE (umol/L) %3k, ROXL VR
B osE&r2FEH LT

) INATNT Y DU ERET Y A=
v T-0-7vay RO (%)

_(CxM)xVXSO>< 100
- Wx 106 5
=77 L,
C : HPLC HRBRE B ORNE X R'E D

¥ [umol/L]

V: BRI o [L] (0.05L)

M : JIENRE DS & (B 7 ray
NF VT r=74270, FU T = T-
O-7' )L 13 R=434.40)

10°: BB O EEOHAL [g] 705 [pg]
D HNL DO IEHAR I

W Bt OERE (g)

B-4-3-2) BERAHE D o — SNV a v VEREDOE
B-4-1 DIETHELNZAWK20uL &Y, D
— 7V a— A EE AR 3mL % RN
Z CIR VB4, 37°CCIEMET 5/ MikE
L7z, |RETHEILE S O &R &

L, & 505 mm (2R HWSEEZHIE L.
KEFRIZIE, 7K 20 uL % B CRBRIAIK &[RRI
BELT-IE W=, £, =il a1T
W, MIELZ. 270U, ZeRBRIAIIE, KK
20mL (2737 27— 2500 ALK DN o —
7V —1E 30000 AL AZIRINL, 55°CT
60 3 e & L 7-t%, 95°CCTHJ 30 srfim# L
7o, |IRETHAILZ#, KEMZ TIEMIZ
50mL & U, ZEilBRisiE 2 slBRiAK & Rk #
TELCWIEEZRIE L. B, KigED S
Jb o — AFEAEER (0.5 mg/mL, 1.0 mg/mL,
2.0mg/mL, 3.0 mg/mL, 5.0 mg/mL) (2D T
ARERTAIR & FIRRICHEE L T EE 2 JE L,
BEMRAER Lz, ZOBREBREMIE LB
HRDOWICEED BRI O D (+) — 7 b
a—AREERD, ®RAUZELV 7 rarig
— BRI LV EET D a— 7 Va3 VRO

-
4=



EAREM L.
a— 73RO E (%)
_ Cx 100 y 162
W x 1000 180
=72 L,
C:BRAK ImL H7-0V O D (+) —Z=a—
2D & (ug)
ABtOBIE (mg) THD.

x 100

W

B-4-3-3) 7V U= VEERESBEOEH
WOHENXIZEL Y, BTV 7 =Bk
DEEERDT-.
B = RS R (%)
=ERNERL DTV 7 = R (D v
v, BN F Y oD, FY LS
=2 7-0-70vav R) O (%) +EEELE
WCEVIEBE L7 o — 7V a s VRO RE (%)

[e~D ) E+HEw]

B-5) v~U UREFHIH®HD DPPH 7 2 U /ViH
EIEMHEIZEE T 2 /et

DPPH 7 ¥ I WAHEIEMEIR, FHMBRED A F
=2 Uit (& - BBERS IR DR Bk
() ITTRENTWS FHIEIZHEL TiTo
7-.

B-5-1) DPPH &K DFARL

DPPH 17 mg #ff& L, =% /—/L (99.5)
(IR, 200 mL IZER L7z D% DPPH I
WwE L7 (J2BEF : 0.2 mmol/L). DPPH ik
%, PAREZD 1R £ TR & &
BIZOEEME T T2 ERmbonTWD.
T IZT, R LT 2RERIKE L, WORENE
E L TH S DPPH 7 ¥ I WA EIEEORIEIC
ERH L7,

B-5-2) DPPH T YV H/ViHERDEH

b~ U Ui 10, 20, 30, 40 B LY
50mgE TNENIEBICEY LV, KEMZT
20mL & L7286 Oz ERRIHO~B (JREE
0.5, 1.0, 1.5, 2.0, 2.5mg/mL) & L7=. 7

050

B, InoiEARIE, 1BEHZY 3HMTT
ERL L7, SR S N7 & sUERAIR 0.5 mL %5
BRA&IZ AL, , 100 mM Tris-HCI buffer

(pH7.4) 2.0 mL Z /% CiEA L7=. DPPH R
% (0.2mmol/L) 2.5mL ZMN %, HEHITHEEL
Tot%, WEATIC 30 3 IAE L 7o & O & R BRIATK
EL, WE (JE 517nm) ZHIE L.
ABHA RN DO EE 2 As, s UBHAIK O
Rbvic=s 7 —/v (99.5) ZIFRMLIZEEDOK
WEE Ac L L, ROFEXNLE~T U R
RN A I DA IREEIZ 31T % DPPH 7 &
ANAEER (%) ZRDT-.

DPPH 7 VAN EE (%)
(Ac — As)
=X

1
Ac 00

B-5-3) b~ U UREFHHY D DPPH 5 X4
JVIEEEME (ICs) DEH

1 DORERERRE (IR : 0.5, 1.0, 1.5, 2.0
BLO2.5mg/mL) OFREHEE x) ITx45
DPPH 7 U /WHER (y) 7wy ML, [H
JRERE (y=ax+b) Z{ERK LT, 24D ZHE
YERREZ & GF3F) IT/ER L, Boiiz4
EYFRD y 1250 ZRA LTz & D x GRUEHE
FE) DA DPPH T ¥ 0 W ETE M
(ICso, pg/mL) & L7=.

B-6) HPLC IZ X 2Rz BRIE DRESLIZ AT T2
=T U B FHIEY O BIT D RERED
et

b~ U U O () 1R
ENTWVDHFIEICHEL TIT-o 72, T72bb,
b~ U VR EY 10meg 2 HEEICED, 0.1%
XNz, WHEL, ImLICERLEZLD%E
AR & Uiz (JREE - 10mg/mL). Z Okl
Tk 22 LU IR 3544 C HPLC o4 217 >
7-.

[HPLC &A4]

NTh T FhTAT AT (Bk) B COSMOSIL
5C18-MS-II, 74 7 A 7 A7 (#¥) # COSMOSIL
5C18-AR-II, Bk (k) ! Separar C18G,



STAR # Mightysil RP-18 GPII (F"XCTHN%E : 4.6
mm, £ :250mm, R £E : Sum), BEHHE

0.1%XHR/ A & ) —)L=175/25, ¥tk : 1.0 mL/min,

BT LR 40°C, MK E 320nm, TEAE :
10 uL

B-7) b~ U VREFHHS ORI LT
5 EEBRSY DEFERORGH

b~ U UMY o BigRierEic x4 %
DOEFERERRy (Vavlr g, h7 g,
4-0-71 7 = XA VX T BE, 3-0-71 7 =4 A L%
THE) OFGRERMNT 5720, 4T BEIN
t~U YRt o DPPH 7 ¥ Vi ETE
eI, T4 S B I e~U VEFHIEYO o
oy 7 ZEEAREME (TEAC) | BEX O Te<=D U
Bt o 4 0ER (%) #TnZEh
KD,

B-7-1) e~V YV ETHHEY T OEEERLT DO
B (%)

B-7-1-1) =V Y i ORBRER DR

b~ U VR EY 10meg 2 HEE 28D, 0.1%
XNz, WEL, 10mLIZER L2 D %R
BRimik & Le (BEE © 1 mg/mL).

B-7-1-2) 7 v u 5 R R R R DR
AMEAEYEREEIZEY LD, 0.1% X TREE
W LT b D2 ERAEERROE Lz
(JR £ :200 pg/mL, JEEETT 'H-QNMR [ZFE-5<).
ZDOWIR AN 2 T01%XEE W THRL,
MR EMHEERKO~B® & Lz (REE - 100, 50,
25,12.5 pg/mL).

B-7-1-3) 7 7 =B E#R IR O RS
AEEWEREEICED £V, 10%A % ) —/L
ToRBIHEM LTZ b O %2 BB EERED
E L7z (JBFE 120 pg/mL, ¥2E 1L 'H-QNMR (2
o). TOWRENE 2 T 10%A X ) —)v
ZHWTHRL, ERAEERRO~O L L
7= (JBEE : 60,30, 15,7.5 ng/mL).

B-7-1-4) 3-0-71 7 = & A )V ERiR B A YE

051

TR OFHERL

'H-gNMR |2 £V JRE % R oD 7= BEHE R (50
mg/mLin DMSO-ds) % 40 uL £V, 0.1%¥FE%
MZ 10 mLIZER L= b O & f B AT
D& L= (BEE 200 pg/mL). = DRz 5k
2 TO01%FMead HWTHRL, BERFEER
HO~® & L= (JEFEE 1 100, 50,25,12.5 pg/mL) .

B-7-1-5) 4-0-71 7 = Z A /v ERRR Bt I E%E
TR DR

'H-gNMR |2 & 0 2 % R D 7o MR (5
mg/mLin DMSO-ds) % 80uL#%1, 0.1% X%
Mz 2 mLIZER Lz b O & B AUk
D& Lz (BEE : 200 pg/mL). = DRz 5k
2 TO1%FMeaE HWTHRL, HERFEER
HO~® & L= (JEFE 1 100, 50,25,12.5 pg/mL) .

B-7-1-6) =V Y -+ DEFEERSGT D
8 (mg/g) DEH
Bon-e~U U E-EY b O EE R
SOY— 7 EEE, %S DIEERIR DR R
LU LERBRISHE P O E (C) 23Rk, LT
OHEX»b e~ T VST O EE
DO (mglg) ZRO-

KEER S OEE (mg/g)
CxV
W
C: AR IR DFERERL 7 DI (ng/mL)
VBRI IR DR & (mL)
Wb~ UFE i ORI E (mg)

B-7-2) b~ U Y B X K IEIER S O
DPPH T ¥ b /ViBEEME

DPPH /A1 O FHHELE B-5-1, e~ U U fE
@ DPPH 7 U NWHEROEK (%) 1% B-5-2
\ORTFIETENENIT- 7.

B-7-2-1) %X ER/R 45 D DPPH T VU /VIHERD
B (%)

suaay R, YA 10 mg &R
WZ&EY, 01%FHBAEMLTS0mL & LD



(200 pg/mL) HARL, AEHERO~®
(F2EE .5, 10, 20, 40 pg/mL) & L7=. Zh
b ORI TE BRI D 'TH-QNMR Ot el &
DEH L.

717 =BT, RIED 'H-gNMR Ot Felz
SEEHALEWEIBEIZED, 10%A X ) —)L
ZMZTHERICEM LD (RBE 120
pngmL) MHFHRL, REHAKRO~® (RE .
3, 6, 12, 24pug/mL) & L7-.

3-O-51 7 = F A V¥ FEETIE, 'H-gNMR A
ABRIAH (50 mg/mL in DMSO-ds) % 20 pL %
D, 01%XMEEMAZ 5mLICER LD A
ERMRAEEREOE L2 (BE @ 200 pg/mL)
PHARL, HEHRRO~® RE : 10,

20, 40, 50 ug/mL) & L7=.

4-0-71 7 = A A VF T T, "H-qNMR H
BRIAH (5 mg/mL in DMSO-ds) % 80 pL £%
D, 0.1%FEA Mz 2mLICER LT DK
EMRAEEREOE L2 (BE @ 200 pg/mL)
MHARL, HEHERO~® RE : 10,

20, 40, 50 ug/mL) & L7-.

frwy 7 2T, KMEEY 20mg Z LS
By, =X /—/ (99.5) ZHzxT100mL &
L7 ®D (200pg/mL) 22HAR L, FEHAK
O~® (S .25, 50, 80, 100pg/mL) & L
7-.

7B, BAEAMORENSIRIL, 1IREHTZY
3PHMT TR L 72, SR S 7o 5B R 0.5
mL Z 3R 12 A, 100 mM Tris-HCI buffer
(pH7.4) 2.0 mL Z/N%x CIEA L7=. DPPH
% (0.2mmol/L) 2.5mL ZMN %, HEHITHEEL
T-t%, WEATIC 30 43 FIAE L 7o & O & R BRIA TR
EL, BE (JBE :517nm) ZHIELT-.

ABHA IR DWW EE 2 As, BHEIR D
Rbvic=s 7 —/v (99.5) ZFRMLIZEDOK
WEE Ac & L, B-5-2 TR LEHERN S
ABHATE DR FE4: D DPPH 7 ¥ 4 ViR
(%) ZRT-.

B-7-2-2) DPPH T U HNEEENE (1Cs) NOE
H

B-5-2-1 CHHEL7-KfbamB L e ~D Y
FE-fh ) ORI 2 VY, B-3-3 & [RERD

FHiEWZ XY DPPH 7 ¥ B /ViBEETEYE (ICs,
ug/mL) ZRH7-.

B-7-2-3) bunr v 7 R%&HiEH (TEAC) OE
H
SCRREREICHEV, ROFHE RS, KAk
77D TEAC %= ZNZFIROT-.

% LB Sy D TEAC (ugTE/ug)

_ hweryZ ADIC50
HIE %5 1C50

B-7-3) H#EXERSDOEe~<U VETFHIHY O
i IR 2 FE5EROEH

B-7-1 8L W B-7-2 TROOLN-ET—H T
HKox, ORIV HRDOFLGREZENTE
NEH L.

HEE (%)

:%ﬁ@memm%¢@€%<w
v~ U RO TEAC

C. BREVUEBLE

(B Y V]
C-1)a—F 7 Nav i) r ool
RMS ORMIZHT= 0, FERNC AT K7
a—TF /) TNa )t ) DAl oONT, iEE
LERF Y oy (RUSIIERLG) K0 B
HZ LUl T7bb, BELETY Vv
4 g \Z2OW T HL HPLC 12 X B3 i %170 (K
1), a—F/Zai Lt oorBL0rY
VOUNEH LTS FLAICOWTEBHIZLC
2k B AIT, FrA-l KV a—F/ Z Lz
VTV U UEREBELT (K2). 7eds, HEE
L7t aiL, DARNC SpFoEE CHEEL 72
o —F )TNt T OB
IZX0, EOlbFHEEDFRE STz,

C-2) 'H-qNMRIZE DTV o rBIWa —
E) TN a T D ORERIE
7 RMS OBEHIZHT-0, HIERSmE



O 7 B AR SRS HAfE T D IE e 7 WL 2 B 5 0T

TLHZEIBEFRICHETHD. £2T, T
HOMEEZB ST 57D, 'H-gNMR % [

Wb Z el L 'H-gNMRE, A7 hLE
B SN DS & ERME DY T
FVIERETREE & B /VIRE OGNS, IEXS
GWE OIREZAEREET D Z LN AHETH
5. Fio, FEFHAI R L—H U T o DAL
ENTAEEYE AR NS Z LIk, Bbh
% ERMEOEEMEN RIEIC A E L7 FIETH
5. 2T, R UIRTHESREEZHNTT
JoovrBILRa—F/ 7 vaviry) oy
NZDOWT'H-gNMR Z1To 72, 728, L%
7 MElL, PIEEMEOAF VT e v s
Fm U (DSS-ds : 50ppm) & L, §fi%
ppm HfL TR L7Z. 3BLVAITRT LD

(2, 'HNMR A7 kL k, §1.18 ppm {HiTiZ
TES—ADAFNIICHFKT DT T, §
2.70~5.60 ppm (2T 7V 3y (FU =)
D241, 3NLE LOHEICHKRST 5> 7T,
8 6.00~7.50ppm (2T 7 Va2 (FU T =

V) WCHEKT DB T T ANENENBIE I
7. ZN6mHH, §7.36 ppm IZBIE ST
Vo F=rd2NEB IO CNOKBEIZH KT
DY TR, M5y F N DN AR ST 1
HRT o> 7 F e+ mii s Tuniciz
O, TI s IrBlPa—F/ 7 vav s
Vo rOEERT 7 A E L TEY EE X
bz, 2T, 2OV TFNAEI0 3HTT
RSNz 4 A—H—DF ) P U REE X

CHEEL7ma—F /73U oo
MiEZRHLZE 2 A, SmiE (1~3) Off
FEITR 2 IR THRERTH D Z EAVHIA L=,

C-3) E¥EWE (MHBBLOIZ7=2A V) I
HMTHFVoorBriRa—F /7 vain
F Y P DRMS ODEH
FBEWEIZRTH TV P BN a—F/
Ta)F ) P ORMS R 5720,
BRIAD "H-gNMR (2 X 2 HiEEICFE-S) CRgfl
SN FIV v BIWNa—E S 3T
U D KB HEYS IR I DN BREE R R 0 3R
. GRIEEE) (TS EFHR 7 MHB B8 LW

053

7 = A REREYR R = VT, B-3-3 12T
HPLC & L U PDA # Higs 2325t < #17- HPLC
THMEIT-72 (®5). LT, Honi-Fm
Z38 5 A RO ER OB E o (JIEX
LV FEEME) > O FEVEWE 6 2 I E %
SHEDORMS ZHH L7z, £7, KHREBROE
MIEZFME L2 A, TV Yy, a—F /7
Jvas ) F )Y, MEHB, 17 =4 o DOET
DR DI B OV EFRENE 0.9991~1.00 & B
HCThHDHZENMHERINT. FHEHRMER
JOEME OREBO R ERE K 6 (TRT.
UEORERLY, ZLORERIT RMS OHF
HIZHIHAFEETCH D Z EBH BN E 7o Tz,
Z 2T, ALAEM T LI 3 IHMTOREROME X
DEHEEHB L2 A, TP TiR
10284 (4 A —71— (n=3 OFHHE) D)
(KR : 283nm), a—F/ Z L3 L)l
YU 11042 (& - 283 nm), MHB T
1% 8931 (MaHiIkFR :255nm), B 7 =1 > :5388
(B 274 nm), 11598 (¢ HIEE : 205 nm)
THAHZENHALE. Sonl-onbosT—
250, KEYEICRT TV Yy, 0—F )
Ta)F YYD RMS EHLEZE Z
%, BIRTHETHD Z EAVHH L.

C-4) 7 NVY 77 LA HPLC B2 AW
ITnaryIT—BREHRDTY TV UVEBIT
a—F ) ITNaTpFI TV VOERBIN
By o= UEERESEOEH

W, B L7- RMS O 2444 23+ 5 7=
b, BRWFLS Y VUL E AW, Wi
W var7 I T —FUBic Lo Esni-
HPLC FIRBRIRIG 2 FAVNC, BB
YOI NaT T —BUE%EOT Y B
S QRo—F /7 aF ) o nEEICD
WK IEEME B L O RMS ZHW - v 7
U757 L AHPLCIETHEI L, &HIEXS
WE & T EREL & U ERE (BEk
) ICkvEHEIN-EE L B L. AR
WikD 7 a~< s 7T L% TITRT. FOk
B 7Y 77 LA HPLCEICBWT
%, RAITRT L ITEEDEOENZLY
FIV B Ra—F /T av ) v



VUERBICREREWVTIRD LN o T
F7m, YUY 77 L AHPLCEEIZ LY
53O SHE S S E O E =ML, FHE
KEGWE ORE S & O T far i Bl (Esk
5) OFEFREREREBWVITRD -
7=, F£71=, Yo7 77 LA HPLCED
RSD L, T XTOT—FIZHBWT12%LL T &
BliFCThot-. LEORERLY, KEHEYME
PEBRAELE LI 7 LA
HPLCEIL, 7 a7 I 7 —BE%koF U >
VB QRa—F /I vav R ) oD
ERICANEZZ NI, ok, 7raTr
7 — BRI KX 0 IFBET D o — 7 v 3 LR
EEriEaEREL, FRROMEEAHE L TK
DTV = VERHA I OWT, &S
IZENENR LT

C-5) HEXTE/NVKRE (RMS) W= v
V77V AHPLCEXLDZ T v F=Vv 7-0-
Tnay ROEE

C-5-1) '"H- QNMRIZ L BTV 5=V 7-0-7
vay RoOMEHIE

FZ VIR THESRMEZHNT, — B
TV = 7-0-7 03y RIZHOWT H-
qgNMR 2177, 7ok, b7 MK, N
FEUEME D A F LT 1 ko 7 & H e
(DSS-ds : §0ppm) & L, SfE% ppm HALT
L7 KSIZARTLIIZ, 'HNMR A7 |
vk, §270~5.60ppm T 7 U 3y (FU YV
F=2) O, 3 KRORERICHRT 57
Fv, §6.00~7.50ppm (2T 7Y ay (FU
F=) ICHET DV T T ANENENEIL
iz, ZThbHmHh, §728 ppm (ZHEIZ SN
72TV =0 A ORLDKEITH K
T DT FIE, D5 F N DN AHERL 5y
WZHRT D 7 e +aicmifi s Tne
720, FU =2 T7-0-7vay ROER
VT FNELTHEYEEZ LN, £ T,
o7 FAE 3T TR I TV
F=1-0-7 v 3y RaldROME 2 HH L
EZA, 905E05%THDHT ENHLT.

054

C-5-2) B¥EWME MHBERI 7= V) I
MNTBFV T =2 7-0-7 v KO RMS D
B

BEYE kT DT ) o= 7-0-7 v 3
Y RORMS #H T 5729, 'HqNMRIZX D
MRS TR S =) v 7= 7-0-
7L 3y RERBRIASIG I OV FRGHE (FIEE) 12
SEPFHRE NI MHB KO 7 = A L RBRIATR
%W TC, B-4-2 12777 HPLC 4 & V) PDA
HISR 23 Bake S 7= HPLC THOtr 247 - 72 (IX9) .
Z LT, B OIVR A E I D AR SRR O MR B
KO E O (UEXTRWE/FEEWE) D5
YEMVEIC KT 2 TNESEE D RMS ZH ML
7o, £, FMEROBERELTE LTz & 2 A,
FIV =2 T7-0-7 Va2 K, MHB, 517 = A
> DT DIAR DI S DR ELREUE 0.9991~
1.00 £ B THDZ ERMERINTZ. TV T
= 7-0-7)va sy R ROREYE ORER
BRAK 101277, LEOREREY, b
DR AL RMS OF HICFIHATRE & L 7=,
ZIT, LB T LT 3 HTOREROME X
DY EREH L= 24, TV A= 7-0-
7V KT 10047 (B & : 283 nm) , MHB
TIL 8931 (M : 2550m), W7 =A > :
5388 (M HIIE R : 274 nm) K TN 11598 (R H I F
205nm) THDHZ LML, Hoizin
bOTFT—2 LY, KEYEIZRTLHTY =
»7-0-7v3y RO RMS ZHHLIZE 25,
FOITRTHETHDZ LKA L.

C-6) BERAE T Y U B FORTY UF
= VEEERESEOERIZEIT ERLE DK
INSIE DY £a)

C-4 CRULTEHIEL TR D08, o s
Bk (R) B2V 7 = RN E
B, BEAET Y Vs varIs—
£ (500~2500 A7) K WNa - vary—+8
(15000~30000 H.f7) EZD [FV v
D, B2 7 NVvav iy rog],
[PV o= 7-0-7 vy Ro&] K
DEEEST A o — 7 Va3 Vi Log | O45Er
ENSRDD ZENHEINTND. ZOHK
SHREREBRTE (R) 10T A MEE 4 R A3



FhiL7zL 2 A, BERLHT) P
FiE (C2204) I2BWT, O#ST VU 7= bk
RGN 300%% FEHDHZ & MVCOQERME
OFBMENBAF TN L2V L
DR E LT, BRSOV U HHORESR
DRI RSN 53 TN T E DRI S 1
oD, AREFETIE, BERIMKDRRO X
ISSAE D B bz AT, RS & OB
WINEDOWE T, ORISR EZRGELT-.
70k, BIALERIZEBWNT, 77 U AR AT )L
FW A FHBTREIC & 25 EI 0 71 F ARG &
DELNDEIEEIE omL) X, TTRE
B, =Lk, £D20mL ZEEL
FEE AR FREOS A LT, 70, BORFRER
IZOWTIE, B HERERE (8 Trah
726032z, 904y, 1204y, ZA=ar 7
—P Rk WNa =7 av X —FORMNEE BT
BEORKE CRHERMNAKSREZITY, O BRI
BEOFT Y = U EER D&, © FERLEE
BDoa— 7N NVEEOERVO BTV v~
F= BB G EE RN Lz, AR O
sua~< NI L0ERKIIRT. ZORER, £
TITRT LI, RO OEWIZ LY, O,
@, @IZKREREBNIRD LN -T2. £
T, snarig—EEkWRa—sraH
—POIRNMEEZHEREORKED 2%L LT
FREORET 21T 72, KRBIARO 7 v~ b
77 LEX IR T. £8ITFRT LI, K
ISR OV LY, BSHEERICRKE RED
72, F¥o, RTIRTEEME L IFZFRED
WETHoT-. B, ZhbDnruv T
LNEHERT D &, PREFRERIDS 5~6.5 53 (1T
Wz, Znasv ) U U HEEZLNDE
— 7 PRI (1), ZHAUBIE SN
D10 EZIFENE TEDL-oTEY, T 5
= VEHEAR D E BB I RIE S 20N H D
EEZ . e, BE LT _ToRER
WKTIX, TV F=r7-0-7vay Kok
ILERE TR (SIN10) THD 0.1%LL FTH -
7o (&7, &8, fEk1).

-
—

[e~D Y ETFHIHY]
C-7) e~V VEFHH®® DPPH 5 T H /v

055

HEEMIZBET 28

b~ U U O () 128
T DRERRBRE S LT, BMREY A X a Y
Hhi® (B LB Al (230 2 reddaliiRis
(%) TEHH SN TW5 DPPH 2B %12,
DO AMEZ R LT,

TP, KHEEEOE~T YRR
Wik (FEFE 205, 1.0, 1.5, 208K T2.5mg
/mL) % F\"C, DPPH {EDHIE FINES L OVE
BRMEZFE L=, T ofEE, K 1218759
2, e~ T U OGS L e R BRI
DIREIZTBNT, JRELZO DPPH 7 V)V
HEEEICIX R 2 ERERRBD HiL (RE
£REL 0 0.9975), FEt L7 IREHIFR THILL,
DPPH 7 ¥ 1 WAHEIEMEZ ORI C&E 5 2
ENRHABNE ST 2B, ZORIFERR
53R 5% DPPH 7 ¥ h Ly EIEME (ICs)
L, I2mg/mL THDH I ERfERINT. fiE
WRBRIE A RET 258, EHER BB L2
50%& 72 HIRE A RBRISIRIEE L35 &, 4lF
Oe~=U VHEFHHRGORE I, HE
THWAREIOF IR 40 mg (40 mg (FEk:
fi5) /20 mL Ghehaiht)) 2350 & &z b,

C-8) HPLC |Z & 2 RERRBHBRIEDRESLIZ T 72
b=U U EFHIHYOICRIT D RIERED
BREt

Wiz, b~ R O Rk B

() 1TBWT, FEERSDYIImI &
FNTWD Z & ZMERT 572901, HPLC & H
W R RBIENHES NS TETHD. €
T, ZofERERE () THESNTWY
L RNESIEOwE A2 TG 2728, 4FEOD
T LEMFHL Ce~U U EY R & 5
Mrite. 2R, K131 75502, 598
BTSN D EER 4 O — 7 B S
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)
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FVEEIZHR S IV T LA
HPLC {EDIGH, 2 4 8] H AE £ NMR Hf
TEREL, 2022412 H
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Fr.A

1
20 30 40 (min)

X1 FERLEETY vy (BRRINRLE) O HPLC 7 v~ K7 Z A (43H)

HPLC &4 (4Bt HPLC 14 1)
%17 I : Develosil ODS-UG-5 (10 x 250 mm, Hi1-£% 5 um, BAHLFRNEHR) |, BT LR : 45°C

W 283 nm, Wi : 3.0 mL/min, %WEEK 0 15% 7 h=hK UL

059



Fr.A-1
[
A
I 1 1 1 1 1 1 1 1 1
30 40 (min)

0 10 20

X2 Fr,ADHPLCZu~ k75 (4E)

HPLC 4&f (43 HX HPLC /% 2)
717 I : Develosil ODS-UG-5 (4.6 x 250 mm, H7 7% 5 pm, FFFH{b

W - 283 nm, Wi : 1.0 mL/min, %WEEK 0 15% 7 h=hK UL

(BR) #) , H 7 KR @ 40°C,
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DSS-d,

% 3

TV vV DR L OV TH-QNMR A7 | L

REREE - DMSO-ds, * : E®RMH T 7 F /L (H-2’ and H-6")
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DSS-d,

PPM

M4 o—F/ZNai )P ofbFEER L OV H-gNMR 222 kL

REVREE : DMSO-ds, * : &M 7 F /L (H-2’ and H-6)
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dBLWe) OHPLC 7 u~ 7T A

HPLC £

HZ 2 1 COSMASIL 5C18-MS-II (4.6x250 mm, R+ 5um) ( (BR) T Hh I T7278) |, BT 4

IBE 40°C, MHWIEE 283mm (7)o P r@BLWa—F/ ZvaibF Py (b)) , 255nm (MHB (c) , 274
nm (W7=A2 (), 205nm (W7 =4 () , BEWE : K/ 7& b=k VL BEFRIRKL (8000 : 2000 : 1) , Vi
3# : 1.0 mL/min
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(84 7.28)

W ater

; ; : Solentresidual
I [ signal

8 FUT=2T7-0-7 =y ROfbsEtEE KON H-QNMR A7 kL

HIEVAEL - DMSO-ds, * : R 77/ (H-2’ and H-6)
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X 5- X 5
> >
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0 i T T 1 0 I T I 1
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X9 FVULFH=r7-0-7va K (a), MHB (b), 17 =1 (c)kd) @ HPLC
7= 2=l V747 AN

HPLC &4
#F I : COSMASIL 5C15-MS-II (4.6x250 mm, RiF£5um) ( () T HIFA4TZI78) | BT NEE : 40 °C,

R 283mm (FV o F =2 7-0-7 V32 F@) , 255nm (MHB (b)) , 274nm (F 7 =A > (c)) , 205nm (&
ZxA (), BEME K/ T7E b= bV EEREIRIZ (8000 : 2000 : 1) , ik : 1.0 mL/min
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F1 MEHEICET S 'H-gNMR &4

EE JEOL ECA 500 spectrometer

AT NIV 15 ppm (-2.5—12.5 ppm)

T—HRA L MR 32768

F—bhT7 4N H— on (eight times)

H 0 3A 7 4511 437 %

707 90°

HY 0 AT B RFfH] 60 ¥

A AL 8

A =7 off

BCT TV T Multi-pulse decoupling with phase and frequency switching
(MPF-8)
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#2 'HqQNMR K0 B SN F ) o v BERa—E/ FAas ity oo
FRRIROHE (%)

A =T —4 TR 1 TRAK 2 FRAA 3
Acros Organics 91.9 92.7 83.7
VI

S 90.4 90.7 89.2

FU L TR T
WAL T2 88.0 88.4 85.7

BTN
A 85.1 88.6 89.9

N Y=

ok TN (i) 75.8 65.2 82.5

FI T

078



w3 HEEYE KT 5T vy,

a—F /) 7)ai o ) 0 RMS

FLUEY) S
BT A
MHB Wbt Wt TV vy
274 nm 205 nm

I
N FUY UL 1.15 1.91 0.89 ]
&
j; o)L
W ey s 1.24 205 095 1.07
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x4 o) 77 L AHPLCEBIOEREICZBITFAT ) vy rBlRa—F )

Ta v F ) oD EED

(a) ZEYEWE : MHB

TN Ty LA

HPLC & BeRE
& (%) RSD (%) &% (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
a—F /) a3y 4.9 0.8 4.9 0.8
(b) HEWE : hT7xA 2 (BRHEEE : 274 nm)
TN T LA PV
HPLC £ BeRA
& (%) RSD (%) && (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
o—F /T aFy Ty 4.9 0.8 4.9 0.8
(c) B¥EWME . 7 =4 (FRHFEE : 205n0m)
TN T LA R
HPLC & BeRE
& (%)  RSD (%) && (%)  RSD (%)
FU T 1.7 1.2 1.7 1.2
a—F /a3y 5.0 0.8 4.9 0.8
(d HEEWH:FV P
TN T LA PV
HPLC ¥ PER
& (%) RSD (%) && (%) RSD (%)
a—F /)T NaFy 4.9 0.8 4.9 0.8
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x5 WEICBIT AT U = UECEE AR D g
(a) FYEYE : MHB

TN T LA

HPLC & fekis
i (%) RSD (%) &® (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
a—F /) a3y 4.9 0.8 4.9 0.8
a— 7V VR 5.6 1.4 5.6 1.4
WY U = R 12.2 1.1 12.2 1.1
(b) HEWE : hT7xAr (BRHEEE : 274 nm)
TN T LA PV
HPLC & A
i (%) RSD (%) &® (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
a—F /) a3y 4.9 0.8 4.9 0.8
a— 7 Va3 VR 5.6 1.4 5.6 1.4
WU o = EOE A 12.2 1.1 12.2 1.1
(c) B¥EME . 7 =4 (FRHFEE : 205n0m)
TN T LA PV
HPLC & fekis
i (%) RSD (%) &® (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
a—F /) a3y 5.0 0.8 4.9 0.8
a— 7V VR 5.6 1.4 5.6 1.4
WY U = R R 12.2 1.1 12.2 1.1
(d HEEWYE . FV T
TN T LA PV
HPLC fexis
@i (%) RSD (%) && (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
o—F /T aFy Ty 4.9 0.8 4.9 0.8
a— 7 V3T VER R 5.6 1.4 5.6 1.4
WU U = RO A 12.2 1.1 12.2 1.1
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F£6 KFFEEMEICHT LTV =2 7-0-7 V232 KO RMS

FHIEY)'E
7 A
MHB
B R B E
274 nm 205 nm
FV = T7-0- T ay R 1.13 1.87 0.87
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F 7 BERSUSIRF OEWIZ LD /IE (C2204) T ORFESE EOHE: (n=3)
BEHZORNE - HEEORKE (FrarI5—F 2500 HAL, o-7 bz —F 30000 HAL)

P 3 I IR
60 min 90 min 120 min
Ty RE e Y
) s Yy s Tt ot

BB OT Y D8 (%) 33 0.1 33 0.01 34 0.03
BEFABML OE ) T3
FU DR (%)

BB DT Y o =
7-0-7vas Ko (%)

7.1 0.2 7 0.02 7.2 0.1

<0.1 <0.1 <0.1

FERLIRG DT Y =

FOBE OB (%) 10.5 0.3 10.2 0.02 10.6 0.1

BERAIRIC L 0 ERET 5

e T DR (%) 147 0.5 14.5 0.6 14.0 0.3

FU L = RS R (%) 252 03 247 0.6 24.6 0.4
EETIE, 'H-gQNMR OFSRICESWTHR IS LTV o O G 2 L7
(ffiE - 85.2%)
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7% 8 BRI OEWIC L Ak (C2204) HORFES BOLLEE (n=3)
BEFDOWME  HEMEORKED 2F (Fvar7 27— 5000 HAE, o-7 /L3 Z—F 60000 HAT)

1% 52 I i FRF ]
60 min 90 min 120 min
R oy HRHE T HRHE
e Y me "Y me

BEFIGE DTV P OR (%) 32 0.1 3.1 0.03 32 0.2
BEFABML OE ) T L3
FU o (%)

FERLIRG DT Y =

7.0 0.1 6.8 0.1 7.1 0.3

7-0-7 Ly KOR (%) <01 <01 <01
RESINERIE DT Y =
SRR (o) 102 02 99 02 103 05

BERAIRIC L 0 ERET 5

e T DR (%) 14.0 0.4 14.5 0.5 14.0 0.9

FU L = RS R (%) 241 0.5 244 0.7 24.4 0.4
EETIE, 'H-gQNMR OFSRICESWTHB IS T o O U ERERG ZEH L7-
(ffiE : 85.2%)
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#£9 b~UUVHETHHEME XK DPPH 7 ¥ 7 ViHEEME (n=3)

ICso RSD

(ug/mL) (%)

3-OCHh7 zAAIFFE 63.5 1.8
4-O" 7 A ACINFFHE 59.0 2.7
o007 Vg 32.9 3.2

AR 16.5 0.1
OOy XR 61.2 1.3
YT UEFHREY 1713 1.7

F10 3-O- 7 = A A IVXTEE, 4-0-71 7 = F A NI, rvuaF L g, H7ofED
TEAC

TEAC

3-ChH7cAAINFTFEE 0.96
4-O N7z AAILFFEE 1.04
sOoOg Vg 1.86

Hh7 i 3.70
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F11l e~V VHEHEDICEEND EER D OE

& (%)

(n=3)

B8 RSD

(%) (%)

3-OCh7 zAAIFFE 0.62 1.1
4-O"T7 A ACIFFHE 0.65 0.5
o007 Vg 0.79 0.4

AR 0.09 0.3
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fihek 1

10 -
1
£ \
‘i_ 5 2
£ V
0 1 1
0 10 0 10
(min)
g
v X
>
10 z Z3
g tz: 5.87 min
i v tz: 6.25 min
£

tr: 6.25 MinOLAHDUVAT b F U DU DUVARY hL

SHEREIE (X 4 (a)) DHPLC 7~ N7 5 A, PhkXEE

LB ZNav Py, 2.7 00y y, 3.7 ) o rF =0 7-0-7vay R

HPLC /%
HZ 2 1 COSMASIL 5Ci5-MS-1I (4.6x250 mm, Ki+£5um) ( (&) FH T4 T A7 8) | BT KRE 1 40°C,
R 283 nm, BEMHE : K7 & b= kUL ERERIRIK (8000 : 2000 : 1) , ik : 1.0 mL/min
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fihék 2

B35 SOSE OBWIC L AR (C2204) T OEFEEG EOHEE (n=3)

WEEDOWNE  HEMORKE (FLvary I T —F 2500 B, o-ZLa & —F ;30000 Hfr)

(FV o rBERABEROMEY 100%& LT E)

1% 58 B RE R
60 min 90 min 120 min

MZATA $¥Z% MZATA $¥Z% MZATA */%z%

T me YY ge it
BEFIG DTV P OR (%) 3.9 0.1 3.8 0.01 39 0.04
BEFABML OE ) T3
FU v Ur o (%) 8.4 0.2 8.2 0.03 8.5 0.1
MRS OT ) A=
1O RO (%) <0.1 <0.1 <0.1
MRS OT ) A=
B A B (%) 12.3 0.3 12.0 0.04 12.4 0.1
FESEALERIC X v EES S
o 7 RO R (%) 14.7 0.5 14.5 0.6 14.0 0.3
FU = R RE R (%) 27 0.3 26.5 0.6 26.4 04
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fihé%k 3

B35 SOSE OBWIC L AR (C2204) T OEFEEG EOHEE (n=3)

FEEDOWMNE  MEHEORKED 24F (Fvar7 2T —E 1 5000 H7,

a-7vas B —F 60000 HAL)

(FV o rBERABEROMEY 100%& LT E)

P 2 S e P
60 min 90 min 120 min

T e T me PH o
EEZAFRGOTF Y DR (%) 3.8 0.1 3.7 0.04 3.8 0.2
BEEPRIL DF ) v a
o o 82 02 80 01 83 04
EEFABRGOF Y =
A <0.1 <0.1 <0.1
EEFABRGOF Y =
B RO B (%) 12.0 0.3 11.7 0.2 12.1 0.6
BEF AR L 0 lERET 5
A () 140 04 145 05 140 09
FV U= VRS R (%) 26.6 0.3 26.1 0.8 26.2 0.6
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