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2. HEZH

K TBHQ BEYENL, L-7 AL E VR L S F R
T A7V (AP) IIFOEAIBETEE () oKk %z H]
We, BEKERERT B Y U MIFREEEON A, TR b
= MU n-~FH 2 B = FViE HPLC A% vz,
7K iZ Millipore #18 Milli-Q #A ik i 25 & CHliE U7z,
Z OMFIRII RO R IEZ AV, AW S
T =M VI T Y TRIISETL DL H
7z FEAERRIR OATIRE L O W 2 AL (7
T h=hVUb, BT V) (DI, B ECRITE R
MEBRAESIZ M 5 TBHQ OEE o3 fig & il 3 2 72912,
AP % 0.01%w/v DIRFEL 725 L HIZHRM LT (BLF AP
T h=FrU, APEEEZT L),

FEAEPRE - TBHQ50.0 mg Z45FF L, wanik Y 1Ioht-
TAPTE F=hFUMZEHEMELTSOmL IZER L,
TBHQ HE#EUH & L7z (1mg/mL), ZDiE%E AP 7

h= kU LT EAR L CEERRE AR LT,

BEAHMH D — N Y > P h T A BT R S T L
T¥ 5 Waters 18 Sep-Pak Plus AC-2 (F£1E & 400 mg)
RV, RN 2 =k U/ 4mL B X OWERIK
5mL Tk L7z,

F 4 AR=YTNA T Z 7 44— (PTFE, 045
um) . HTFH AR (No.SA, 150 mme) |d Advantec £L5
=LAy



3. EBBLUVAIEEH
S BEREEUERTEL LC-10A > U — X (RF-10VP

SRHARAT) . 777 2 Tosoh H TSK gel ODS-100V (5 pum,

04.6x150 mm) . FBEIFH : 5%HFE2 - 7 & b=k U VIR
(3:2). 77 LR 40C, JiiE : 1.0 mL/min, JEh2
£ :293nm, #EHEFE :332nm, EAS 20Ul

4. HERROFR

4.1 HERZEDOFEH (SOP %)

4.1.1 BIRELITER OHAE

BJ—Ab U7=50BHO 1 g ICIEAKARRE T Y v A 1g & n-
AFH 10 mL 2R ERE 2 ViR L 7o, IEMEIC AP 7
F=RU10mL 2Nz, 15MEE S Lic, =05
BEL 72, n~FY UEERE, 7R =MV VEIC
n-~F 2 10mL ZZ, KRV IBE %, =00
BEL7=, MR (T2 h=FVULVE) 280, 7 4v
Z—TAhilmL, Rgpike Lz (K 1-1),

4.1.2 Z0HOEBSR

IO — (b U723 5 g ICEE KRS R Y 7 A 5 g
& APEEAT T L 30mL A%, 1 oS 5 £-i3mE
HWAREY T A X LT, 5 ofiEomiEL-%, Big—TF
JUIE Z Al LT, BRI AP FEE =T 30 mL 2%
FERICHRIE L, AlliZ GbY, BT V2L LTz,
FEBWNZ n-~FH U 2 MA TR L, S0mL IZER L
Too T OWRZLODEELT-%, 10 mL & ERECERD |
EfEIZAP 72 h=hF UL 10mL 2%, 1 2R E 5
B, mLOBELT, n~FT Y UEERE, TR R=RY
VEIZ n-~FH 2 10mL 2% L <RV BT -4, =
DBELT-, MR (T h=R U E) 2RY, 7
g —ThHEL, HBRKE L (¥ 1-2),

DB TR T 3,000 [Fl#E5T 5 4T o 72,

4.2 A2H—FrDyPHhILIZEBREEE (KK)
SOPVEIZ?AC-2 1 — NV w1 T KT K D REE %
Mz T=bDEAREE Lz (¥2), SOPIEICZL AL
7oA S mL Z ERECERY . K SmL 200z TR
7ot AC2 — NV » U T AlZiE LC TBHQ % Wi
7, W7 ' b KRR (1:1) 10 mL 38 X OVK
10 mL TEEE L, 10% 7 A2 2L E BRI - 7% b v
i (1:9) 25mL TR L7z, IEHRE 52 Ic izl &S
BPICE RS L72%, AP 72 h=hF Y LZHNTS

mLICERL, 742 —TAE L, #BErikE L=,

EE
FEAEIR S L OBBRIE 20 uL 2 HPLC IZIEA L., 15
LbN=ra~ 7T LD — 7 HED SRR B E
WXV ERE L, BMERIT0.1~04 pg/mL OFPFH TR
e EARER S S (0.1, 02, 0.3, 0.4 pg/mL O 4
SIRERR ., PLERREL R?=0.9999) , AE DK H T IR 1L,
HEE LR 1 pg/g GRER#E & LT 0.1 pg/mL (ZAHY)
L LT EE NIRMEIIBRE TRRE S R U1 pg/g & LTz,

6. FnEUREER

WHNETIX [TBHQ IFMR LR TED /3R L o3k
B TIRIRE CTIEBE S RS 5 7o OIRIREE TIX R AT
7R BIER DG B AR, KA BETIT 20 pg/g TOWM
B EER 2 iS5 2 & CRODGE LRI TE 5 )
ELTW5 Y, L L TBHQ I3 ARH: H D & L Fn
WTd L7, Bl FREMTIZIBT 2 EIRETO
FEEHENEE LW B2, £ 2 CUIMBEE TR
TRRIED 25 TdH D 2 pg/g & LT,

FTNTEDO RS MEE R T D70 TRmHPICFE
B 5 BRI BT D RABRIE DO A A KT A ) Y
#5E\Z, 1 H20M7, 5 HIRIOB 0 F2BRE7 LT
i B HEA R A e L7,
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M BT EEELE AR L, gz L
H7DICTE b= RV ASEOBEE A 1 E 2 [l
oL, MEAREYTA RELEIRAEE L, 20
&L BRI EIRAEERAEIC AL 5 TBHQ D2 {ksy
fif 2 M D 72012, AP Z 8RN L 7 BEfE — F v & fhiH
EELCER 25 Z i Lz (X 1-1, 1-2) . FEREIIERR
LOFEY AL (K2),



BREIXER OmAE
1
+ Na,SO, 1 g

+ n=AFH2 10mL

+ AP7tb=krJJL 10 mL
#&&ES (1,500 rpm, 143F8)
&1L 5B (3,000 rpm, 573 )

TR FEb= LR

TR (7R =L (i)
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+ Na,SO,5¢

B#E5iB (No.5A)

+ APEFEETF L 30 mL

#&ES (1,500 rpm, 153 F8)
FLIETEERESFAX

SEIDVSY B (3,000 rpm, 553 FE)

LB (ER)
+ n=AFH 10 mL
#&ES (1,500 rpm, 153°F)
33053 B (3,000 rpm, 553 )

LRE(ER)

bk

B
+ APEFEATF )L 30 mL
#&ES (1,500 rpm, 153 78)
FEBEERESFA4X
IS B (3,000 rpm, 553F8)
H#f5iB (No.5A)

Bk HE(ER)

I R
“EY
+ n=~FH

50 mL [ZER

LEA®K 10mL

053 B (3,000 rpm, 553FH])

+ AP7HER=RJJL 10 mL
#&&ES (1,500 rpm, 1538
SEILNS> B (3,000 rpm, 543°F8)

TE(Ter=rJILE)

+ n-AFHU 10mL
#&ES (1,500 rom, 153F)
&5 B (3,000 rpm, 553°F8)

LfE(RE)

TR (7Eb=rJLE) it R)
| 7L5—28
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1-2 oo M (SOPE) oono—2—

SOPAT#H{oNT-
A& 5 mL
+7K 5 mL
AC-2h—h) P hTLITEA
F7Eb2K(:1) 10 mLTH S
JK 10 mLT#k#
10% 7 AILE VEEKBER-THbo (1:9) 256 mLTHEH
BHR
| mEmE ecsmE ey
BBy
+ AP7HER=RJJL 5 mL
T4ILE—5iE
REBR

2 AC-2H—F)yPhILIZEBERAE (KK
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2. RIEEHORE

WE SR ITE I E A — AT Lz, BEEORIT
IRZFERT D721, RUBHEA R Z 10 pL 725 20 pL
2 U7e, BENESRMECTHREHEAE L 2 52 L1255,
10 uL EARF & B2  TBHQ BE— 27 DFE L WY —F ¢
YIWECT, V=T 4 YT ORI ONWT, FEHERR
W (AP 7 h=hVU) LBEHE (5%HEEE - A%/
—b TR F=FUVRIR (3:1:1)) OEWEAERO~ >
FLrITPENZDEEZZ BEHOAZ ) —VE2T &
F=hFULTEZXHL S%ENE - 78 b=k U LRK
(3:2) L LCE—IRIROUFEEK T2, T DRER,
20 uL FEARF O B — 7 RN L, i@k o 2 580k
ORHIRE 2155 Z LN TE =, BHEORIESMLED
2B UEAREB X OBEFFAR Z 4 4 .20 uL B8 X 0V5%
Hele - 72 h=RFUJWRIK (3:2) ITEE LT,
(77— % KHEH)

3. AINEYREER

SOP ik & RikZ& g 5 7= 012, FEBrJ71E 1N
Rk o> 7 FEHO R & T 3 0T CUSINEIN G %
1Tolc, a—yili, AUV =73, I=ijh, ©—F v
W, B —TF o F—0 5 IR E I XE R oM
B, N=—Br—A =T vV ATERT v D2
FEFEITZ OO B S ORI KL A V2, X341,
3227w~ 7T L%7R LT, TBHQ @ RT 1% 5.8
~59 0 THLN, E—T vy UYNRNF—BLUON=—1—
A M= VIZIE T MY — 2715 6.2 47, 6.7 47IC
Roni-, ZoxkHr —27 @ RT IZ TBHQ & &/ Th



037D TNRH-7=HbD0D, B — 7 HENIEFITRKE
Wiz, TBHQ DIRIE « EEOEE e-7-, £7262
& 6T DKM — 7 TR — R REICH R 6N
TN — 7 HfED TBHQ O E & FIRMELL T CTh o722
ML ERIIFAE TChH T, IvliBLNI~vER S
v MBS 2 I~ HkO B KM — 713 5.6 47,
245 3B X344 bz, I~ ERX Ty M
15 5.6 00— 7 HEITER TIRELLFTHY |
TBHQ E&EOHEHIIATREETH »7=, LA L, HPLC ®
ST 2 20 Zpfil & LT D7, I~ HKD 245 5
BELO344 50— 7 ROBBRSITEAR OB E &
o TN,

<, BE—F v U NRNF— N=—pm—X pE—F
v &, SOPIETIIAMEE — 7 DNE DI FE L 72D |
TEEAETHST2D, RIETIIEERNARE L 2o T,
WINE R 81~100%, RSD 1% 1~6% & BAF 7255 R
Zor Lic, BEIE 70~120% OFFAICINE D . SOP {4 X
Db RIFRETH T,

4. EELRE

1 B 207, 5 B OB D NERTET LV TARIEDOR
FEEPRRRBR A FEha L, TR KOENRE A F
L7z (F22), dBHI9RIR E 2 IZEEOMIERFEL L
TE—F oY nR\Z— ZofmgaofEs LT H=—
12— fNE—F oV E Tz, BET 70~120% O
WIXE D | PHMTREED 10%LL T, EPREEN 15%LLF
L RIFRFERM GO,

FEH
IvBIOE—TFT vV EEHREMICEL UL, &R

Y B LI Y4770 SOP {EIZ AC2 H— kv
BT LK BREREZ BN LA EEHWS Z L T,

TEBNRRETH - Tl BHI B W T HHEN ATRE L 721 |

B 706 L AN R NS S 7z, TBHQ DM Z1T H
LE, O-BLUO—F vV ERELAMOESIT. K
HEEHWDVENHD EEZ BV,

AC2H— 1V oA T rhaEE L CHEVWEAINERE
AROEERRICEH N L E T,

a—if a—2il

3-1 SOPEEXRFZEMIOT LTS LD
(&) SOPix. () Kk
HIGRE : 2 ng/g. #tEh - FEXIHE. t&8h : RT (9
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=1

SOP i% & AREDEIYRED LLER

AEHRE Ao CPRIEIEE, % (RSD, %) ,n=3

g ug/g SOPY%: TS

a—if 1 2 95 (5) 96 (6)

F U —7 1 2 95 (2) 99 (2)
ZEH 1 2 AN RE* 99 (1)

E—F v Vil 1 2 101 (3) 92 (2)
BTy R H — 1 2 SR AN RE* 100 (6)
Nom—an— R RSy 5 2 CAEN 81 (4)
ZFE RS v b 5 2 116 (8) 86 (2)
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AUBHRIE:  AOINREE SPHIREIGR OHMTRE PR

vt
g ne/g % % %
By N — 1 2 100 2 5
No—ag—A ME—F Y 5 2 82 3 5
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