op

BInEMESE
BOHE AR
1 7o7mlyoh
1.1 EERBRE
L1l ke~ N7 Z 7k
() FvrIvr A
A HEOHHE
T o7 )y AEER 77 r ) v [(CiuHpCINgHCH) 25 mg % 0.01 mg
OHTETRY, TOHMEETEL, 50 mL DBAEET 7 AT AN, AHX
J—=NEMZTCEN L, BIERETAZ ) —LEMzTTrr7al) v
BEERRAERART 2 (ZOWImLiX, 772 AL LTO0SmgEAT
Do ) o
EAIICES L C, MR O —5%E A ¥ / — /L CIEMIZAR L, 1 mL i
Tr7u bl L T05~4ug 25 AT 0807 7 a ) v LMEREREZH
"Iz,
B = =2
il tH IINTERE 2~4 g % 0.001 g DHTE TEY Z O % 7fLsk L. 200mL
Dt = A7 T Al A, A%/ —/L 100 mL 1%, 30 oMo & iR
W5, MK E2 B O e LILEAF IZ AT, 1,500xg T 5 4yl L
SEEL . BEERIKDO A2 AL ) — )V CTIEMICFIRT L L, &7 L8 it
T OREHAIL & T 5,
BT LEE REHARATIET LR =T 4 (1,710 mg) I AN, E
WL CHIOORHIKE S mL 28T, ZO%ORHIE SmL 2 A7 77
gV Z— (L2 0.5 um LLF) TABL, k7 a~ s 77 4 —I12fitd 5%

REHAKR & T 5,
Wik v~ s 777 40— BBHRERKROET 7 a U U SAERERR A 20 uL &
Wik a~ N7 7IZEAL, Za~ 7705155,
WESME Hl
BoOH R BAVROtE R A (HIE R 265 nm)
T A F BTN IR U AT T A (N 4.6 mm,

£ & 250 mm, Kifk 5 pum) 4
wOBE WK ) CEBREENRT S A X 7 — L (743)
it i : 0.7 mL/min
it e BEonl-/7ue~ N AL E—7EHI I HBEE RO THRE

MAEAER L, REHFOT 7 m ) v aBERIET S,
E1 77l vad LT2ugml Y EORBHEKRZMARST S,

2 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) ¥ Z 41 & [l

EXPR N
3 Pl 2~3 mL/min &35,
4 Puresil 5SpCis 120A (Waters ) XX Z L ERZED EH D
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5 UVEETKFENY 7L 971 g (9.705~9.914 g) KON 1-~FH v ALk
VEEFT NU A 135 g (1.345~1.354 g) #KIZEMNLTIL EL, V¥
iz C pH % 3.4~3.5 IZiRHET 5,
(B3%) HIEAN) T —va v
< WRINTENIN 3R fe OVl LA
VR

AIMENLR R UK

i"': ) ik/ f‘b‘}i
A OMS (ko) TOEL 00" Rep, (%)
BHS LI v A 10 3 99.1 1.7
25 3 101 1.3
50 3 102 0.7
BHSLI vy A2 10 3 100 1.3
25 3 100 1.3
50 3 100 0.8
BHLI v A3 10 3 100 0.9
25 3 99.7 0.6
50 3 100 2.3
- JERIFBR
- y A AR URINJEE WSONMEL SR Eas U SRR
B o FESE LA HorRat
MOMM  mek %5% (g9 (%) RSD, (%) RSDy (%) O
ERHFLI Vs R 7 0 25 96.3 2.4 3.7 1.1
(%) Ju~ 7T A6
l
o,
H
=
0 5 10 15 20
{F 430

AEM (BAILIVIR) O/ TS LA

Q) EA R
A HECHHE
77 v AERER 77 r ) v [(CiuHpCINgHCI) 25 mg % 0.01 mg
OHIETEY., TOHEAETLHEL., S0 mL ODBELEET T A alZ A, A4
J=NVEMZTCEN L, BITERETAZ ) —LEMxTTr7al v
ERFIREZRET S (ZOR1ImLi%x, 7>o7rUUAELTO0SmgEAT
Do ) o
fAICES L €, RO % A % J ——K (7+3) TIEMEICHR L,
ImL 77 vhb LT1030ug 2B TH8E0OT 7l o
PEYER 2 S 5,
B = =2
fh il IONTEREN10g %2 0.0l gDHTE TEDY . TOHE AL L. 200mL
DBt =7 7 22l A, K 30mL Mz TLIRA Lk KR



30~40 °C T 10 /W EREQAI L, TIZA ¥/ —/L 70 mL % Z DRIZINZ .
30 [y R CHIE 95, K 2 e O In R 12 AdL, 1,800xg T 5
OyiiE B L, BRI E T AAERICHET B EEHATR & T,

BT KL RERRIREFRET VIS =T A (1,710 mg) FUIC AR, iR
TTHHEETHOOWMIK 3 mL 28T, TO%O K 4 mL % 10 mL
DRBREIZZT 5,

MO —E A7 T 7 402 — (fLF2 0.5 um LLF) TAWL, K
hkrv~ 777 4 =12 2RBHERR E T 5,
Wik v~ 777 40— REHERKOET 7 v ) U AERERE 20 pL %
Wik a~ N7 7IZFEAL, Z7a~ N7 85155,
HIE S B
B #R o SBANORRE R EE (RIEE K © 265 nm)
T A F T ETINANTI MR AT T T A (N 4.6 mm,
& & 250 mm, BifE 5 pm) 2
wWOBE W AKX —— 7 T RIS (13+7)
b ;1.0 mL/min

HOOBE Ao ov NI Anb Y- EmENTHEE RO THRE
MEER L, BT o7 > Trn ) v B 2EHET S,
7£ 1 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) i3 Z 41 & A

EANEND

2 Mightysil RP-18 (BAR(LFHR) X T EFAED LD

3 U KR 192 g (19.15~19.24 g) KX n- KT U VEREET RV
752,07 g (2.065~2.074 g) HEAKIZENLTIL &L, KBk MU ¥
LR (10 mol/L) T pH % 3.5 IZiH#&E+ 5,

(B%) HIERNY T —va v
< WRNEN R e OV LS

s , WIEE .. WONENR SR MR LR
B OME ) EL 00T Rsp, (%)
45 Bk B A AR 40 3 99.9 1.4
100 3 100 1.0
250 3 103 2.0
95 F kA AL A A e 40 3 102 0.6
100 3 102 0.3
250 3 103 0.7
7 r A T — B T AL A A 40 3 102 1.0
100 3 100 0.6
250 3 102 1.4
T N AR R IR EE WMEIER sndE Ui M
AROIR  maom mEs (90 (%) RSD, (%) RSDy (%) ot
i > B AR A S 9 0 100 100 0.9 2.7 0.30

555



556

(

1.1.2
(1) FLIvr=R

B#E) ru~< ~7 T L

WAEE

6 2 4 & & 1w 12 14
{33303R8. 7 55
AMEM W SERAREAEMICTTRYILELT
100 gt fHHEFHM) U/ AT LTI L

WS BE i

A HEOHH

1) AL x & —r—ok (2+1)

2) Tr7ml)yAEER 77 m s [CuHiCINgHCI) 25 mg % 0.01
mg DHIETED | TOHMEEFTE L, 100 mL OBARET T A 2T A,
AL ==K (2+1) M THEN L, BITERETA X/ —L—K
(2+1) ZMATT o7 m ) v MEERIKZRYT S (208 1 mLi%, 0.25
mgZEHT D, ) o
flEAICER LT, EEFRRO —H %2 A % J — L —K (2+1) TEMIZHRL.
ImLHICT7 7 el ol L T28ugbdaa8357 70l U MMERREH
®4 2,

3) KEgfbF U U LK KEEAET N U o AR (1.1 wiv%) 15 mL 1A ¥
J—IV&EMZ7T200mL &35,

4 FTHLVTVF—IVIR 2]0-FT7 X LA —IL 25 mg (24.5~25.4 mg)
AR ) —VCENLTIL &9 5,

5) IRl FT7H LV A =LK 90 mL & 250 mL DR T T A 2|2 A
e 7207 Ab B U 7 AR (0.2 wiv%) 5 mL ZMx TR B, &
W7 A U 7 AR (1 wiv%) 5 mL &2 TR YV RS 72 30 4y B
T 5, LIZZOWRIZAKERLT Y 7 A 100 mL #0012 TRV RS =%,
T A A (G2) TABT 5,

Z o3RI, AR L, 75 LRIV S,
B =& =

fh il IATEREL 1~3 g 2 0.001 g OHTE TEY . TOEMEZTLH L, 250
mL O HEIFICA L, A% 7 —L—7k (2+1) 100 mL #z. 1 KRIEY
BETHM L-#HET S, filiks A S A) THHEL, A%/ —
—7/K (2+1) TIEFEIT 50~500 fFIZAR L, HIEICHT 23K & T 5,

H & PUBHAR 4 mL Z ke OIS I EMEIC AL, 8 aI3E 10 mL
M TRV IEE 2% 20 oMFRE L, 650xg T 3 Lo 5, ED
W2 BB BV AL, ST TEY, ERBREE (A2 2 —v—K (2+1)



4 mL (2 DWW TRUBHATE & [FARICHIE L72iR) 2R iR & L TR 530 nm @
W ZRIET S,
[FRFHZ, 77w U o SRR 4 mL 2 e O g I BRI AR, &)
FHEWE D6 & R — & TRt E 2 IET 5,
B BeonelotENS, REtho T e ) v ABREEHT S,

2) BEAEE
A HEOCHH
D HHEE (OO AD DICKD,
2) Tr7m ) uLAEER ()OO AD2TLD,
3) W\HEMET LIS T Ahrua~w N7 HAEEET VIS R
63~200 um (230~70 A > ¥ =) ®1% 100 °C T 3 R4 2,
4) Kb MU U AR (HD A D3)ZXLD,
5) FI7HLUUA—IVIR (HD A D DHIZ XD,
6) FERIE  (HDADS)ITE D,
B = =2
i asl SGHTREL 15 g LT (77U v sk LT 1.5~2.5 mg fHY &)
EANETE A METEDY ., ZOHMEAE L, 250 mL O3 EIRFIZ AL,
A K ==K (2+1) 100 mL Z %, 1 KR 0 R THllt L 72 & §fE
5, MR AZ AHE (5 FE A) TAHABL, 77 LLBRICHET 23 EHAIR & T 5,
T L VT AIF S g (45~55¢) AT LE (NEE 10 mm) (Z
MR TR TAL, BT 25T 5,
AEHEK 25 mL 2 7 7 A AL, IO OUHIE S mL 2T, £ DB O
R A L E T 5 3B & T 5,
il E (DD B OHRIEDIHEIZ K %,
H) il (HD B OEFHEDIHIZ L 5,
¥ 1 Aluminium oxide 90 active basic Art.1076 (Merck #) XX Z & [FZED
1N0)
(%) HIEAN) T —va v
« IRNEN S fe OV UG BE

o R o WONERE R LR
B - 0D i} >
BB A @0 ™Y ) RsD, (W)
s i 7 T L 5 i 50 6 97.3 1
100 6 95.5 2.6
- SRR
— L HE EAIR WONYEEE WRNEIN R e U SRk
2o ¥ HAE e HorRat
SHOMI gl mes  (go (%) RSD, (%) RSDg (%) o
g A R gk 6 0 100 94.0 4.0 719 0.97

1.2 EEERERE
12.1 k7~ v77 7k
G FA&aDE - B SEEh
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A HECHH

77 )y AERER 77 m v [CiuHeCINgHCH 25 mg % 0.01 mg
OHTETRY, TOHMEA2THL, 50 mL DBAEET 7 AT AN, AX
J—=NEMZTENL, BIERETAZ ) —AE2MxTTr7al vn
YRR AR T2 (2O 1ImLiZ, 77 AL LTO0SmgEAT
5o ) o

EHICEE LT, EEFIEDO —HB%E A ¥ J — /L TIEMEICHR L., 1 mL HI
Tr7u UL TO0I~Mug 23 BT 08A07 7 a ) v AERERZH
Wz,

B = 2

fh sl IHTERE20g %2 0.0l gDHTE TEY . ZTOHEE L. 200mL
oWt =A 77 A3l AN, TE = VL= K —) (4+1) 100
mL Z %, 45 M ERE Tl T 2, Mg 28 m o s I A
AU, 1,500xg T 5 [l DBt L. EEAEE T SALEE T IS5 2 50RHE
weT 5,

BT LT RENEIE A TET LI I =T 4 (1,710 mg) LI AN,
JEVEE2 LR 30mL 23 S8 5, fHiR 25 mL & 100mL O3 7 7 A
T IEMEIZ AL, 45~50°C DKIRTIF & A EHe[E T 5 £ CRIERME L7-1%.
BRIA L FES>THETLH, 7TEF=FJL—2F /7 —/L (99+1) 10 mL %
M2 THREMERN L, BT D I3 2 3HRIG & 1 5,

BT LREE I RBHREZ T VI T I =T 4 (1,710 mg) FHIT AL,
JEREE?2 LTt E® 5, BEHEIRDO A> TWeRT I 7 7 2a%2 T b=
FUL—A% =) (99+1) 10 mL > T3 [ L., ikzERI =0T
LTz, RRRICHH Y5, Hic, 78 h=rU =X % 7 —/1 (99+1)
10 mL Z# =07 KM, FRERIZHE S THRET 5, 100 mL D729
T7IAAEI =T ADOTFICESE, TEh=RFJL—X% /) —L (9+1) 20
mLZI=hTA0Mz, EFER2LTT 7o) vrz2RHEE5, BHIK
Z 45~50 °C DRI TIE L A EHET 5 F TRIERM L%, ER1 0 A %K
> THLET 5,

AL =)V 5SmL & EMICNZ TEEDEZEN L, ZOREA LT T 07
gV — (FLE2 0.5 um LLF) TABL, K7 a~ 777 0 —i2fkd 5
AEHRIR E 35,

Wik a~ 727 4 — 1.1.1 ()D B ORIk v~ ~7Z 7 4 —DIHEIZ
X2,

H) B 1.1.1 ®(1)® B DFFEDIEIC L 5.
1£ 1 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) XX Z 41 & [A

ZDHLD
2 VI 2~3 mL/min &7 5%,



(BE) DWEN) T —va v
* BRI =R K O Lk BE
)IN=3E

IUCIENE=S - SUAY [ 3

AR ORI o PEL w0 Rsp. (%)
Ji% %5 7 B B A A R 0.1 3 107 5.7
0.5 3 101 0.5
1 3 101 0.6
IR IE B B A Dkt 0.1 3 105 7.8
0.5 3 107 3.3
1 3 100 2.1
WA A 4R E LA R 0.1 3 99.0 3.8
0.5 3 109 1.3
1 3 106 3.6
ST 3 AR FEHR RINIREE RINEDR R Ersm UL M
AROIOR gy mas () (%) RSD, (%) RSDg (%) oRal
R AL R 7 0 0.5 81.0 49 11 0.59

(%) Zu~ 7T L)

b
4l
+
=4 ' A l
L 1 1 L ]
V] 5 10 15 20

{FIF0FR, 5
AN (RARESRAMCTZYITOYHLELT
0.5 gt HBEFRM) DY/ OIS LA

2 T pXAN_N— K
2.1 EERRE
211 K7 a~ 777k
1 FLIvr=A
A HEOHH
T hoS_— MERE = hSX— |k [C12HsNO4) 20 mg % 0.01 mg O£ T
B, ZTOBMEETEEL, 100 mL OBELRET T A I AN, AHX J—)L
EMZTEMN L, FICHERETAY ) — &M Tx b8 — MR
ERETD (O ImLiE, = b S_"—=F L LT02mgaEAT 5, ) .
EAICEE LT, EEFRKO—HME A ¥/ — /L TIEMIZHR L, 1 mL HI
TSR — [ L LT 025~2 ug 25 AT 2RO b /83— MEYERE 4 G
T 5,
B = =2
fh il IIATEREL 1~2 g 2 0.001 g OHTE TEY . TOEEZTEHE L, 200
mL O =A7 T 2|2 AfL, A¥ /—/L 100 mL ZH1 %, 30 53D
IR T T %, K 28 6 ke DR I Adu, 1,000xg T 5 4y
ELDEEL ., EERIEDO—EE AL ) — )V TIERICHINT 5, Z0iE A

559



560

YT 74 nF— (LB 05 um L) TABEL, BEsa~ s 774
—lct T o RENAR & T 5,
Wik v~ 777 ¢0— BRI K OV = b /S_— MERERR A 20 uL # iR
Kru~ NI 7CFEAL, 7~ NI T 085155,
WE &
B OH AR AN E R (RER R 270 nm)
BT A A TETINANTI MU BT A (N 6mm,
& 150 mm, HKifE 5 pm) *!
W OB W AK=T®F=FU (743)
i I : 1.0 mL/min
H) 1 SBon-r/ua~ M7 06— B3I XIIHEE RO THE
MEERL, REF O MR- NEEZHEHT 5,
# 1 YMC-Pack ODS-A (VA Ay H) Wit RA%EDLD
(28) EAN) T —va v
< WHNEICER R OV U RS
IMBEE

AOMELER OR UK

§ un ) ak/ “‘}i
R oM (oke)  TOEL 00" Rep, (%)
BRI v 7 A1 0.5 3 99.0 3.6
25 3 102 4.1
7.5 3 99.3 4.8
BHS LI v T A2 0.5 3 100 8.0
25 3 101 6.5
7.5 3 99.0 2.0
BHTLI v A3 0.5 3 101 1.5
25 3 102 1.0
7.5 3 99.7 1.5
(%) Zu~ 77 246
|
i}
H
=
— . |
0 5 10 15
1% $=03 8

AmEE ERILIYIR) O/ IS A

(2) BlA Ak
A HEOHHE
1) T h/3_— MEAERR T fX_— |k [C2HisNO4J) 20 mg % 0.01 mg DT
FTEY, TOHEAFTHL, 100 mL OBEEET 7 AIITAN, AZ )
—NVEMZTEN L, BITHERETAY /= EMZ T F/X_— MEUE
FREz#HEST 5 (ZOW® 1mL 1, = b= & LT 02mg 5HT



Do ) o

flAICES L€, EHEFIEO % A % J —/L—K (7+3) TIEMEICAHR L,
ImL e f8R— R L LT 0252 ug 28T HEAEDT b /3_— MEYE
s 5,

2) HHETVIF BT Asu~ NI T7HBET VI (kifE 63~200 um

(230~70 A v =) H1% 120°C T2 B+ 5,

B = =
Fh s IONTEREN10g 2 0.0l g DT E TEDY . ZOEKEAEFEH L. 200mL
Dttt = A7 T Az A, A% ——7K (7+3) 100 mL Z 1z, 30
SN ERE T T 2, K 218 At O g I AL, 1,000xg T
S5MELEEL . BT LB HET A REHATR & 5,
717 NALER HET VI T 5 g (45~55¢g) ZHT7LE (W 10 mm) (2H2
XTRTAL, BT 25H/HT 5,

ARBHAIR 2 7 7 LI AL, 1D DOFHIK 3 mL T, ZO®%ROFHIK 5
mLAZA T T 7 0% — (LR OSum LLT) CTABL, ik~ ~7
77 4 =T R EhAR E T 5,

Wik v~ 777 ¢0— BB K OV = b S_— MERERR A 20 uL # i
Kru~< N7 I7ICFEAL, 70~ N7 05155,
WESME Hl

O & aotmgs Ui E 306 nm, H@OEHE - 350 nm)
BT A FITETIUNT I VT A (N 4.6

mm, & 250 mm, KifE 5pum) "2
wOBE W AK—TER=RIL (743)
it # : 1.0 mL/min
7T LR © 40 °C
at H Honl-/7ue~ NI AL E—7H3 IHEE RO THRE
MEER L, REfP O hIR—NEZHHT 5,
£ 1 Aluminium oxide 90 active neutral Art.1077 (Merck ) X|I Z 1 & A%
DHLO
2 Mightysil RP-18 GP (BB LFM) TN EF%ED H D
(B%E) HIERY) T —va v
© WNANENN R K OV U KS EE

e ; WIMBE . WMER R oK UKS
PR ORI o BN T () RSD, (%)
3 5 HBEL A ek 3 3 98.6 0.9
5 3 95.0 6.0
15 3 95.7 2.7
95 H LA e 3 3 94.4 3.7
5 3 9.1 6.2
15 3 97.1 5.6
7 v A 7 —ni LA R 3 3 97.2 1.6
5 3 99.7 7.3
15 3 100 2.9
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- F[FRABR

HoEt A USJEEE FINENER SnsE UE  Simsmms

2 kS
AMORIE gy man (g/t) (%)  RSD, (%) RSDg (%) HorRat
5 AR A TR 6 0 5 88.2 1.1 1.7 0.13
(%) Zua~ ~7 T L6
l
: 'L
kg
-H
I
2 6 10 12

B =t ey
AR (bS5 ARASHARICT F/SR—KFE LTS5 gt HBERM)
NHYOT KT S A

22 PEEEARIE
221 K7 o~ 777k
G A #6PE - Bl ARk
A HEOHH
1) T h/X_X— MR T f XA — | [C2HisNO4J) 20 mg % 0.01 mg DOHr E
TEYD, TORMEEZFLEL, 100 mL OBEEET 7 AT A, A¥ /) —)b
EMZ TN L, FICHERETAY ) — L&A T b3 — MEYEFE %
AT D (ZOR ImLiE, T hXX—=hELTO02mga2EHT D, ) o
ACE L C, EEFREO —#%27 % h=brUL—K (1+1) TEMIZHR
L. ImLHiZe hR_R— K2 LT02~1 pg 25 (T 558D F/R_— [
ik 2 RS 5,
2) FET VIS T AhTa~ 7T 7 HEET VIF (R 63~200 um
(230~70 A v =) #1% 120°C T2 BB+ 5,
B & =3
fh il IHTEREL 10 g &2 0.01 g DHTETEDY ., TOHMEEFE L. 200 mL
DI =7 T Az A, AZ ) —/L—K (4+1) 100mL Z 1z, 304y
W Z R CTHIH T 2, R A e OIS I A, 1,000xg T 5 43 [
DEEL., REEREE S T DB I S REHAIR & T 5,
717 NALER T HFPET LI T 10g (9.5~105g) 247 L% (N 10 mm) (2§
KTHRTAL, BT 2EZHRT S,
REHAIR & 71 7 DAL, PIOOWIIE 3 mL 2 T5, ZOH%O IR 10
mL #2% 50 mL O72 L7 7 A 2TERKEIC AL, 40 °CLLFOKIBTIEEAE
WET D CHUERE L%, EBV A2 %o T+ 5, Z7rokiLs 5
mL 2 CEREMARN L, BT ZH I3 2 3BHRIR & 1 %,
BT RMEN BT AB~Y IRV AI =T A (910mg) B EImakL
A SmL THHET 5,
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REHATRZ L =77 A AN, FEE LR sg2%, BEHRKRDO A -
TWrERLIETZ 7 2Aa%z2 7 aadk/bA 10mL THE L, RERICERIET 5, FIC
VEF LT —FT)—~FH L (4+1) 10mL &I =0T LMz T 5,
S50mL ORULIET7 I A% I=NTLOTIZESE, BT /L SmL Z#I=7
TAIMA, EEF LT bS3R— M 2EH ST S, WHIEZ 40°C LLF DK
WTIEE A EHET 2 E THIERME L%, EF T A2k TRET 5, 7
T h=hrU—sk (1+1) 1 mL ZEfECINZ, BEWERNL, AT T 07
g4 E— (fLE2 0.5 um LLF) TABML, Kk~ 777 0 —i2ffk4 5K
BHER & 35,

Wik v~ 777 40— BB K OVE = b3 — MEERS 10 uL ZIRIE
sma~<w NI 7IZEAL, 7a~ NI AEGD,

HIE AT B

B H R AN E R GAERE 270 nm)
BT A FITETINAT I VT A (N 4.6 mm,

R & 250 mm, RifE 5 pm) 3
woOBE W ) CERRREIRTO— A 2 ) —L (1149)
i # : 0.8 mL/min
717 MR © 40 °C
it B Bonicrsa~w h T A0 E—7 &I RO THREREZIER L.
AEFHO= hRIX— N EEFHMNT 5,
¥ 1 Aluminium oxide 90 active neutral Art.1077 (Merck f) XX Z i & [FZD
H D
2 ZOHOWEKE 13mL @9 b HLERIT 5,
3 Sep-Pak Plus Florisil Cartridge (Waters #) (24 72K &ED U HF— "—%
ERE LB OXIZNEREDH D
4 I 2 mL/min &5,
5 Wakosil I 5C18HG (&t 7 A /L AFDEHIZEE) XiZoh LFED LD
6 VUEEAKFE T RY DL 12K 90g (8.95~9.04 g) LNV s IKHE
Y 7 h34g (335~344¢) ZAKITHENLTIL T 5,
(BE) AN ) F—va v
< USHNEI =R fe OVl U RS
I B

IUCIENE=S. - SUaY [ 3

PR ORI @ RV RSD, (%)
ik 7 fl F B A DR 0.2 3 109 11
0.5 3 100 11
0.8 3 92.7 22
FEIR B Rk B A A e 0.2 3 113 6.4
0.5 3 95.3 2.4
0.8 3 101 3.5
W A 4B Ak B A R 0.2 3 104 11
0.5 3 92.0 1.1
0.8 3 93.7 2.7
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- F[ERABR

ERE R RINEE RMNEI R SaiE UnE S meme

B kS
nﬁﬂq'@*ikﬁ F?ﬁ%%{ gﬁid}k (g/t) (%) RSDr (%) RSDR (%) HorRat
AR & B 6 0 0.5 95.7 4.5 5.5 0.31
(&) su~ 7T L0
l
fhe
+
=
| — | I
0 10 20
FFHER o

AMEE (RBERARSHBIZT F/IR—KrELTO0.5 gt HHLEAM)
NHYOT KT S LA

3 Hifku =74

564

3.1 WESERETE

A HEOHH

1) s g 83 mL IZ7 v hr&EMAT 1L &35 (FHFFCHRES
%o ) o

2) HEEu =T ¢ UHEUER  HBEeX=F (> [(CisHi;CLNs-HCl 0.10g % 0.1
mg OHTE TEY ., TOHMEEZTLE L. 250 mL OB EAEE T T A 2|2 A, j#EE
DAR ) —)v&MZ, 50 °C OKEH TR LR SEN LEBEmT 5, HIZ
BRI TAADERETAY ) —NVENZTEBE X=F ¢ FEREFK 2 59
5 (ZOW1mLE, EEreX=T 4L 1LT04mgZ 5075, ) o
ERICER L C, BEEFEEO — M4 s CIEMRICAR L, 1 mL FICHERE o
NR=FT 4 LT 2016 g 25 AT 2BROERe X=T 4 VEHERZHRT 5,

3) WHIEEE 2-A RFTTH = 100mLIC T =Y AEMATIL &F
Al

4) I T UE=T K40 mL (SRS AN TIL &7 %,

5) FU 7w FERETR FU 7 oo fEER 2.0 g (1.95~2.04 g) (PR 4 mL %
Mz TRV IEE D,

6) KEEEH YV T LK KBV 74 3.0 g (2.95~3.04 g) (2% J —/L 100
mL Z 12 TRV IEY, EEAKREEHRT S,

7 HEHEMET I T T LT a~v 7T 7 HAEENET VT (Rifk 53~210 um
(270~65 A v =) H1Z& 105°C T3 BEf§zd % (TS5, )

B & =3

Fh i IHTEREL S50 g 2 001 g DT ETEDY ., ZOHMEETE L, 1 L OO
AR, HETASE 400 mL 200z, 1 BEREHE 0 RS CHIE L7271 5 o RiEeE
L. iRz A8 S A) TAHAEL, 77 L0 23 EHER &3 5,

BT LAE T AI 13 g (125~135g) 207 2% (W 13 mm) 125



KTHETAL, BT L2l D,

AEHAWE 5 mL % 1 7 AMZIEFEIZ AL, RN TR TAKIO LIS 3 mm D
SIZETHE T I %, AL 10 mL X5 mL ZEKR S 7 A2 T
FRICRE S ¥ 5,

S50mL OWERET T A% 0T L0 FICES, WHEE 20mL 25 7 LICIE
eIz, WREAFLTAFIO ESEnS 3 mm OF SICETHE TR F L, ko
R=TF 4 rEEHSE S, TICHEHEE 10mL 20 7 AIEFEISIN X2, FRICHE
M, WHKERY IBE CGRENAKR &7 5,

o oE REHARICKEEE S U U LK 1 mL 2N TIRVIEE S, EbHICZ

D2 B VIZAIL, STTEY, BWHEE 2 RE S U THERE 440 nm X TY 550
nm OWIEEZRPE L, 440 nm OWHFEDN D 550 nm OWIEREE 2 75 L5\ Tlk
E (4) 2R D,

WIZ, P 7ol 3 a2 Oz, B E5s-THEY, EVEY
TR I EE, FRRICEAEL TRICE (B) 2R, WICE (4) 7»OWOLE
(B) ZZLBIWTRILE (C) &Rk 5,

FRFIC, BB X=F ¢ VEHERL S mL & EfICHHROSE & [F—5&0
THEAEL TUORE (D) 2R 5,

BB BOREMCEE (D) BB RERE R L, BB OB R <=

vEERNT 5,
# 1  Alumina Woelm B Akt.1. 02069 (Woelm Pharma #) XiZZh &t RIZEDH O

(B%E) GIEN) T —va v

WONEIY 2R M OVl U B
- ; WINRE o INEINER R URBE
A FELH
RO (g/t) L (%) RSD, (%)
it A Bk 33 18 92.1 2.8

4 FXVV W

4.1

AV IO TIVA X DWRIK T a~ § 7T 72 KD RS HTIE
H2HEi 112X D,

5 AT7FUFy T A

5.1

EEABRIE

51.1 Wik a~ ~75 71

(1) FLIyrzak
A HEOHRE

1) AR ) —L—7K (7+3)

2) AT X2 Ky s AFEAER I 7% Ry 27 A [CpHi3N304) 50 mg %
0.0l mg DHTETED, ZOKMEEFFILL, 250 mL DBEELET 7 A 2(ZA
Ao, HHHIEEE A N2 T L, ISR E CHBEEL Nz T 7% R
v 7 AR PSS (ZofE 1mL 13, A F9F 0 Ry 27 ZxE LT 02
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mgxE AT D, ) .
fERICER L T, BEERIR O —H 2 i s I CEMICAR L, 1 mL oA
TXURy 7 RAELT I~6ug AT DEEDOF T X0 Ry 7 AREREWR %
LS R
B = =
il s IIATREL 1~2 g &2 0.001 g OHTE TEY . TOEMEZTEH L, 200
mL OB tadtie =47 7 X a2 At HHEEE 100 mL 2%, 30 55 &
IRECHiH T 5, iR 248 e m OIS 12 AdL, 650xg T 5 4y iz D
L. BV AR O — R % fl IS T IERELZ 100~1,000 f5ICAR L, ik 2
n~ 777 4= DRENAIR & T 5,
a7 v~ s77 74— BWEHAKRKOE AT X Ky 7 AFEHERSE 20 L
BRI a~ N7 7IZEAL, Z7a~v N7 T AERGD,
RE S B
o #R o BN E R AR (RIE K - 380 nm)
T AN A TETINTI MY BTV T A (R 4mm, E
& 150mm, Kifg 5 pm) -2
wOBE W K= RAH =L (7+3)
it 3 : 0.7 mL/min
FOOBE Ao uv NI Anb Y- EmENTHEE RO THRE
MEER L, REHPOA T Ky s 2EEZHET 5,
W1 EEEBETEE LRETIT O,
2 Shodex ODS pak F-411 (BAFnEETH (WFEKT) ) XidZh i R%ED
H D

(2) BlA k!
A HEOHH
) HHEEEE (DHDOAD DITL D,
2) TR RNy AFERER (DD ADDITED,
3) HET LIS NI LT 87T T7HEMET VI T (K 63~200 um
(230~70 A v =) ) ®2% 120°C T2 B+ 5,
B = =2
fh tH IATEEE 10~20 g (AT F 0 Ry Z7 AL LT 05mg FHYE) %
00lg DHTETEY, ZOHMEETEL, 200mL DGR —fA 77 22l
AL, AX 7 —b—K (7+43) 100mL /0%, 30 /7R ERE Tt 5,
il K %18 o d ke im D IR I AL, 650%xg T 5 il oy L. BV
71T DB S EEHAR & T 5,
71T BALER HET LI F 5 g (45~55¢g) %H 7% (N 10 mm) IZH#
KX THETAL, T LE2FRTD,
AEHEIR 2 7 7 DAL, FIOOFEHK 3 mL 2T, D% O %
AT T 7 4 0F— (JLEZ 05 um LIF) TABL, ks~ 777



4 =T A EHAIR & 95,
ke~ 772740 —  (DOBOKKI o~ N5 7 4 —DHEIZE D,
L (1) B OFFHEDIEICL 5,

H 1 EEERETELLRETIT Y,

2 Aluminium oxide 90 active neutral Art.1077 (Merck ) XX Z i & [R5
DEH O
(B3%) HEAN) T —va v
< IINTENRE R f OVEOR UK BE

e s WL WINENR = MR UK
REOmE o PEL T RSD, (%)
FHLH K R LA Al 5 6 100 3.1
30 6 102 1.3
70 6 101 3.1
TR E B B A i 5 6 94.6 3.7
30 6 96.1 2.6
70 6 94.3 2.1
- IL[R) FAER
A S iR EHR WRINIEE WRINEILER SNdr Ui spmsbe
PRORB  gaw mat (90 (%) RSD, (%) RSDg (%) oRal
R B A R 5 0 25 98.9 1.6 2.5 0.26

(%) Ju~x 77 L0

A

i

0 4
EZEici P
AmEE (FAReWAH) oo IS A

52 fREEERRE
52.1 WK o~ h7 T 7iER!
@

%ﬂl

A HED
D HHEE 511000 AD DICKS,
2) FT7F Ry 7 AEAER 501 01D A DLV AT H Ry 7 AFE
WK 2T 2,

ERICER L T, BEREO —MA b E CIERICAR L, 1 mL Fict 7
FURYZ 2L LT 005~04 pg 256 TDEBEDAFTF 0 Ry 7 ZAGEHER %
PS5,

3) FETIALIF 511 ORDADININKD,
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B = 2
fh sl IHTEVEE 10~20 g %2 0.01 g ODHTETEY ., TOHEEZLE L. 200
mL Ot EIFE =47 T X 2|2 Afv, HHELEE 100 mL 202, 30 432 &
W 5, R 2 B At m OB IS AL, 650xg T 5 4y im0y B

L. EEREE D T DB 5 EHAR & 95,

715 HALER FPET LI F 5 g ™2 (45~55¢) #H 7 L8 (N 10 mm) (T2
KXTHRTAL, BT 250D,

REHEIR 2 77 7 DAL, PO OFEHIE 3 mL 2T, Z 0% OV IR 2 mL
BAUT T 4 0H— (FLFR 0.5 um BLF) TABL, ks a~ 777
A =T 2 REHRIR L T 5,

Rk~ 7o 7 4— BN K NS A4 T F > Ky 7 AEHERS 20 uL %
"o~ 777 ZFEAL, Zu~ 77058155,
B S
e H AR AN E R R (RIER K : 380 nm)
T A A ITETINTI MM BTV T A (R 4mm, KX
150 mm, Kif% 5 pm) *3
WOBE W K= AKX = (7+3)
i 3 : 0.7 mL/min
R Bohisuov M T AL E—E S ITHEEE RS THRERE
ERR L., REfFOF T X Ry 7 2 BEZRHHT 5,
W1 EEBREITEE LIREETIT S,
2 LIy ADOEAIT10g (9.5~105g) L5,
3 Shodex ODS pak F-411 (BFnE TR (REHKT) ) XX EREDO D
D
(B%B) HGIERNY) T —va v
< WHNIENEE R OV UG

; IR, WINENN R R LR
PR oM @ TRV T RSD, (%)
BT Iy 7 X 0.5 3 91.3 8.3
1 3 91.7 14
2 3 87.7 1.7
ABREHA L I v 7 % 0.5 3 100 8.0
1 3 101 12
2 3 95.3 3.2
LRI v T R 0.5 3 110 7.6
1 3 119 7.6
2 3 101 9.9
% B B A S AR 0.5 9 105 3.7
PR IR B B & fEE 0.5 9 100 7.7
LA 4R B A B A A k) 0.5 9 97.7 5.5
- HL R
s e AR FEHR IR BNENLE EnsoE LE S
AROIR  gaow st (g0 (%) RSD, (%) RSDg (%) oRa
ATV v s R 6 0 0.5 101 5.9 5.9 0.33
PP TR At 6 0 0.5 104 43 7.2 0.41




(%) su~ 7T LH)

(#3304 7
BER (F5F2Fy 2RELTO1 pg/mL) Y/ BT LTS L4

6 HIWINKy T A
6.1 WOt L
A HEOHH

1) B suauaiR/Lh—RA% ) —)L (3+1)

2) BN K s AREAERE JVIN Ry 7 A [CiH1oN4O4) 80 mg % 0.01 mg D7
EFCTRY., TOKEZEEL. 100 mL OBEAEET T 2 3l A, fHREZ
MMATHEN L, LI E TR Z X TN Ry 7 AREAEFHR & J 84
5 (ZOW1ImLiL, #INAVNRKy 7 AL LTO08mgEa AT 5, ) .

ERICER L T, AR O — 2 i CIEMEICAIR L. 1 mL b
Ry 7 ZALLT80ug @ AT HHNNE Y 7 AEAE 2 {4 5,

3) Mk hY AR BT RU DA 100 g (99.5~100.4 g) A KEE{ET RV
7 LR (0.1 mol/L) IZEMMNLTIL &35,

4) HHEMET LIS T Ly 7T 7 HEREET VI T (KifE 53~210 um

(275~65 A v =) H1% 200°C T 18 FEEMET 5,

5 Aot r4 Y +%2500¢g (499.5~500.4¢g) % 5L OE— A —|Z AiL,
g (1+41) 3L 2N TOXRE% 10 BEFFET D, CoFrA Y L2 d T
A A (G2) TABL, BATHESEL, FIZAX ) —/LTHE LT-#% 10 K
JEEZ L. 130 °C T 3 Biffscie4 5,

B = =

fh H INTEEE 20 g &2 0.01 g DHTETRY . TOEEZTEH L, 250 mL O
etk =M 7 7 2 T A, A 140 mL 2%, #% L T 55~60 °C DK
W C 1 RERAINE L TR L 72 % s 3 5,

HHEZ 250mL ORET7 7 A2H LN EDTr A Y 7% Lem OFE STHW
7o BT AAHMEE (G1) TWSIAIBT 5, HO=MA7 T AT T A A%
NEVHR I 25 mL 75T 3 mIgEH L. [ARRICRGI AT 5, BIZEET T X 2
DIERR F CTHIH AL Z N 2 CREHm K & 35,

FRUEHI K 100mL & & 52> Ut kT b U o A5 50 mL % A#17= 300 mL &
ST HIIMA T LRV IBEEHE L, Z7unukr s (TE) 2875,
FeRRRIC 7 v kv A S0mL 20z, RIERICEMET D,

PRI Y VR T OKFEN U U LA (14 wiv%) 10 mL 21z THEES R 0 R,
BiZZmaRLA50mL a2z, MULIBYIBEZEHEL, ZeoRLihEGs
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200 mL 7237 7 A2l Aivs, 7 ard/b s 50 mL 32 CRERIC 2 [
BIEL, 7RV A@ELEORTR 7 7 A allGbtsd, Z7ankLAfgs
60 °C LA T DK TIZE A CHL[ET 5 F THIERM L72%. NN-2 A F LR A
7 R10mL ZMZ CTHEREVMERN L, BT MMLUEICHET 23R EHAIR & 5,
71T LALVE HEEMET VI 8 g (7.5~85 g) AT A (AR 10 mm) (ZH2E
THETAL, EWRICHT T AT =V ERGEDTZE, NN-VAF LRV LT IR
10 mL 2 Afv, {RIEDA LR CTAKIO LD 3 mm OF SIZET S E T ST
T LEPHET D,

REHAIR Z 71 7 A AL, REHEIK DO N> TWe 2T T7 7 A% NN-UV A
FARNVLT I R 10mL T2 T2EBEF L, WwiKAE AT LI Z, KEAFET A
Flo Esgnes 3 mm OFSICETLETHRHESES, FicvymTFroz—7/1 20
mL &% 7 ANz, RIS S 5,

100 mL Oy %2 71 7 L O FICE S, fliHEsE 25 mL 20 7 AT TA
N Ry 7 2 &8 BEICHET 23R E 775,

HoooE RBRHARICKEEE T MY U AR (0.1 mol/L) 10 mL 01X TRV IR
VlemipE L, 7rahrsfEg (TH) 28T, B8KE S0mL OBEaRET 7
A AND, iR E2 KT U U AR (0.1 mol/L) THEH L. BEikzE
OWERET T A 2| ZHbE, BITEMRE CTKEE(ET MY ¥ L% (0.1 mol/L)
EMZ D, Z DR R A B OILERE IZ AL, 150xg T 5 SrflE DAoL .
FEBRIEIZOWT, KEXRKE L CHE 420 nm OWSEE 2 HIET 5,

FIREIC, M3k 20 g 2 001 g DHTE TREY | ZTOKMEZFEH L, 250 mL O
e = A7 7 AT AN, BN Ry 7 AERER 5 mL & IEREICIN A, BIZ
A2 N2 C 140 mL &35,

LR H NN Ry 7 ZAREYER 2 N 2 72 WRREL O 56 & RIERICEE LTl E 2
ET 5,

7t B BONTEWNENS, BRETOIALRRNy 7 28E2EHT 5,

7 1 Alumina Woelm B, Akt. 1. 02609 (Woelm Pharma #!) I = & RO H D

2 Celite 545 (Celite Corporation #) XX Z i ERIZED EH D

(BE) AN TF—va v
 WINIEN S fe OVl UK E

e ; FoRE . ElEs FROR UK
AU D ﬁ/ﬁ\ 5
AR O (git) BRE L (%) RSD, (%)
Bl & fa ek 0.5 8 79.6 4.9
o (R FER
- e BHE EHR R E RINEIEER SndE URE  KMEBREE
D *’E\ —— S _— HorRat
RO waw mEn (o (%) RSD, (%) RSDg (%) oRa
Hid A fi ek 6 0 50 93.1 42 5.3 0.59




7T VT UBBET LTIV
7.1 EERBRIE
711 Kk 7o~ N7 T Tk
(1) 7L yr xR
A HEOHHE
I UBRTE T T VR J T T TV [CisHaeN20gS) 25 mg %
0.0l mg ODHTETEY, ZTOKMEETLEL, 250 mL OBEAEET T A 2|TA
W, AX ) —VEMZTEN L, FIERETAY ) — VeI Tz
Bt T T MEHERE ZRET 2 (Z0W I mL X, 7o UBET T E

LTOo0lmgZzEHT 5, ) .

EAIICES L C, MEEEFIR O —5%E A ¥ / — /L CIEFMIZAR L, 1 mL i
JZUBET T INELTOSMTug 25 T O8E DT 2V BRET VT VR
R A T 5,

B = =

il H ItrakEl 3~5 g (ZmUEET T E LT 6~60 mg FHYE) %
0.001 g DHFETEY, TOMEZTLHF L, 200 mL OB @A =M~ 7 22
AL, A% 7 —/L 100 mL Z 1z, 30 MRS T+ 2%, gz
te iR DILRAE IC AL, 1,500xg T 5 ffl D oyBE L, LEAERO &
AL ) —)VTCIEMICHRT 2, ZOREALT T 7 405 — (LR 0.5
um BLF) B2 CTAML, k7 v~ 87T 7 40— ot 2R EHATKR & T 5,

Wik~ 777 40— RBHAIR LK NS 7 = VR T VT VIR HERR A 20
uL ZiEik 7 v~ N7 7IZEAL, Zu~ NI L5155,

WE S B

B g AU E RS GUERNE ;- 320 nm)
BT A FITETINT I VT A (N 4.6

mm, & 250 mm, RifE 5 pum) 3
OB WV UEBREENRT -T2 =R UL (441)
b ;1.0 mL/min
717 LFEIRFE ;40 °C
FOOBE Beohruvx b IAnb Y- HEBEE RO TRER L ER
L, RBHO7 v BET T VEEEBT S,
W1 EEREIRETITO., V7 ARGEILT AV IEECHET S,
2 PTFE 8% 7 = LT T T L OWEED RN E D
3 Shodex Cis-5B (HEFIEE LH (JR7E# 1) ) XITZh EREFDOH D
4 YU IKFEHNV L 68g (6.75~6.84g) HAKITIHEMNLTIL &L,
U g (1410) T pH % 3.3 ([ZiH&T 5,
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(2E) oHiEAN) T —va v
* BRI =R K O Lk BE

B ; WINIREE g - AnE s R UK
AR HEAH (wke) B L (%) RSD, (%)
BHZ LI 7 21 3 3 99.9 1.1
10 3 102 0.9
30 3 102 2.4
BHZT LI v 7 22 3 3 102 1.4
10 3 103 1.0
30 3 103 2.5
R 13 7 23 3 3 101 0.3
10 3 98.6 0.4
30 3 101 L1

Q) EAfEE (2o 1) *!
A HECHHE
1) 7T UBET T IVEEER 711 (MDA D 1) 2k, 7= T

T T VR ERIR 2 T 5,
fEAICEE LT, EEREO — % A %/ —/b—K (17+43) TIEMEIZAR

L. IlmLH 7= @RET L T0ELTO01~5 pg 258758800 =

e 7 o7 WIRHER Z RS 5,

2) \HEHMET IS T Ahrua~w N7 HABEEET VI R
63~200 pm (230~70 A v =) ) H2% 130 °C T 2 Rz %,
B = =
i t

1) EGEUREES SHTEEE 10 ¢ & 0.01 g DHTETEDY . Z OHfE % sk
L. 200mL Ok =f 77 A3z A, A% /7 —/L—K (17+3) 100
mL ZMA TZORHEEFERLIZHE, 40 °C T, 30 pENERE THIHT
%4 R & 8 R O IR A I A AL, 1,600xg T 5 SyfiE Dy BEL
BB E T MBI D RENATR & 5,

2) FEDOMOFE SIHTRRE 10 g 2 0.01 g DfTETEY ., ZOEEEZ TR
gL, 200 mL ofaite =M 7 7 2 alZ AL, A% 7 —/L—K (17+3)
100 mL Z 001 % . 30 5[5 IR CTHIH 3 5, fhHIR & 18 ke i Oy
FIZAIL, 1,600xg T 5 sy DBl REREE T 7 DRI HET 5
AR & T %,

71T BALER WHRMET VI T 5 g (45~55¢g) %#H T %% (N 10 mm) 12

AR TAL, BT L2HHT 5, BENARE B 7 2T AL, WO OUEHTTR

SmL 2T, TOHOFHHK S mL 9 5%, 5000xg T 5 4yHEl5y

L, EEARERIEK o~ 777 =T 2 RERRIR & T 5,

Wikrsoa~ 777 4 — REHAR K O 7 = VB T T WA 20
uL 2RIk 7 o~ N7 7IZHEAL, Zu~ T hEHD,
WESMHE Bl
B & AN E RS (FERE 320 nm)



N T LA ETIANT I Y BTN T A (R 4.6
mm, £ & 250 mm, KifE S5 pum) 3
woOBE WV UEBRBREIRT -T2 =R UL (4+1)
it # : 1.0 mL/min
717 LR 40 °C
At B Bonlcrzue~w N7 7806 —7EEXIEE S 2RO T
MEER L, BB sz vBET o TARERET S,
E 1 EEEBEIIRECTITW, T ARREITVIBEETHET D,
2 Aluminium oxide 90 active basic Art.1076 (Merck %) X% Z i & [RIZED

H D
3 MEGUEE 1. BEAGIRIORLERC KRR EE N E M TN T 247> 7=
HLDEWND,

4 ML, A Fa2_X—F —FEOR[URIZLDMA LY, U4 —F—N
R DIREINZ K DIMBAD N EE KOG & B IZ BRI ERN G 6N D
e, U —H—NRRAFIZLVMET S Z ENREE LV,
5 Shodex CI8M4E (L V' F v 7 8) I Zh EFFEDH D
6 VLT IKFENY UL68g (6.75~6.84g) ZHAKIZIEMNLTIL &L,
U g (1+10) T pH % 3.3 IZi%T 5,
(3%) HIEAN) T —va v
« IRNTENI 3 fe OVl UK BE

2 * IR I EIES MR UK
AR (g/t) R L (%) RSD, (%)
TIRE R B A R 15 3 98.6 3.6
30 3 102 3.2
45 3 90.3 2.9
TIRE AL A R 15 3 95.7 2.4
30 3 95.7 0.5
45 3 103 3.0
T KE R B A B3 15 3 96.6 4.6
30 3 99.6 3.7
45 3 101 0.3
VETLI TIRT AR EL S SRR Ongiatkh 30 (GRR ) 3 101 GURICHTAEA) 1.6
L IR ERRRLA SRR Ongete) 30 (RN E) 3 103 GURICHTHEIS) 1.8
EILY TR AR ME A SRS ngate) 30 (RN ) 3 988 (FURITAITHHIA) 0.6
LB IR ERRRLA SR Ongete) 30 (RN E) 3 983GURICHTAHEIS) 1.4
EILE IR E R ME A SRS Ongate) 30 (RN ) 3 9sTGURICATAEIA) 0.3
L IR ERRRLA Sk Onete) 30 GRRE) 3 101 (FERICHTDES) 2.4
- (R FAER
S % AR AR IR WINENNER sriE LR SRS
A OmE RER BER  (gn) (%) RSD, (%) RSDy (%) okt
FIRE AU A B 9 0 30 102 35 35 0.37
(FEMEAER R
FIRH AR A R L2 9 0 30 102 2.8 35 0.37
(FEIMEA KL )
VEILI TR T 8 1 30 96.4 1.0 23 0.24
B figh OIngfa ) (FRE)  (FoRiodT %)
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(%) Ju~x 77 L0

Uik

1
J:If II,JI,‘H | N Lﬂ I| 'u_m_

10

0 5
{®¥30=E

HE (ZIAAHPFBEERBERSHAR (NEEGEH) . RR=E 30 g/it)
NHAT TS L

(3) BlEfEIR (20 2) *!
A HEOHH

1) s K— A% ) —)L—FEEE (15+4+1)

2) T UBRET VT IVEEERR 7T WRET TV [CisHaeN20sS) 25 mg
Z0.0lmg DHITETEY ., ZOEEZFLEL L, 250mL DBEARET 7 A 2|
AL, AZ =V EMATENL, TICEBRETAZ ) —LENMZ T
VERE T VT IOVERERR AT S (ZOW 1 mL X, J = UBET TV
ELTOo0IlmgzEAT D, ) .

EAICER L T, RO —MAK—AZ ) — (7+3) TIEMIZHRL,
Il mL FiZ7 U fBET T8 LT 0250 pug BT HHED Y = ik
T T IVEERER 2T D,

B =& =

il M oMkl 10g % 001 gDHTETEY | ZTOEEZFTLE L. 200mL
DtgEIRE =M 7 T X 2T Afv, FHEE 100 mL 2002, 30 2 EE
THIH T 2, K A2 B AR O [T AfL, 1,800xg T 5 G5y
BEL., LB E D T DB HT 23 EAIR & T 5,

71T BALER T BTN ML Y B AN =T A (360 mg) F2 &
A K ) =) 4mL K OUK 4 mL TIEREEST 5,

AR SmL 2 I =77 AT AR, EFEL TREA R TAH O FinlceE
T % F Tt 1 mL/min BRE THRMH ST 5, 10mL DE®ERT T A% I =
FTALADFICEE, K—2AZ /=L (743) 10 mL Z I =07 A2z, EFE
LTt 1 mL/min BET/ 2 UBET TNV ERESES, HITEET T
AADEERETK—RAZ )= (743) Mz, ZOROEEE T T AF >
7 B DS (& 1.5 mL) 2 AdL, 5,000xg T 3 i momE L. EE
HREWRIE 7 v~ 87T 7 4 — T 2R BHARKR & T 5,

ks o~ s7o7 40—  BREHBIRKEOR 7 = VBT T T VEERERA 20
uL k7 v~ N7 7IZFEAL, Zu~ N7 T 05155,

HE S B

B & AN ER S (ERE 320 nm)



T A A ITETINT IR Y BTV H T A (R 6.0
mm, £ & 150 mm, Kifg 5pum) *3
woOBE WV UEBREEIRTA -T2 =YL (4+1)
i ;1.0 mL/min
717 LFEIRE ;40 °C
it 0 Bonlrsa~ 7T L500E— 7 HEZ RO TRERZERK
L, &BtForzv@ges o sraEazibtid 2,
F 1 EEREEIBETITY., TIAFGFITNVIHEECTHET 2,
2 Sep-Pak Plus Cjs Cartridge (Waters ) (2472 mD U — " — %1
ELEbOXIIINER%ED LD
3 YMC-Pack ODS-AM (VA = Ay 4 8) X ZnER%ED LD
4 VU AKFEHIY T 68g (6.75~6.84g) HAKIZIENLTIL &L,
U g (1+10) TpH % 3.3 IZFRET 5,
(BE) pIEN) T—var
© WSONENN SR K O UK
W

AIMENLR R UK

AR ORI @ EL Ty RSD, (%)
VE I TR AT A A 15 3 101 4.8
30 3 95.3 1.2
45 3 943 1.9
T B RHBLA AR 15 3 91.6 0.8
30 3 91.6 23
45 3 96.4 0.9
T4 B R B A R 15 3 103 42
30 3 104 1.9
45 3 92.9 1.3
T ; AR EEAR O FoRE WNEER SaREUSE S
ARORR BEL BEH () (%) RSD, (%) RSDg (%) oRat
EALM TR BT A 9 0 30 87.5 1.5 45 0.46
(757N
EILII T IR AT B A 9 0 30 99.2 3.5 4.6 0.48
(vvva)

(%) ru~x 77 L)

e

0 4 3 12
e e

AmEE (FAPFEERRARSRARICO I VBES OTILELT
30 g MY ERM DY/ RIS LA
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7.2

R e BRABRIA

721 ks a~ w75 7yEEL

A HEOHEHE

1) 7 UBET T VR J T URET TV [CisHaeN20sS) 25 mg %
0.0l mg ODHTETED, ZOKMEEFTLEL., 250 mL OB OAEET T A 2T AN,
AB ) —=NEMXTHENL, BIERETAY ) —VENMX T ZVBEET
T VEERER IR AT S (0 1 mL 1, ZUBET T E LT 01
mg ZEHT D, ) .

RICE L C, EREFHRO —#%2 A X /) — /L CIEREICAHIR L, 1 mL Fic”
TUETTNELT005~1 ug 250 T 28DV = BT T T VT
2T %,

2) HWHMET IS N Lhrm~ 7T 7 HEEET VIS CRIR 63~200
um (230~70 A > ¥ =) ) F2% 130 °C T 2 REMFRT 5,

3)  IREEFR IR REEKFET U UL T6g (7.55~7.64g) KOUREET RV 7 A
0.5g (0.45~0.54 g) Z/AKIZWE/MLTIL &L, KT MY 7 LK (1 mol/L)
TpH % 9.0 IZFAFET 5,

B & =3

il tH IHTEREL 10 g & 0.01 g DHfTE TEY ., TOEEE7EsH L. 200 mL
DI = A7 T AT A, AKX/ —/1 100 mL Z Iz, 30 R &EE
THIM S %, FlHIIR & 8 ks IR E IS A, 1,500xg T 5 4y filis O o B
L. bEBREE DT 20 I 23 EHRR & 3 5,

T LMET BEET VIS 5g (45~55g) AT LE (NR 10 mm) (252
ARTAL, BT 25T 5,

EHA 2 7 T DA, FIOD 5 mL #¥T5, TOHOMHIK 10 mL %
50mL D27 T A ZIERMEIZAIL, 50 °C ORI CRIERZE T 5,

A K ) =) — IRBEFEER (1+1) SmL 22 CTEREMEEN L, BT LA
I3 2 30BHAR & T 5,

NT LM A7 ETFIA VM Y AV =T A (360mg) A A
%/ —/L 10 mL, 7K 10 mL M OVERFERE B # 10 mL CTHAERPEEHT 5,

RENRK Z L =H T KT A, JEEEY LT S8 72%. REHARDO A -
TWERTIET T Aaz AL ) —)b—REEFEEHRK (1+1) 5mL THEF L, Rk
ICEET D, SOmMLORTH I F A2 I= AT ADOFIZES, AX /) —/—
FEfE (200+1) 10 mL 2 =7 AIMZ, EEH LTI/ VBRET VTV E
WH S5, WHKRZ 50 °C LFOKIBTIEZE A LT 5 F CRIERHE L 7=
%, BRAA L L THET D,

ALK ) —/v 2 mL ZEREICMA TERBWEENL, ZOREA ST T T4
B —ES (JLZ 0.5 um LLF) TAMBL, k7 e~ 777 4 —icffhi4 253
BHAK &3 %,

Rk~ 777 40— 71.1 O()D B ORI v~ 8777 4 —DHIZ X
Do



FOB 711 0D BORHEOHEIZL S,
H 1 EEBEERETITVD., VI ARGEIIT LV IBETHET S,

2 Aluminium oxide 90 active basic Art.1076 (Merck ) X|ZZ N ERFED
D
3 Sep-Pak Plus Cis Cartridge (Waters ) |Zi 472K & D U B — 3 — & H i
L7ZbDOXITZINEREDEH D
4 I 2 mL/min &5,
5 PTFEMS/ = VT T VT NVOWEEDRNE O

(BE) piEAN) TFT—va v

< USHNEI R fe OVl U RS

AT ANEN R MR URE

ok o g iR
oS o MEL 00T Rep, (%)
%75 A B A R R 0.1 3 103 3.0
0.5 3 99.0 3.0
1 3 100 25
A R AR BE A & Rk 0.1 3 105 42
0.5 3 98.7 2.1
1 3 99.0 1.7
Y R = TN T 0.1 3 105 3.9
0.5 3 100 3.2
1 3 99.7 2.3
o He[EEER
e ¥ Bt AR y,},%jjw,;%};{ ONEIUY 2R SN U g s iR
A O BEM BEH (o) (%)  RSD, (%) RSDg (%) HorRat
PP AR 7 L A A 6 0 0.5 98.9 1.8 5.2 0.29
(%) 7u~ 7T L4
A B
o} e,
g +
= | = l
:jk' ‘h - = Ll'l“.Lﬁ::'..'
] 10 0 10
RIS, {RIFISFE.

EBERRUVUAMBHOIOT NI LA
AR (7o BET7 7 0E LT SngiEA)
B : IR (RS BERARAGEENC 7 = fET T/ LTO05 g/t FIYE
whn)
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8 JUAHZNLNRAFL vk
81 ZURAINAAF Ly NERAF LU TN —DRIEZ a~ N7 5 7% 5 L7
BT X DRI

=I==N
2 Hi2

21285,

9 /o R—)
91 k7 u~bro 7k

578

1) i H7A B

A HEOHN

AH ) —)L—T U F=T K (24+1)

2) 7 vt R—/LFEUE 7 mt R—/L [C;H,CI,NOJ 0.10 g % 0.1 mg DHrE T

',

= DB %

ek L. 100 mL Dt 7 7 A3z A, #MHEIEE 2z

TN, BICERE CHEEEZINZ T/ e R—EERKRZFANT S (2
DWW 1ImLIX, 7rER—LELTImgEEa67T 5, ) o

fEICER L C, BEHEFIRO M4 A X ) — )L CIEMICHIR L, 1 mL FiZ7 o
ER—=LELTI025pg 28 BT 58807 0 R— VIEHERZ T 5,

o

LB I N

(fLEE

[N
I

T

7

G
it
itoom

= =

B E =

IHTaREF10~20 g (7 B E R—L e LT 1.6~2.5 mg fH4E) % 0.01 g
DOHFETEY | %@ﬁﬁ%ﬁﬁb 200 mL OB =MA 7 T X 32 A,
VAT 100 mL 200 %2, 10 32 IRE T T2, RO BB 2 ko

1wmg(m L EEL, AR EA T T T 4 H—

0.5um L F) TABL, k7 n~ v 77 7o 28 8BHRK E T 5,
Wik o~ 7o 7 4 — AR L O 7 1 v R— UREHEE A 20 uL & iRk 7
T 7IHEANL, I~ N T L ESD,

ERM P

28
7 A

e i

=

=N

SOOI E R AR (RIE R 260 nm)

T/ 7w YA U VI T A (R 4mm, kS
150 mm, Ki£g 10 um) *!

7T R=hKU =K (49+1)

: 2 mL/min

SNz~ h ST ANLE—7 B EXITHEBEE RO TREREE
ﬁb\ﬁﬂ¢@&nth~wa%ﬁmﬁéo

7£ 1 LiChrosorb NH, (Merck # (Br7e#&7T) ) XX EFREDH D
(B%E) iTEAN) T —va v
© WINIEIN SR K OVl U KS FE
R FRE . WIERE BELRE
A OMER (g ELT) RSD, (%)
9 5 FEL A Akt 100 10 101 23
200 10 98.8 1.6
— 0 A 5 — Fi B 2 B 100 10 98.0 3.0
200 10 96.6 6.0




- S fm) RER

HREt TR USHNEEE RANEIER HhsE L s

Enw ¥
B O BEH BEHL  (gn) (%)  RSD, (%) RSDg (%) HorRat
R ERp— 4 0 150 78.7 3.6 5.8 0.75
(%) 7o~ b7 7 L6
l
i
|
=4
[y
0 10
= s e

AmEM (Jn4 S—mHARSHEN) O/ RIS A

10 Y=hFVLIF
10.1 Wtk
A HEOHH

1) Y=k FEAER Y= F I K [(CsH7N;05) 40 mg % 0.01 mg OHiE T
/Y, ZOHMEATEL, 100 mL OBARET 7 A 2lZ AL, 7 =KL
=K (1743) ZMATENM L, BITERETTE F=FV L —Kk (17+3) =
ZTCYV= MV FEERKZFHNTZ (ZOEImLIX, Y= LI KELTO04
mg ZEHT 5, ) .

BEAICEL T, B¥EKRO —H%27 8 h=FU -k (17+3) TIEMIZAHAR
L, ImLHICY=bMVI RELT20ugZ B0 T 5V = bV FIEHEREZFHRLT
Al
2) T LI F NI Lra~w 777 HPET VT (KRR 74~177 pm
(200~80 # v v =) 1
B = =

h H SHTRREF 10 g 2 0.01 g DHTETEY . TOHMEETLH L, 300 mL O
= A7 I 2alc A, 7T r=FVL—K (1743) 65 mL Z/z. 50 °C ®
KIFHTEE EEIRVIBERZ S 54 MINE LT L7=%ikin 3 5,

HHIZHPPET V2 12~13 g 212 T 5 RV IBE. Z 0% 100 mL @
BRI TAAH T AAiRE (G3) THBTH, EO=AT7 T A xOHTT A
AimgmwEREEO T h=KF U Lb—K (17+3) THE L., BEEZFLOT T A
Al rE L TARE ALY D, BIZEAET7 T AIOEMRETTEF=F) L —
A (1743) &Iz CTREAICHT 2RI & T 5,

s =) AENAR 4mL 9% S0mL O —H—3f#l (A, BX&XONC) ([ZIEHEIZ
AL, BlZE—=A—C 2V = MV FEERK 2 mL Z ERICNZ 2%, SiKE
50 °C DK THLE S 5,

NN-Z AF VR LT I K=K (19+1) 10 mL Z & — 0 —A [ZEfEICIZ TR
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BT, RS, NN-PAFLARLLT T K=k (19+1) 2 mL ZtE—%
—B KO CIZEMICMZ TENENDEREMZ WP LIk, =F L7 I8
mL % B — 4 —B KO C IZIEMICINZ TR SE, JEICT 23R E 35,

T E HBHAIE 2B VI AL, 572 THEW., NN-AFILARILLT S K—K
(19+1) Z%HRIK E L TR 560 nm O W SEE %2 2 2 llE 1 5,

R BonBENS, Ao Y= VI FEEZREHT S,
Tl EETAIF (BEE7A L AfeEE) IonE %o s 0

(B%B) HHERY) T —va v

< WSHNIEIHE K ORI UK

= % WIIREE NEIE S
Bk D FHFH () Hak L (%)
ik %5 F R & £l sk 22 1 91.6
44 1 92.9
66 1 91.5
110 1 84.2
176 1 90.7
220 1 90.7
7va A T —1% M AALA Rk 22 1 96.4
44 1 94.3
66 1 94.6
88 1 94.7
110 1 94.2
132 1 93.2
176 1 93.9
198 1 94.3
220 1 95.1
- JL[R]) FBR
o v BAE EHR USINIRE WRNEILE EeME LRE M
AROIR g man (o) (%) RSD, (%) RSD (%)  omRat
Wi A fi ek 5 0 125 69.4 3.8 3.8 0.47

11 ALV77X %%
1.1 EEHARE
11.1.1 k7~ 77 7k
1 FLIvrA
A HEOCHH
AT 7 ) XY AEAERR ANT 7% ) FH YU [CaH12N4O2S) 20 mg
Z0.0lmg DHTETEDY . ZORBELFTLHL, 100mL DEARET T A 2|
AL, TERF=FUAZMZTEML, FITERKETTE =M LEMN
RACANT 7% 7% ) VEERIEEZREST S (208 1 mLiX, ALVT 7
F/OFXFVV L LLTO02mg 2 EHT5, ) .
FERICES L C, EH¥EREO 272 h=hr VU b—K (4+1) CTEMIZAH
WU, ImLPICALT 7% ) F 5V & LT25~15ug BT DE MDA
NT 7R XYY AR RS,
B = =2
i o HTEEE 2.0 ¢ &2 0.001 g DHFETEY , ZOHMEZFELL, 200
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mL O =M7 7 A3z A, 7 h=rU/L—/K (4+1) 100 mL %
Mz, 30 pHEAZEETHET 2, MR A2 B E OLERE I A,
1,500xg T 5 il LBl . EEAEO—EHE42 7T b= FJL—K (4+1)
TIEMICHNT D, ZOWREATTT7 408 — (JLEE 05 um LLF) T
AL, W7 v~ 777 4 =T 28R E 5,
Wk~ 777 4— AEHER R OB ANV T 7 F 7 4 U R
20uL HiREK 7 v~ 7T T7IZHEAL, 7u~ NI LEGD,
WESME Hl

o ol g AN E RS GRERE : 240 nm)
BT A FITETINT IR D ATV T A (N 4.6

mm, & 250 mm, KifE S um) *!
woOBE W) CVEBREIRT T = MU (7+3)
i I : 1.0 mL/min
717 MAEREE ¢ 40 °C
HOOBE Ao uv NI Anb Y- EmENTHBEE RO THRE
MEER L, RETFoALT 7 X %9 ) v BEZREET 5,
7 1 Shodex Cis-5B (HEFIE T (Br7e#T) ) I EFRFOHD
2 VT IKFEHIY 7L 68g (6.75~6.84g) ZKIZEE/MLTIL &L,
U UFE (1+10) T pH % 3.2~3.4 [T 5,
(%) HIEANY T —va v
« WRANIENR SR e OV UK BE
W E

CIENE S SUaOy s

e £l IR
RO (oke)  TEL 00" Rep, (%)
BRI v 7 21 6 3 97.0 3.8
12 3 99.5 2.1
60 3 95.7 1.0
EHFLI v 7 22 6 3 96.9 3.5
12 3 97.4 0.8
60 3 94.7 1.5
EHSLI v 23 6 3 97.5 2.8
12 3 98.1 1.5
60 3 97.9 1.2
(%) 7u~ b7 7 40
A B
| |
= =
L __\: l_ T L} ) l_ ——
e« 0 4
o3 10 o 5 10
{F353R. {REAERE,

BERRVFMEABMOIOT TS A
AR (A7 7% /%% UL LTS5ug/mL)
B: e BRI LI v 7 RZALT 7% 7% U L LT 12 gkg fHY &
wm)
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() BlA ks
A HECHHE
ANT 7 x ) FH ) AR ANT 7% )XW 2 [CuH1aN4O2S) 20 mg
Z00lmg DHIETEY ., ZOHMEAFHIL, 100mL ODBERET T X (T
AL, 7 =PI A ZMATHEPL, BITEMRETTER=F) LEZ
RATCANT ¥ 7 X% UERFREZRT S (208K 1| mL X, ALVT 7
XF/XVY L LLT02mg a2 EEHT D, ),

BRI LT, EEFRKO 272 b=t U /b—/K @+1) CTIEMICH
WU, ImLAIWCALVT 7% 7 FH U ELT25~15ug =58 T D580 A
N7 73X XY AERER A TRRT D,

B = =

fh sl INTEREN10g %2 0.0l g DHTE TEY . ZOHMEAFEH L. 200mL
Dfgtate =M 7 7 A2l A, 7 =KV —JK (4+1) 100 mL Z 1%,
30 Sy ZIRE T T 5, K 2 1B i m DR B IS AdL, 1,500xg
TSoMhELyBEL, EEARE AT T 7 40— (FLA0.5 um LA TF)
TAHBL, Wk o~ 2777 =12+ 23 EHRK &+ 5,

Wikr7u~ 777 0 — REHAR L OE ANV T 7% 7 543 U U 4
0 uL k7 o~ N7 7IZEAL, Zua~ N T AEED,

WESME Hl

M g AN ER A GAEE ;- 240 nm)
BT A FITETIUNT I VT A (N 4.6

mm, £ & 250 mm, KifE 5 pum) *!
woOBE WV VEBBREIRT -T2 = MU (7+3)
i I : 1.0 mL/min
717 LAEIRE 40 °C
it il Son-7ouo~ 77506 =7 E S ITHEBEZ RO THRE
MEER L, BBt oRLT 7% 2% v EEZRETT 5,
£ 1 Shodex Cis-5B (BEFIE TR (k7K T) ) XTI EFEFEDHD
2 UVERTKFEHY UL 68¢g (6.75~6.84¢g) HAKIIWMALTIL &L,
U2 (1+10) TpH % 3.2~3.4 ICFHET 5,



(2E) oHiEAN) T —va v
* BRI =R K O Lk BE

FRE . GONEICE  BOE LR E

W

PO @ RV e RSD, (%)

$H19 0 BRARAEE (v ) 30 3 97.7 1.4

60 3 97.5 0.7

120 3 96.9 1.5

Fg o BRARAEE (vyv =) 30 3 9.8 1.5

60 3 98.7 1.1

120 3 97.8 1.0

T a4 7 —BE % HE A AR 30 3 96.7 0.3

(vyv=a) 60 3 96.4 1.8

120 3 97.9 0.8

Hg o BERRARAER (XL v ) 30 3 103 2.3

60 3 107 2.0

120 3 108 1.2

< ; HHR ERR WP RINEL R SARE U SR
AROIE paw men (g/t) (%) RSD, (%) RSDg (%) HorRat
e 5 B AT A STk 6 0 60 101 1.9 4.0 0.47
(%) Zua~< 7T L6
A B

BT ‘ 10
{BH905R8, 53 {RH903RE.7 45
BERRVFMEAROIOT TS A
A UK (A7 7% %% L LTS5 pug/mL)
B WINEEE (b0 BAAHEEEEHZ AL T 7% 2 4 U L LT 60 g/t
Y EIIN)

112 s &ERRIE
1121 kv~ N7 7 7k
A HEOHH

1) ANVT77Fx )/ FH U AAEEER ANT 7% %%V [CluHiN4O.S]) 25
mg % 0.01 mg DHFETEY, TOHEZFTHKL, 250 mL DBAEET 7 A2
AN, T h=FUAEZMZTENL, BIERETTE =Y LZ
ACANT 7% %% ) AREFRKEZMYT L (20O 1 mL X, ALvT7 7%
JEHVLLTO0ImgZEHmT 5, ),

ERICERL T, BEERIEO —#4 ) VEBREEKR -7 h=KJ L (9+1) T
EMECAHARL, ImLHICALT 7% FH U &L T25~20ng &5 HT 5
HDANT 7% ) %Y ) AEUER PR 5,

2) U UERRRE R UUgKFEFTFU DA -12/K9.0g (8.95~9.04¢g) KNV
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VR T IKFEH Y UL 34g (3.35~3.44¢g) HAKITIENLTIL LT 5,

3) 7uelLH¥ I UK 7 lH I 010 g (0.095~0.104 g) %7 & hAZEEMN
LT25mL &9 5,

B & =

il s IHTERE 10 g 2 0.01 g DHTETEY ., TOHEETHEL, - T
200mL DG =A7 7 2Aalc A, 7 h=FU/L100mL ZM%., 305
M2 IR TIN5, MR &2 8 e e m DL IS AT, 650xg T 5 4
EOSBEEL ., ERAMEE S T DFRIC T 5 RENAIR L T 5,

BT N RBHRIRE A T U by U SV = T A (360 mg)
ELZ AR, HIOOFHIE S mL 2 C5, ZOHOFHIK S mL % 50 mL O
BB T 7 A EMICAI, BICERETY CVEBREREZ I, #ikic
3 5 BHRIK & T 5,

40tk BUBHAWK S mL 2 BRE I IEMEIC AL, 7 e U X UK 0.5 mL & IEfE
Iz TIRALIEE 1 oRIFET L, ZOREA LT T 7 405 — (FLER
0.5um LA F) TABL, Wik a~ 777 4 —icitd 23BN &35,

FRFCA AL T 7% 7 0 U VRS 5 mL 2 2 alBg ICEREICA
. RBHEIR & RERICa b L, ik v~ b7 57 ¢ — I IR HERR &
T 5,

WK v~ s777 40— FBHER K OB ARER S 20 L 2K 7 a~< N7 7

ZICEAL, Z7u~v NI 8BRS,
HIESME B

B H R HEObRHES UEEE 410 nm, H#OEHEE 490 nm)
BT A FITETINNTY LY BV T A (N 4.0 mm,

& 250 mm, RifE 5 um) 2
BOHE WK U UEERRER — A Z ) — (141)
i B : 0.7 mL/min
717 MAEIREE © 40 °C
it A Bonzrs7a~v N7 A0bE—7 &S NITHEE RO THRERE
B L, Bt ORLVT7 77X ) X3 Y VEERNT 5,
£ 1 Sep-Pak Plus Cis Cartridge (Waters H) |([Z Y72 BF&ED Y Y — R — %
LT bDOXIIINEREFED LD
2 Nucleosil 5Ci5 (Macherey-Nagel ) XiZZ i ERIZEDH D
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(%) SEAN) T —va v
* VRINIE = fe O U KG JEE
USTES

AmE R R UK

Aok oo TR E (a0 IR L (%) RSD, (%)
MEA LI v s & 0.5 3 101 25
1 3 95.0 1.8
ABEHR LIy 7 % 0.5 3 98.3 4.8
1 3 97.0 6.4
LRSI YT A 0.5 3 97.7 43
1 3 103 6.5
% 55 £ B A R 0.5 3 90.3 5.0
AR E H B & R 0.5 3 97.0 5.2
P AR LA A R 0.5 3 91.0 3.8
o IL[R FER
o ; Hohat A WRONIEEE FNMEILER SRR UL S
AROMB g ws% @0 %) s (%) RsD () MO
BEHTLIv s R 6 0 0.5 95.7 5.3 5.9 0.33
ki 7 LA fh 6 0 0.5 89.0 6.7 8.9 0.49

(%) 7ua~ 77 L6

WAREE
—

0 5
{R3505R8, 55
ANEH (RBAERARSARICRLIZXF/ XYY ELT
0.5 gt HHEEFHM) OV AT LI T L

12 Fafkxxr—|
12.1 & &Rk
12.1.1 @®iKk7a~ ~7 77k
1 FLIvr=A
A HEOHH
1) HiHEEE ALY T A 10g (9.5~104g) & A X ) —LIZENLTI
L&7T%,
2) T aF%xpr— MEMER T axr— K [CuH3sNOs) 40 mg % 0.01 mg D7
FTEY, TOHELFTH L, 100 mL OBEAEET 7 X 3l Ah, #iHE
BEA Mz T L, BITER E THEEEZINZ TF 2% 3 — MEAERIK
ERMT S (ZOWImLIX, 7axx— e LT04mg 25 HT D, ) o
fERICEE LT, EHFER O —#4% A ¥/ — /L CTIEMICHR L, 1 mL iz
TaxRr—hre LT 18 ug 2B AHTH2EADT 2% 3 — MEFERZ TS
Do
B =&
il o okl 2~5 g (F % — K& LT 20~50 mg fH4 &) % 0.001

belo
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gDHIETED, TOEMAETHEL, 200mL Ot =/A 7 T 232 A,
VAL 100 mL 2Nz, 40 32> IR T+ %, ik 2 ke Db
BIZAIL, 1,500xg T 5 O pBi L., BBAREO—HE A % ) —/LTIE
AT D, ZOWREALT T 7 40— (L 0.5 um BLAF) TAHil
L. &K v~ v7 7 0 —1Ci T 28BHAK & T2,
Wik v~ 777 ¢0— RENEEK O T = % 31— MEMERS 20 uL i)
Koy~ N7 I 7IFEAL, 7~ NI T 058155,
WESME Hl
oOH g aOtBREEE (BhEE : 326 nm, #OGIEER 384 nm)
T A FTETINANT YT Y ATV T A (AR 3.9 mm,
& 300 mm, BifE 10 pm) !
WwOBE MR e AT 50.10g (0.095~0.104 ) A AKX S —L—K
(9+1) IZIEMLTIL &9 5,
i I : 1.0 mL/min
HOOBE Ao uv NI Anb Y- EmENTHBEE RO THRE
MEER L, BB OTaxx— NEEREHET D,
£ 1 pBondapak Cis (Waters ) XX Z i ERIZED LD
(%) HWEN) T —va v
< WHNEICEE R OV UG

- ; WINEE .. WA 2R R UKS B
Z 3%7p) 7k/ P
R ORI (ko)  PHEL T RSD, (%)
NWToMFTLI v R 5 3 103 3.9
10 3 110 3.3
20 3 106 3.4
FTISHATLI v R 5 3 105 1.5
10 3 105 4.7
20 3 105 1.0
TuaAI—HFLI v IR 5 3 101 3.5
10 3 102 3.5
20 3 103 0.6
() vu~ 75 L6
i}
*H
H
{H
0 4 8
EZCiEdr P

AmEH (FLIvsR) orav IS A

(2) BlA Ak
A HEOHH
1) il AHX ) —)b—2r7aarRih (9+1)
2) T a¥xp— MEAER (DD A D DI XD,



B = =2
fh sl IHTEREE 5~20g (T % xr— & LTO02~0.8mg fAY4E) 2H%
BFPANTETED . TOEMEAFLHK L, 200mL OIfe =4 7 T 2 2|2 AfL,
FHEVEIE 100 mL 20 %, 40 32> X IR TR 3%, flHIK & ek ik
JAEIZ AL, 1,500xg T 5 iE O BEL. ERBAREA LT T T 44
— (fLE 05 um LIF) TABL, K7 a~ 77 7 0 — 23 530S
weT 5,
Wik a~ 777 4— (WO B ORI e~ 7T 7 4 —DIEIZE D,
i H (DO BORROEIZE D,
(B%E) HIERNY T —va v
 VRIMMEIIN R R OVl UK
WABIE g

AINEN R G U

AR ORI o PEL 00T Rep, (%)
9 5 AR A R 20 3 98.3 6.8
30 3 106 1.1
40 3 103 7.4
95 H LA R 20 3 106 2.4
30 3 103 5.1
40 3 105 1.5
7 uA 7 —HEA e 20 3 99.3 1.5
30 3 99.3 5.0
40 3 95.3 5.8
- L[] FABR
e s AR AR WIRE WMEIRR spsn UiE  shimsis
AROME gy e (ght) (%) RSD, (%) RSDg (%) HorRat
4 5 MR A EE 6 0 40 99.7 2.4 2.4 0.27

(%) ru~x 7T L)

AR

_JKJL
0 4 8 12
{305,
AR (BBEfFEE) ovav TS5 4

12.1.2 @6 EA
(H FLIvr=R
A HECHHE
1) fHEEEE  HEAE LT T 45 100g (9.95~10.04 g) & A X ) — VTR L
TIL &35,
2) Ta¥xx— MEW¥R  Taxxr— bk [CxH;sNOs) 30 mg % 0.01 mg OHF
ETEY, TOEKMEEZTEL, 100 mL OBAELERET T 232 A, HHIE
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Az TH2 L, BITER E THBEEZINZ TF 2% % — MEERIK
ZRMT S (ZOWImLIE, 2% 32— ELTO03mga2EHT 5, ) o
fEAICER LT, BEERR O —# 2 Al CEMICAR L, 1 mL FIic7
axpr—hELToug 2B HTH7 23— MEBERAFMT 5,

3) TABY IR T L BT AW~ 73T N (B 74~149 pm
(200~100 # >3 =) ™14 120°C T 3 B2 D,

B = =

il s IIATREL 1~2 g &2 0.001 g OHTE TEREY . TOEMEZTEH L, 100
mL O =47 7 2 2|2 A, fHEE 50 mL 2002, 20 43RV IBE T
T 5, R R DI 12 AdL, 650xg T 5 Ay rBE L. b
T8 AR % Tl VS I CIERE LS 50~500 f5ICAIRT %,

ZOFWIE 10 mL KON 1 kb2 10 mL % 200 mL O 43R - 2 IEMELS
A, HIZHEE (1+19) 100 mL 212 TRV IRE 2% 15 oMErE T 5, 7
rrRLLfE (THE) Z8aRBEIC AN, BEOmET N 7o (HEK)
THAK L, 7T 2T 2 EHRIK & T 5,

FFFIC, 7 2% 31— MEXER 10 mL % 200 mL O 53 & N HZ IEREIZ Ad,
FARICHERE L. 1T DB Ib 3 AR & 35,

VRN N | TFARE~ T 327505 (045~0.55g) &3 ADH T LE (N
7 mm) [ZFENENERNTHRTAL, BITHBET N v (K) 02 ¢
(0.18~022¢g) ZZTNZNIZHEBLTH T 22T 5,

ABHAIR SmL 25 1 OH 7 LTIEMICAIL, EER SmL 2552 O T A
WCIEREIZ AL, Z7uaR/bASmLEH 3007 A ANS,

WA FECTAFIO B D 3 mm OF SICET HE TSR, A
J =N 10mL ZZNZENDH T Kz CRERICHRHE S5,

20 mL ORBREZZNENDON T LD FIZES, MBS 15mL 2 s 24
ZNE1ILROE2OH T XM TTaxxr— heEhsg, MEiciHtds
AUBHE IR M ORI & 3 %,

[FIRFIZ, 553 OB T DZOWTRBRICEE L TRk & T 5,

W ® PUBHAMK. FEYER L OVE BRI O W TRNE R R 330 nm KOV
JEPE K 390 nm THOGIEE A HET D,

iR foncatmENS R oTarx— M EEEHT L,
1 7v U2 (Floridin ) X2 & RSO H O

2) EAEE
A HEOHHE
(HDAIZED,
B = =
fh il IOHTEREN10g 2 0.0l gDHTE TEY ., TOHE AL L. 100mL
DI =7 T 2 T AL, FHEEE 50 mL Z00%. 20 43[R D IR THE
%, il % S5k DIE S 12 AL, 650xg T 5 20 D BT % .



A 10 mL L OV7 v kb A 10 mL % 200 mL O 53 2 EfEIC A
U, HWIZHEEE (1419) 100 mL 201z TRV iR 7-1% 15 oMEFE T 5, 7=
e LE (TR Z3eBREI AN, BEOMEFT NY v (HEK) T
iAK L, T SLBRCHET 23 BHAIKR & T 5,
AR, 7 2% 32— MEYER 10 mL % 200 mL O3 i& N HZ ERE AL,
[FRRICHRIE L TH 7 DRI DR & 5,
7T BLER (HD B DA T LLEOIEIZ XL %,
il iE (H?D B OREDHIZ L D,
iR (HD B OFEDIHIZL D,
(BE) pEAN) TFT—va v
 WRINTEN S e OV LS
VRN

INICIEVE: S SUQWY ;3

ERatoYit: i
PR O @) YT RSD, (%)
7 75 FH B & Gk 20 6 93.1 3.0
30 6 92.0 24
40 6 94.1 2.6
o He[EEER
e e ANE FEAIE USHNPEEE VRN SR oM URE s
AREEOTEIE e oy — HorRat
AR ORI gacw mEs (g9 (%) RSD, (%) RSDg (%) oK@
Hid A i Rk 6 0 40 86.1 2.7 5.4 0.58

122 e sakBRik
1221 7 v~ ~N7 7 7k
() 7LIvr =R
A HEOCHH
1) Wik obh—2A% )=k 11.12 DD A D 1) LD,
2) T a%p— MEAER T axxr— b [CxHisNOs] 40 mg % 0.01 mg DAHr
FCTEY, TOHMEAFTHL, 100 mL OBAEET7 7 A3l A, Hikh
N T A= AE ) =R EINZ TN L, FIERE Tl LY T A —
AR )= NViREMATT 2% — MEEFRIKZFHMEST2 (20K 1 mL 1&,
TaAXxRr—hELTO04mg 2 EH6T D, ) o
fERICEE LT, EHFER O —#4% A ¥/ — /L CTEMICHR L, 1 mL iz
TaxRr—hELT540 ng 25 HT D2EE DT 2% 32— MEFERZ RS
Do
B =& =
fh il IIATEREL 5.0 g 2 0.001 g OHTETEY . TOEMEZTEH L, 200
mL O EILE =M 7 7 X 3C A, Z7rBaR/LA 100 mL 2%, 20 57/
DERETHIH T 5, B ZH 0P OEEOMET N U 7 A (JEK)
EORT DA TAB L, BT 2T 2REBHAKR E 35,
BT LM S UBSNANI =T A (690 mg) Bl EZ urRLA 10 mL T
Ve 2,
ABHAIKR 10 mL 2 X =4 7 ACEMIC AL, JEES? LTt s¥ s, 7
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EuAR/LAI0mL 2 =07 A2z, FRICHEESE, I=07 2% %%
5, I0mLOEARET T AL I TLADFIZESE, AX /—/L8mL
EI=AT AN, JEER?2 LT adrx— bEBEHSES, BilceRY
TAADEMRETAL ) —NVEMA, ZOREA LT T 7 408 — (FLEE
0.5umLLF) TABL, K7 u~ 777 ¢4 =123 28 HAK & T 5,
Wik7 < 777 00— HEHEKKE ST 2% 3% — MEERA 20 uL 2K
Koo~ N7 I7CFEAL, 7~ NI T 085155,

WESME Hl

O & aotmigs Ui E ;326 nm, d@0OEHEE - 384 nm)
BT A FITETINT IR D ATV T A (N 4.6

mm, & 250 mm, RifE S pum) 3
wWoOBE WAL A 1.0g (095~1.04g) B AKX ) —L—K
(4+1) WML TIL T 5,
i #H : 1.0 mL/min
717 LB 40 °C
HOH Bohisu~v b I ANLBE -7 mE 2RO TREREER
L, ABtHoOTFaxx— EZ2HENT 5,
1£ 1 Sep-Pak Plus Silica Cartridge (Waters ) (Zi# 4 2B &D U HF— " —%
R L2 DXL N ERFEDOH D
2 JiEiE 2~5 mL/min &%,
3 Wakosil SCISHG (FEfli TR (5B T) ) XX Zh & F%ED
tH D
(%) HEAN)TF—va v
< INANIENR SR e OV UK BE

AN BANEIRR ok U AS B

PR O o RV 00 Rsp, (%)
TuAS5—tEEFHT LI v % 0.2 3 100 3.8
0.5 3 2.7 2.2
0.8 3 96.7 42
FTHEERHT LI v R 0.2 3 107 3.0
0.5 3 101 8.9
0.8 3 98.0 8.2
EHTLI v TR 0.2 3 104 8.5
0.5 3 103 6.5
0.8 3 101 9.2
- HL R
s S HohEt EHR ORMEE FINECGE ShME URE  SmmEsikE
AROIE man mEr (g0 (%) RSD, (%) RSDg (%) ™%
EEAT LI v s A 6 0 0.5 97.0 6.4 7.1 0.40




(%) Ju~x 77 L0

W ARRRE

| | |
0 10 20

[P0, 45
MR (FEERAILIVYIR) OO RIS LA

(2) BLAfEE
A HECHHE
1) ALV T A=A K ) — )i 11.12 DD A D 1) LD,
2) FaFx— MESEREK (DD A O DT XY F a3k r— MEAEFHE &
T 5,

ERICEE LT, EH¥FERO —H4% A %/ — /L CTEMICHRL, 1 mL HiZ
Taxxr—heLT0.025~04 ng x5 AT HHEDOT 2 F% 32— MEMERZ
"4 2,

B = =
fh sl INTERES0g %2 0.0l gDHTE TEDY . TOHEE e L. 300mL
DO =M7 T 23l A, Zrrak/Ls 200 mL 2z, 20 55X RYE
THHT 5, MK ZHONCHBEEOMET Y v A (EK) 207
FRAMTAHIBL, BT LLEICHET 2R ENATIR & T 5,
BT LALER (YD B DA T LLEDOIEIZ XL 5,
Wik7a~ N7 7 4— (LD B DK a~ 777 4 —OIHIZL D,
" (HDOBOHEOHEIZLD,
(B3%) HIEAN) T —va v
< WRNTEN R e OV LS
TN 2

AANEIRR ok LR e

s O FESE () MR L (%) RSD, (%)
ik %5 F B A i sk 0.1 3 91.0 2.9
0.3 3 99.0 10
0.8 3 90.3 3.2
Tu A T —tt b AR A R 0.1 3 97.0 4.7
0.3 3 98.3 10
0.8 3 94.3 11
Al R B & B R 0.1 3 94.7 6.2
0.3 3 101 15
0.8 3 89.7 8.5
SLA 4 B A R ek 0.1 3 97.3 7.6
0.3 3 94.0 7.4
0.8 3 102 5.5
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- F[FRABR

S ; HEE FEHER WNEEE RINEDER wrme Lk S

WSRO e s

AROTE  gaw mEn (g (%)  RSD, (%) RSDg (%)
7 A F—tk LR Ak 6 0 0.1 96.8 5.7 9.0 0.41

(%) vu~< 77 L
k |

0 12 24
{®$0e0E o7

AmEH FLA4REEAMICTIFR—bELT
0.1 gt HHHBEFRM N/ OTFITI L

HorRat

HEREE

13 F AT
13.1 & &RBRE
13.1.1 k7~ s 77 7k
1 FLIvr A
A HEOCHH
FA B NNY U NEAREE FA B AR [(C13H1N4Os-CeHsN,O) 25 mg %
0.0l mg DHTE TEY | ZOEEAZFTE L., 500 mL OB EARET 7 X T {ZA
oo NNN-UAF LAV LT 2R 150 mL 201z, FEe IR L7223 HIE D
LieiimT 2, HICRET T AaDEHRET NN-PAFLRLLT IR
EMATFAANNNY AFEFE 2S5 (20K 1 mL X, FA BN
rELTSOugEERET D, )
AL C, EHEFIRO % NN-VAF VRV LT I R CEMICH
WU, ImLHPICT A IR & LT 120ug 2 BT HEEDF A BN
VU REMER B T 5,
B = =
il i IHTRE 1~2 ¢ 2 0.001 g DHTETEY . TOHMEZETLHE L, 200
mL Ot Itte /A7 7 2|2 A, NN-VAF LRV T I R 100 mL % 0
Z. UK TL & EEIRVIEE AN 15 SRNE L THIH L 7% s
T 5,
R 22 S5 DR I AL, 1,500xg T 5 A REE LSBT 5, LA
W% NN-V AFI)VRIL LT I KT 50~100 fEICIEMICHIRL, AT T 07
A F— (FLF2 0.5 um LLF) TABL, s~ 777 0 —icfkd 5
AEHRIR E 35,
Wik v~ 777 40— REHERK OE T A Y U NEHERR A 20 L &
Rk v~ N7 7ICFEAL, 7~ 7705855,
e fl
fi H 7 SO E R g GAER R @ 347 nm)



o 5 A F BTN U BT T A (N

mm, £ & 250 mm, KifE S pm) !
s it e A% 7 ——7Kk (13+7)

i 3 : 1.0 mL/min

H T A AR 40 °C
&t H

WMEERL, REFOFA ANV U BEERET S,
¥ 1 Shodex CISM4E (LY F v 7 #8) WiXZHEFEDSL D

(Z2E) oHEAN)T—va v
* BRI =R K O Lk BE

/4
7

4.6

Bonlc/7ue~ N7 784006 —7®m I THEL RO THhE

e ; WA . . WA R ol USE B
ABF O Rl 3E (ko) MR L (%) RSD, (%)
T AT LI v R 25 3 99.5 0.2
50 3 99.6 0.7
100 3 100 0.9
Py AFLI v R 25 3 99.6 0.7
50 3 99.7 1.1
100 3 100 0.4
oA 7 —mATLI Y IR 25 3 99.6 0.4
50 3 101 1.0
100 3 100 0.5
TaA4 7 —%HAT LIy R 25 3 100 0.8
50 3 100 0.7
100 3 100 0.3
RSV I v 7 &1 2.5 5 92.5 2.4
25 5 99.8 1.6
50 5 92.7 1.1
AL Iy A2 2.5 5 102 1.3
25 5 100 0.6
50 5 98.9 1.4
BHTL I v 7 A3 2.5 5 97.6 3.9
25 5 102 23
50 5 97.0 2.6
(%) Z7ua~ 7T L6
A B
45000
35000 1 500K
& oo R .
SO00
-S000 " " & " ¥ = " . . . - . - .
5 8 10 12 14 B 8 10 12 14
{F3305R0. = (#5050 7

BERRVFMEABOI AT TS A

A B (FA NP L LT 10 pg/mL)

B:WmaEel GBHT VI v 7 RZFHA IR L LT 25 glkg FHY EIRIN)
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(2) ELA R
A HEOHH
T A TNNRY U FERE (D)D A XD,
B = =
il s INTEREL5~10g (A B RD L LT 025~ mg Y% E) 24
T 4 HTETEDY . TOBELFISH L, 200 mL OBEALE =M 7 5 2o
AL, NN-P AF LR LT R 100 mL 200z, #pgKkinf cL & L&
B IRV IBER 5 15 RNEVL THIH L 72 un 4 %,

R 2 SRR DR I AL, 1,500xg T 5 yEELOBET D, BB
AT 7 4 0F— (SLF% 0.5 um LAF) TABL., k7o~ 7
77 4 —IctkT NIRRT 5,

Wik a~ N7Z7 4 — (H)D B DRIk v~ 757 4 —DHEIZL D,
iR (D B OFFHEDIHEIZE D,

(B%E) HINERNY T —va v

« IRNTEN R OVl UK E

I UCIENE S SUa Oy ) s

Aok F2E () MR L (%) RSD, (%)
9 5 FAEL A R 100 3 99.7 0.9
200 3 99.7 0.2
95 H LA R 100 3 100 0.7
200 3 99.1 1.4
7 v A 7 —RiHHE A EE 100 3 99.7 1.3
125 3 98.3 0.2
T a4 7 — %A SN 100 3 99.1 0.2
125 3 99.0 0.5
7 v A 7 —RiHHE A SR 25 5 101 3.6
50 5 103 7.1
75 5 102 5.6
7 a4 7 —aii AR A R 25 5 110 5.3
50 5 101 2.5
75 5 98.7 43
T a4 T — % RS SRR 25 5 108 5.6
50 5 109 5.3
75 5 106 2.4
Sp ‘ AR FEHR FRE RMEIRE SRR LmE SRR
ARk FESE B Brak (o) %) RSD, (%) RSDg (%) HorRat
70 A 5 — W R LA 6 0 125 101 2.1 2.3 0.30




(%) Ju~x 77 L0

A B
T IS00 11%00 4
% 12500 % 13500
E T g 7500
TS0 500 L
500 T T T T - = v 2500 T T T T -
[ & 10 12 14 G 4 10 12 14
s Ei e BT )

BREBRRUVAMEA#OIOT TS L
AR (A Ny LTS5 pg/mL)
B : Wk (7 aAa 7 —piiHELAEEEHZ A TNy & LT 50 g/t B
IR

13.1.2 WA
1 FLIvr=A
A HEOHH

) T A TR Y U EYER 12.1.1 ® A D W)X FA DAY REREFR
T 5,

ACE L C, EEFERO % NN-VAFIVENLAT I N CIEMEICH
L, ImLPICFAIANRD L LT 125 ug 2 86T 2T A BAND L fE
Yk 2 IS 5,

2) HWHRMET IS BT hrua~ T T T HABEEET VIS CRiR
63~200 (230~70 A > ¥ =) "1 % 105°C C 3 RfERLIET 5,

3) KEE{EF MY T AER  KEEET R U T A 500 g (49.95~50.04 g) EIK
S0mL IZEMN L, EEREERAWD (BRcER L TRTET 5, ) .

4) KT I UL &) —VEKR KT Y U LAREK 2 mL IZT
% ) —&AZT 100 mL & L, @000 L T EERRE WS (B HRFIC
T 5, ) .

B = =2

fh il IIATEREL 1~2 g 2 0.001 g OHTETEY . TOEMEZTLHE L, 250
mL O @I =47 F 222 Afv, NN-TAF VRNV AT I K100 mL % /0
Z, W5 % L THIR ETL & U HME IR IRE 200 6 b E AT
FTMBVL THIE L7e B im ¥ 5, il & Jeie i D TR 1T AL, 650%g
T 3 pEELCTEET S, EBAREE NN-T A FIVKRNVLET I R TIERMIC
50~500 IR L., B 7 LALEIC T 23 EHAR & T 5,

7T LAV HEMET VI T 30g (29.5~30.5g) AT LE (N 22 mm)
WCH R THETCAL, EMICH T AT — L EELGED D, NN-VATF IR A
TIREZOHNT AIAI, WENPFTETAFO ESENS 3 mm OF SIZET
HETHMSE, 77253 T 5,

595



596

ABHANE 25 mL & 7 7 LTIEMEICAIL, KIS FE TAAID BiEnr S 3 mm
DESICETHETHRBSE S, BIZ NN-UAFILHEALLT IR 30 mL K&
=% J —v 20 mL #EAR A T 222 CTRERICTEH S ' 5,

S50mL DERET T A% AT LAOTICES, =&/ —/L40mL &7 7 A\
MMATFA NN HEHSED, LICEET T AADERETCES ) —
N BIEICHET 23EHERKR & 3 5,

[RIRFIZ T A VS D RN 25 mL 12 DWW, EHARIR O %A & RARIC
fEL., HIEICHET HAEHER & 3 5,

il E o ORBEHAR IS mL 2225 mL O2&E 7 7 A2 A KB IZIE
FEICAIL, 2B T7 T A ACKEBILT N UL =& 7 — VKR S mL )
X TCHOASE, BIEMRET=H ) —LEIMZ D,

RV ITAABOERE T ) — L EMATEVIRYE, 2E7 7 A3 A
RIZHOWTRETY 7 A2 BiRZXRIKE L TR 430 nm QWL 2 H|E 3
Do

[FIRFIC, HEHERE 10~20 mL OO R Z ENZE 25 mL D&Y T A 2T
EREIC AR, ZRZEUCKEBILT R UL - =& ) —VEEHK S mL 212 T
FOIE, EHRECTTF ) —LE2Mz, FRIZONTT Y ) —/La x5t iR &
L CIE 430 nm OWOEE AR ET 5,

&t B BONTRIENOBREMR AR L, BT O A e
BEEREET D,
¥ 1 Aluminium oxide active basic Art.1076 (Merck f!) XX Z i & RZED H

D

(2) BLAETE

A HEOHH
(HD AIZXD,
B = =
i asl AT EN10g 2 0.0l g DT ETRDY ., ZOKMEEFTHE L, 250mL
Dttt =M 7 T A a2 A, NN-V AFILERELLT 2 R 100 mL 200z,
WL E LTEMR ETE & EHPHEIRVIBE RN OMBERT £ T
INENL CTHIM L7275, IR & 36k DIL S I A, 650xg T 3
Oy oy L. BRI E T AERICHET D RENATR & 5,
BT LDHER ()OO B DA T LERDOIEIZ L D,
il i (H?D B OREDHIZ L D,
#FE"  (HOBOREOHEICLS,



(2E) oHiEAN) T —va v
* BRI =R K O Lk BE

N TN o WONEICE R LR
S 5 IR
oLt (g0 "=Y (%)  Rsp, (%)
EHARAEE 100 6 %8 26
150 6 96.0 2.0
200 6 96.6 1.8
- e [F] AR
L e BRSO FEHIR O ERE RINENE |0 LR SR EIRE
Bl FEE g Jig HorRat
ARORR gy wam (g (%) RSD, (%) RSDy (%)
Fid Al 6 0 125 93.1 47 4.7 0.60

13.2 e &L
132.1 k7~ s7 77k

(it FH %6 P8 - Bl A k)

A HECHH

1) FA DNRY U REAE FA TP [(Cr3H1oN4Os CeHsN,O) 10 mg %
0.0l mg DHTETEY ., ZOHMEEFELL, 200 mL DBEARET T X 2T AN,
AR ) —)L—T% b=k (7+3) 100 mL % Nz CTEELHITINE L7273 HIR
DU BRKRGET D, BICEBET7 T AaADEBRETAL ) —L—Tbr=}F
v (743) BEMZTHA INNY AFHEFRR AR ST 5 (20| ImL X, A
HNNT o ELTS0ug 2 a8l 9 5, ) o

EAICEE LT, E¥EFERO —HE2 A%/ — V=T =KV (743) TIE
MEWCAIR L., 1 mL FUS T A BT & LT 0.1~5 pg 88T 258504
TNNY NERERR 2 T D,

2) WEMT IS 721D AD2TED,

B = =

il i IHTERER 10 g 2 001 g DHTE TEY . TOEZFLEH L. 300 mL
DIERFIC AL, 7 b= F VU200 mL Z00%. 30 43R 0 B T+
%o M E A Q) TAHEL., BRICHT 2RENAR & T 5,

K o BEHANE 100mL % 300 mL D43 iEIR-FICIEfEICAN, T F=1FV
R~ 75 mL 24, 10 2RV IBE - #BHEL, 7B M=KFJ L
JE& (FJg) % 300 mL O3 7 7 A2l Avd, 0% 50 °C LLF OKIE
TIEE A EHET 5 CRUERM L%, EFZ T ALk TRET 5,

ThI7E RrT7720mL ZMx CTEREDZEL L. 77 L0 553K
BHAR &35,

717 NALVER WHMET VI TF 4g 3.6~444¢) 7T M7 FR T T NEES
TTH T LE (W10 mm) (23 LiAA, DA TAHIO EiEh 5 3 mm O
BSIWCETHETHHSE, 17 2E5PT 5,

REHAR 2 1 7 DAL, REHERD N> TWeR T T7 7 Aa% 7T 7
ERe773mL 5T 2 WS L, WRANRKRAD 7 A&, KD FE T
AFEID ESE S 3mm OF SICETHETHRESES, 778 RFr772 10
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mL 207 HMIINZ, FRRICHRESE, 77 2%20%T %, 100mL D227
TAAEHNTLADOTFICEES, 77 Rkar7Jr =A% 77— (9+1) 60 mL
2T DIIMATTAANNANY WS E 5, WK Z 40 °C LLF ORI T
& A EHET D E TR LR, EFT A Z2ko THET S,

AR ) —=—=TF r=brU) (743) 2 mL & EMEICINZ CTHREMEENL,
ZDWEAT T T 4 F— (L 05 um LLF) TABL, K7 o~ b
757 4 — T B EEHEIR & T 5,

W7 a~ 777 4— RBHEIR f O T A TS R YE 45 20 uL & iR
Koo~ 7 I 7ICFEAL, 7~ 7058155,
HERME Bl

B H R AN E R GAERE : 340 nm)
BT A FITETINATI LY VT A (N 4.6 mm,

& 250 mm, BifE S pm) !
woOBE W AK—7TER=RFU (1+1)
it @ 1.0 mL/min
7157 LR : 40 °C
FOE Bonlru~ ST AnbE— 7 HiEE RO TREREER L.
REFOF A INANRY U BREEET S,
E 1 Wakosil 5C18-200 (& + 7 A /L AFEHMERED) kot R%ED LD
(3%) HIERN) T —va v
< WRINEN R e OV LS
VR e

IUCIEVEE S - SRy 73

2o b %0 3
RO L EE (/) [ SR (%) RSD, (%)
ik 76 firl 5 ) A i T 0.1 3 103 1.5
0.5 3 109 2.7
1 3 106 1.5
PR IE T P I A i k1 0.1 3 104 9.0
0.5 3 107 1.6
1 3 103 5.4
P 2 A P B 0.1 3 101 6.2
0.5 3 108 6.2
1 3 102 6.2
% % firl B B A fir 2 0.1 5 104 2.0
0.5 5 109 1.6
AW AE B H B A R sE2 0.1 5 101 3.0
0.5 5 99.7 23
Fli 2 5 B A B R 0.1 5 104 0.5
0.5 5 104 1.1

- SRR
o . FhE THR OWRINEE SINEILER SndE UE  sRmsgE
AROTE gy mam (g (%) RSD, (%) RSDg (%)
B B B I Rk 6 0 0.1 106 8.9 14 0.65
7 F=bFUATHRELZFTA DAY SRR Z AW, S5z s o
~ N T LN Y= @I RO THREBR AR L, B DT A TN
vyarRM L,

HorRat




(%) su~ 7T LH)

A B
00 on |
11000 11000 - N
" | gol |
: TO0D TO00
31000 4 |\ 3000 o |
1000 4 J 1000 ",I L
1000 ' . . ' . 2000 r v T '
5] 8 10 12 14 G 8 10 12 14
B Eiii ey b e

BREBRRUVAMEA#OIOT TS L
A HERERR (T A AR Y L LT 1.25 pg/mL)
B : WINEEE (BB B A EEHZ A ANy & LT 0.5 g/t MY & IRIN)

14 "Na7Y ) R )AF LU ANVKR BRIV Y T A
14.1 & fERBRiE
14.1.1 W®iKZ7a~ 777k
1) FLIvr A
A HEOHH
B KER A0 72 ) UG BAb KFEEFE N0 7Y ) v

(C16H1sBr,CIN;O3) 20 mg % 0.0l mg DOHTE TEY . ZOEME AT L. 200
mL OEET T A3z Ai, #HEE (0.1 mol/L) ZMNx TEM L, FICHERE
TREZEMZ CTRALKER 0 7Y ) CEREFREZ AT 5 (208 1 mL
%, BAbKEBR A A0 TP LT0IlmgZEA68T 5, ) .

ERICEE LT, BEEFEO M2 EEE (0.1 mol/L) TIEFMEIZAR L, 1mL
HZBALKFERE N0 7Y ) v LT 0.5~5ug 2889 5 S0 RAL K FERE
07y ERER 2T D,

B =& ==

fh il IIATEREL 2.0 g 72 0.001 g ODHTETEY . TOEEZTEE L, 100
mL O34 =4 7 T 222 A, g7 74 25 mL K OEEE (2+3) 50 mL %
Mz, 30 spEZERE T 2, MR (M) 2@ 0ERE I AR,
1,500xg TS5 MmO mBET 5, EEAE2mL 25 60 CDREI LT A
0.5g (0.45~0.54¢g) MOUK 15mL & Ai7- 50 mL O2& 7 T A 2 |ZIEMIZM
Z7-% 30 pHEET D, FICERT7 I AaDERETKENLZ., ZORE
AT T 7 4 0H— (FLEZ 05 um LAF) TABL, Riksn~ 777
4 =T B EAIR & T 5,

WiEk7 v~ 777 40—  BEHERK OE RALKER N1 7 ¥ ) RERER
20uL AR v~ NI ZICEAL, /T av T T AEHGD,

WESME #l

B A AN EE R SR (HIERE - 243 nm)
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T A F RTINSV T AN (R 4.6
mm, £ & 250 mm, Ki£E S ppm) !

WoOBE W BRRRRRER - A X —L (1149)

i i : 1.0 mL/min

71T LFEIRE 40 °C
i B Honlzrzue~v N7 7406 E—7®mS THEE RO T
MAEERL, kAL vRBFTDO BT 2 VRY ZAF LU ALK R
Ny s (C (gkg) ) H#RHT 5,

o Ax3125
8.5

A REHPORDIERAKER 0TV ) OERE (ng)

7 1 Wakosil 5C18-200 (& + 7 A L AFIYEHMEERD) X2 ERZED O
2 FEERET T =7 A 485g (4.845~4.854 g) K OVEERE 7.5 mL & KICIAED
LTIL&L, B CTpH Z 43 IZHBELZHD

(B3) HEARY T —va v
< VRN R f OVl LA JEE

g ; W . IINEN =R fOR URS B
AR ORI (ke TEL 00 RsD, (%)
T ATLI v R 0.5 3 9.7 2.2
2.5 3 93.9 5.1
5 3 93.9 2.1
RS HATLI v R 0.5 3 92.2 2.0
2.5 3 89.9 8.5
5 3 95.0 1.8
TuA I —mHATLIy s 0.5 3 87.4 1.7
2.5 3 92.9 3.8
5 3 94.4 4.8

- BB

e S Hahat R USHINMEREE RINEILE SnsE LiE R
A O FEIE e o
ARORE gan man (g/kg) (%) RSD, (%) RSDg (%)

TuA 7 —EE RS
H7rIv s

(%) 7ua~ 77 L4

HorRat

7 0 25 97.4 3.0 3.7 1.1

l
1o}
H
g_JL_ |
0 5 10
{RSRE, 5

B#E (RIEKFREBENOTS/2ELT100 ngiEA) O/ OT TS A

(2) BeAE R
A HEOFR
BV KER N0 7Y ) AEUER (HD A Xk BALKFER A N0 TV ) N



HEFIR Z RS 2,

ERICER LT, BEERIE O —H 42 (0.1 mol/L) TIEFEICATR L, 1mL
HFICRALKFE N0 7Y ) 2 LT 04~1.2 ug 2 &H 3 588D RAL/KFER
NN 7Y ) SRR A RRT D,

B = =

Fh s IATREE 5.0 g & 0.001 ¢ ODHTETEDY ., TOHEETLHL, 50
mL O ke DR E IC AL, BiE T F L 20 mL L OVRER T R U w7 ATEIR (1
w/iv%) 10 mL Z 00 %. 15 /0 RHE 0 R T35, k% 1,500xg T 10
S OIEEL . BT kg (BE) % 300 mL O3 KIRHIZAND,

Je D DILBE [CHER =T L 20mL 2N %, [RIERICERIE L, BFiR—F L JE
ORI E DR S, TIZFEKIC 4 BIEEL, Bile—F Vg% oy
IR G D ORI T 23 BNEIR & 95,

B o BUBHARICHEE (0.1 mol/L) 10 mL 1%, 5 /MHE Y IRE 7%
FrE L, KE (TE) 2200 mL O3 7 7 A2l AiLb, EFRICHERE
(0.1 molV/L) 10 mL Z N TRAERIZEAMEL . KEZEDORTHT 7 X ails
%, KEZ 50 °C LFOKIB TR 5 mL £ THIEEM L%, 20 mL O
BETTAIIAND, KOBRTT T Aa%/bEOER: (0.1 mol/L) T
WL, iREEDOEET7 T A lhbdtd, BICEET T AIDOFEMRET
HEE (0.1 mol/L) #MNx., ZDOWRE AT Z7 27 40— (FL£2 0.5 pm B
) TABL, ks~ 777 4=l R EHEK E T 5,

Wik a~ N7Z7 4 — (WO B DK a~ 7T 7 4 —OHEIZL D,

iR Bonlra~ NI AN — 7 mE IHEHERD ThE
MEER L, KAWL VEB O ANm T ) VRY AF L ZAVR R
Ny aE (C (ght) ) ZEHET 5,

C=A><§
8.5

A REMRNPORDOT-B(AKFB x0TV ) OEE (ng)
(BE) kAN T —ra v
R E N ESYVEON " SUAPS iy
WO ok NEICGE ok UK

B O
ORI (g/t) L (%) RSD, (%)
7'a A T —gi LA R 40 3 80.2 7.3
T aA T — % AL A fRE 40 3 81.0 5.6
35 Rl AR 40 3 83.1 7.9
B N Ahat A USHNJEEE WRMENL SR SAMo URE SR
Faws *H o o o HorRat
R oS BES BRER (gh) (%)  RSD, (%) RSDy (%) o
711 T — e R T 7 0 40 78.2 4.5 5.1 0.54
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(%) Ju~x 77 L0

Uik

l
e

{ RIS, 5
ARMEE W SERERSGAM NI/ VRYRFLURILKVER
AL LELTA0ghtHAUERM DryOT RIS LA

= —

0

142 e slRiE
1421 k7 e~ s o7k
(it FH %6 P - B AR
A HEOHH

1) RALKFEEE N0 7Y ) AERERE 13.1.1 O(1)D A2 LY BAbKkFERE N0 7Y
J NEERR TR T S,

fERICER L T, BEREO—H 4 E % (0.1 mol/L) TIEMICARL, 1 mL
HCBALKFERR N0 7Y 7 2 LT 0.1~0.8 ug 2 aH 4 58O R KFE R
07y R TR D,

2) FEEAKEMEIR WERT - E=7U A 49 g (4.85~4.94 g) M OEERE 7.5 mL % /KIiZ
WL TIL &L, BEfE T pH % 4.3 [T T 5,

B = =

il i IHTEREF5.0 g 2 0.001 g DHTETEY, TOMEZFH L. 50 mL
DA OB IC AL, B F L 20mL K OVREET R U T A (1wiv%) IR
10 mL Zh1x, 15 2RV IBE 7%, 1,500xg T 10 Sy OB L, HEfR
=F Vg (EE) % 300 mL ORI AN D,

Fe D LIRS (TR = F L 20mL 20 %2, FERICEREL . Hilg—F Vg &
OB ER ALY 5, FICFEERIC 4 BIEEL, BifE= T VE %2 e 0iiln
HEbE TR RIS 230K & 32,

K o BEHAIRICHEERE (0.1 mol/L) 10 mL ZANx. 5 4R Y RS- %
EL., K (THE) 2100 ML ORI 7 A2l And, BRI (0.1
mol/L) 10 mL Z %, [FERIZEAIET S, KJg% 50 °C LLFOKIE THR 5 mL %
CTRWUERME L, 77 ALBRC T 23 BHAIR & T 5,

NT LM AT XTI I ALY Y B =8 T A (1,000mg) E A A
% J— L 10 mL }2 OVK 10 mL CIEKR ST 5,

REHRIE &2 71 7 DA, WWIENFETAFID BN S 1 mm OF SIZET S
FTHHSEE%E, RBHRIEDO A > TWERTIEY T 2Aa%/K 5mL 5T 2
B L, RIRZNAR T 7 A2z, ISR SE 2, K S5mL, A% ) —
=K (3+2) & S5mL (2[F) KO (0.1 mol/L) % 5SmL (4 [E]) ZNAKRD



T ATINA, WEHET D,
50mL ORTET I Aa%2HTLDFICEE, AF /) —/—r7rafR/lLAh
(9+1) 10mL =W T LMz T 7Y ) 2R EE 5, k% 50 °C LU
TOKBTIEEAEHET 2 E CRIERMELZ%R., BRI A&k Tz
Do
K—7% k= F UL —FEEEEIK (62+23+15) 1 mL Z IEMEICINZ CTREY
EWINL, ZOWREAT T 7 4% — (JLE 05 um LA F) TABL, i
wrua~ 777 0 =1 28 EHAKR E T 5,
Wikr7a~ 797 4— ARBHE IR o O RAL KT N1 7 2 ) R A5
0uL K7 n~ N7 7ICEAL, 7 r~ N T A EHD,
HIE AT B

B H 2R AR E R GAEWE : 243 nm)
BT A FITETINATI LY AV T A (AR 3.9 mm,

& & 300 mm, Fif% 10 pm) 2
woOBE W K—T & = F UL —ERERRRE W (62+23+15)
it i : 1.0 mL/min
717 DAEIRIE © 40 °C
it B Bonfzra~ N7 A0hbE—7 &S TmfE % RO THREf s
ERE L., AL EBFTO a7 ) VR RAF LU ALK BTV T
L& (C (gh) ) =2HHT 2,
C=A><L
8.5
A BRERP RO BALKZB 0T ) COERE (ng)
£ 1 Mega Bond Elut C18 (Agilent Technologies #, U #—/S—%& 6 mL)
XTI EFRED LD
2 upBondapak Cis (Waters ) X2 & F%EDH D
(B3%) GIERN) T —va v
© WNONENR SR e OV UK EE

o FOMEE L IR R LR E
PR O o MEL 00" Rep, (%)
R AR AL & 03 3 86.0 6.0
0.5 3 90.0 3.3
1 3 92.5 2.0
7 uA T —EFE %Y A R 0.3 3 87.1 5.5
0.5 3 85.9 6.3
1 3 92.6 8.4
A IR E B A 7k 0.3 3 87.2 7.4
0.5 3 95.1 2.8
1 3 96.1 3.3
- MR EER
Spun y Ak FEHR TR RNELER SeE L s msimbE
AROIE  gaw mas () (%) RSD, (%) RSDg (%) R
A IR B 7 0 0.5 99.8 13 14 0.80
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(%) su~ 7T LH)

IR

’ A R o
) \ % i
| e W L
s,

28

4 12 20
R 9050, 5

AR (REAFHESAH N0 IS/ VRYRFLURIILEVER
AL HOLELTOSgELSERM D/OT T T L

15 77U Ko
15.1 WOt pEs
A EREOCHH
1) 77U RERERR 77U Fv [CsH7N;0s) 0.10 g % 0.1 mg OHiE TH
. TOMEETEH L, 100 mL OHEAEET T A 2T AL, NN-V A F LRV
AT I REMAZTENL, FITERET NN-DAFALKRLVAT I REMzT7
TV RUERRE AR T S (2o ImLix, 77V R LTlimgzg
HT5) .
AL €, BRI O 5% NN-PAF VRNV LT 2 R CEMRICHR L.
ImLHIZ7 IV R LTO0lmgaERT 577U RUOERERERES 5,
2) T AFTAA BT hrua~ NI T T7HT AT (KR 63~200 pm
(230~70 A v > =) #1100g (99.5~100.4¢) IZfE{b~7 1> 7 54.0g (3.95~4.04
g) ZMZTRFML, FZKSmL 2Nz CTRMT 5,
3) FEEARE HEHBT =Lt RTTV=UL 020¢g (0.195~0.204 g) & KITHEN
LT20mL & L, HICHE (10 mol/L) 20 mL Z Mz 5 (EARHCHRT S, )
4) BEILAEK A RKaVd L7 A R FRUDA20g (1.95~2.04 g) ZKICHE
22LT100mL &3 2 (ARSI 2, ) .
B = =
h H INTEEL 10 g 2 0.01 g DHTETRY . TOEEZFH L. 200 mL O
B =7 T AT A, NN-VAFILHRNLALT I R 50mL #00% . WA
TS5 RN L%, 5 MRV IRE T T 5, kA E A S A) TA
WL, AREEEOKTHERLTH T 2MLBEIZHT 2REHNER E T 5,
77 LALER 717 LFETAHN25 g (24.5~25.5¢g) = H 7 LE (W20 mm) (2HE
KX THRTCAL, T LE2FRTD,
REHEIR 2 7 7 DAL, OO 5 mL 28T, % O% O K %2 [ E
(S D REHA IR & T D,
R, 77U RUERER 5 mL % 100 mL O2E 7 7 2 2 (ZIEMEIC AL,
N,N-Y A F VANV LT I R45mL ZTUUK S0mL Zh1 %, PAFREHAER D% & (A
BROBEZITV, HIEICHT DR & T 5,
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il & PEHAWR 5 mL % 30 mL OHAARERE A LV B ICZNEIIEREIZA
AUy [FIRFICARYERR S mL % 30 mL O AR ERE C KO D ICENZE I IEREIC AN
Do

REVE B K OND IR TAINEIR 2~3 & 22z, 5 iRV IRE7-1%. 20
SyEEE L GRS,

WIT, BRBREIRARESmL 22N Z N2 TRV EE, 70°C OKIBH T
25 s IMEL L CTHREaSHE 5,

FERBEZGBAL, b= 10 mL ZZNEIEMIZINZ, 5 MRV RS
%30 R E L, & M=y E (BE) 1220 T E 440 nm O WG 2 & 3
Do

& B fBonEOENS, EthOT IV RraERHT D,

# 1 Aluminium oxide 90 standardized Art.1097 (Merck ) iXZh & FZED
D

(&) piEAN) TF—va v
< IRINENN R e OVER U RS

VRN

NICIENE S SUay i 3

O @0 ™EY ) Rsp, (%)
7 f 7 i £ i 55 3 101 29
- LRl

HIE S SR LR SER AR
(g/t) RSD, (%) RSDg (%)
Bicl 5 fia 6 39.2 5.8 11.5 1.25

oo flFE B = HorRat

16 7L RAFx
161 XV UV UBEORNTNVAF U OWRIK7 o~ ~ 75 712 X5 RIEFHTE
Ho2Eil1IcX A,

17 v~ 04 T V—> (T A NV = RkPafa~vThA T U—)

171 =04 "7 V= kaAfa~wT 04 N7V = Oifikra~ W7o 74
T DIRVE BHTEHC X D RIFESHTIE (20 1 £ K O A EEH
WE2HI3Ick D,

172 =~ WA N7V —=vkPaAfa~wThA VT )=k ra~ N7 745
T LIRVE ESTEHNC X DRI HTE (o2 A)
Ho2HiIAITL D,

18 AF LT N—

181 ZURZANRALF Ly NEORAF LU T AN—DHIEr a~ 75 7% 57 LK
BB L D RIBF ik
E2Hi212k B,
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19 vAfa~vIhA T —2
191 ~T7 WA N7 V= kPafa~vTdhA N7V —vOEkrsra~s N7 o774
T LRV BT RIS K D[RR T
F2HI 3Tk D,

192 =T M7 V=0 kOaAfa~wT A4 NIV —0DRIKIa~ N7 o748

T LRV BT RS K DRI ATE (2o 2 faim)
o4l LB,

606



%2 i %ﬁ\ THTE
1 XYV BEOTANRAX L OEIK7 v~ 7T 7128 BRI SHTE
(1) ﬁﬁﬁ%mé% FTX IV BRI AF S (2 555))
(2) ik
A HEOHEHE
1) A%V ERiERERR A% U W [Ci3HiNOs) 10 mg % 0.01 mg O E
THRY, ZTOHMETLS L, 100 mL ORET 7 A2 A, Kk hU A
Wi (0.1 mol/L) 1 mL ROVA X ) —)L&z, @EHAIEL TENL, FITE
MMETAE ) =N EMZTAXY ) VBERERIERZREST 5 (208K 1 mL I,
X VI UBELTO0ImgZEaHT 5, ) o
2) TIVA X REAETRE 7V AX 2 [CiuHiFNOs) 10 mg % 0.01 mg OH7E T
®Y, TOBMEETLEL, 100 mL OEET T AIIAN, AX J—VEMZT
WL, BICHEBETAY ) =V EMZTINAF AERFERE NS (Zo
WimLix, 7VAX > L LTC0lmgaEaa67T 5, )
3) RAEWER  AX VYV UBEORT VA X U AEREFIEO T ERE L, K— A
2 ) —)b (7+3) TIEMEIZ %ﬁb/lmLﬁ_ﬁ%/J/M&U7W}#/kLT
ZNEIN0.01~5 ug # 5 AT H B A DOIRAGIEER 2 AT 5,
4) VB 7 bh=rU— k= (3+1) 1,000 mL (ZXfE 2 mL Zh1%

o
B = =
fh H “ﬁﬁﬂmg%OMg®ﬁif%© T OHfEZFEE L. 200 mL O
S R = e . K20mL 2R, 30 EIFHE T D, HIZ02%AHX Y

BRI — T?F%FNVBH)%IWmLMZ 30 SR 0 IR CTHi 3 5,
200mL OEET 7 A% 7 7 F—F}O FICES ., ks A8 (5FB) TH
GlAWLTte, D =A7 7 2AaRUERIZIAR 02 %A XY VEBBEER—7T &k
= kU (3+2) 50 mL TEEHF L. FERICESI AT D, BIZEET T A 3 DE
METO02%AX Y VBRIRK—T 2 =1rU/V (3+2) 2z b, 2O 4 mL %
100 mL O T T 7 A2 ZIEMIZ AL, K 10 mL 2z, 77 MB35
REHAKR & T 5,

T BB A AT DL Y B =h T A (500 mg) AT R
F=F U/ 5mL&KOKS mL CHEFT D, sEHARE I =07 M, JEES?
L CIRENFTETCARIDO FiglilZET A2 FETREIE S,
HDI=HTLADTFIC, HHNUOHTE F=FVY /L 5mL KK SmL THF L
72757574 Mh—RrI=0TF 25 (300 mg) *3 2HERT 5, REHRIED A -
TWEeRTIET7 7 XA a3% 02 viveXBEK—7 1t r=KrJ L (1+1) SmL 32T
3[EPEE L, R ZNER I =0 7 A&, JEES? L CRE ST TAF O L
ETAHAETHMEIELTAXS VU VBEORNTINAX L BT T 774 NI—HR I =0

BT 5,
Wiz, 72T NI Y BTN I =BT L %ET L, S0 mL DR LE
TIAAET T T 7 A NA—RUI =D T LD TFIZEL, IHEE1SmL 275
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T77A4 MI—ARyI=DTHIMATEXF IV VBBERTI VAR 2RSS,
WRHEZ 40 °C L FOKIBTHR 1 mL £ CHIERM L%, EFHA%2%E->T
Wil 5, K—RAH J—)b (7+43) 2 mL % EMICINZ CHEREMEENL, AT
T 74 H— (L8 045 um) TAHBL, Wik a~ N7 77 0 —1cftT 5
BHEWR™ &35,
Wikr7a~ 777 40— FBHEK K OB IRAIEMERA 10 pL 2K 7 v~ k7
Z7WEANL, Ju~v NI T LEGD,
HESRM Bl
e HY AR ECERH g UiEMRE 325 nm, HOLIEE : 365 nm)
B 7 AT BTN U NMMET ) VT T A (R 4.6mm, K S
150 mm, Kif% 5pum) *°
woOBE W 02 VV%FBRIRIK — A %/ —b (7+3) —15min— (4+6) (5
min FREF)
i #H : 1.0 mL/min
715 LR : 40 °C
" Bonmsue~ NI ANLE—ZHBEXITE S ERO THREREE
L, BEHFOAXR Y Y VBE DT VAR EEREET D,
¥ 1 InertSep SlimJ C18-B (¥ —=/LH A = A 8) (TS 72 FED Y F—r3—
A LSO XXZNERIED S D
2 JEIE I mL/min &35, Whlv=FR—"L RZHEHLTH LW,
3 InertSep GC (V—= VA =2 UHF—N"—KE 6mL) XiFTZht
EEAGRND)
4 REHARITIE A T I AN D,
5 L-column ODS ({LFEW)/ERHBAFZEREMERD) X 2N EREDH D

i~ B8

608



(BE) WA~ T—va v
 BMEN R K OVl Uk

BINBRE BNERR R U RS BE

WK 5y 4 ok oo FE (o) MR L (%) RSD, (%)
NG % % il B B A fia Rt 0.5 3 72.6 3.5
1 3 81.8 7.3
5 3 94.4 22
FEVE A B A R 1 3 74.5 2.4
5 3 71.1 11
a1 0.5 3 71.7 12
1 3 76.3 10
5 3 90.8 3.8
2 1 3 83.3 5.7
5 3 71.8 1.7
3 1 3 78.2 1.5
5 3 80.3 3.6
TIAEL & iR B B A R Rk 0.3 3 89.3 12
0.5 3 78.9 6.8
1 3 83.3 1.7
5 3 90.5 2.5
FEVE A B A AR 1 3 74.2 2.6
5 3 74.7 12
kit 0.3 3 71.5 11
0.5 3 72.2 7.5
1 3 71.5 1.4
5 3 86.7 1.9
2 1 3 85.3 16
5 3 73.3 11
k3 1 3 82.0 2.7
5 3 80.5 52
- [RIEAER
. s . ik HE RINEE BMEIIE MR USRS Smmsiks
W54, ETRRY: T R ook quﬁr o e oy RSy (o HorRat
R VY LW REEEREA 8 0 3 88.7 4.1 8.3 0.59
) 8 0 3 83.0 6.1 95 0.68
TR N I LA 8 0 3 87.7 55 6.9 0.50
fa 8 0 3 82.0 4.1 8.3 0.59
R TR (HR—RBREIC L DR Fx VU B B 0.5 gty TR
F oo B 0.3 gt
(%) Za~ 7T Lp)
ol [
i}
HH -
o A E
EL:]
0 4 8 12 16
(#0577

AN (REABTRERSHARICAFTVI VBRUIILAFZUELT
59t HYEFRM Nr/OT TS LA
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2 JURBENANRALF LYy NERAF LU N—Dikra~ N75 72057 2HVE &

610

SHTEHC & 2 [RIRE S HrE
(1) IFRGILEY 2V AZAALA Ly RROAF LT — (255
(2) SHrET!

A HEOCHH

) Z7URZNANALF Ly MERERIK 7 Y AZNVNSAF L b [CosHioCINS)
10mg % 0.0l mg DHTETEY ., TOHKEAFLEEL, 100 mL ODEET T XA 3 ZA
e AX 7 —NVEMATHENL, BIERETAZ ) —AEZMZTT URAZ LN
AF Ly MEBRKZRNST S (ZOW 1mL (X, 7V AZLALF Ly hEL
T100pug #8695, ) o

2) AFLUTI—HEHERE  AF LT — [CiHisCIN3S) 10 mg % 0.01 mg
OHTETEY, TOHMEETLEHEL, 100 mL OEET T AT AN, AKX ) —)L
EMZTEN L, BICERETAX ) — 1V ENMZTATF LT —EREFR 2 1
YD (ZOF ImLiZ, AFL7A—LLT100pug 2 aHT 5, ) .

3) RERNALE R BRI K RGN RERNMEEGH 7 VA2 L
NAF Ly b2 (CV-dy) Smg K OZERNIRIEFA T L7 —%2 (MB-dg)
S5mg % 0.0l mg DHTE TEY | ZOHEZTLEHEL, TNENLS0mL OLET T A
TWZARL, AZ =V EMATENL, BICERETAY ) — LV E N TELEE
[N AR RS R 2 92 (26 D4 1 mL 1, CV-ds KT MB-ds
ELTI00ug ZENZENEEHET D, )

WIZ, FERERES 1mL 2 100mL O2E 7 7 A3lZ A, 7 h=KhJL—
A (1+1) ZEHBRETMA T, ImLHIZCV-ds XOMB-ds & L TENEH 1 ug %
GHETOIRGNIEEREZRMS 2,

4) WREGIERAEER  FEHICEL T, ZVAZARSF Ly REATF LV
TN — BRI MRS NEEER O —H 2 REG L. 7 h=FUL—7K (1+1)
TEMIZHRL, 1mL FIZZ YV RAX LA F Ly FEOATF LT —E LT
ZFNEFN025~15ng &AL, 7O CV-ds H " MB-ds & L TENFhN 50 ng 25
AT 2HER OB ERER IR ER 2R 5,

5) 7o) CEERREIK 7 T UBE—KFY 63.0 g (62.95~63.04 g) Z/KIZ
WAL TL1L,000mL & LRI, V=7 hU A - 127K228g (227.5~228.4
g) ZKIZHEMNL T 1,000mL & L72¥E#E 110 mL B2 %2 12 pH % 3.0 [ZFH%& 4
Do

6) U VEEFEEK VU= KkFEHNY T A 271 g (2.705~2.714 g) ZKIZEDL
T 1,000mL & U, KEg{LT bYU 7 A%HK (Imol/L) TpH % 7.0 IS 5,

B & =3

Fh i IHTEREL10g 2 0.0l g DT ETEDY ., ZOHMEETEL, &> T 200
mL O =HAT7 T X 3T A, IREVRERER SmL KOV = Ul — U BREREIK
20mL &N Z 724 30 I RlEFE T 5, HIZT7E b=k U/ 100mL 2%, 304
RVIRE T 5, 200 mL OLEY 7 Aa2%2 7 7 =K} FICES, i
Ra A (5 B) TWBIAWT 5, EO=AT7 7 2AaROEIZIART & F=



FUJLS0mL THEE L, FERICESIAEL, BIZEET7 7 ATOEBRETTE
=FNINAEMZD, TOWK 4 mL % 100 mL @O =7 7 A 2 ZIEMEIZ AL, 7K 40
mL KOV EERRER 5 mL 2N R 7o, AKERtbF Y U A%#E (1 mol/L) T pH
ZTICHREE L, 77 24 23R & 15,

T T BALVERES  BERIERG A A AR I =T & (1,000 mg) FAEAX ) —L5
mL & OVK 5 mL CHERBEST 5, REHRIKR A I =8 7 MM AN, iKE AT
ARID FIRIZZET L2 E TR F S5, BBHERDOAN> TV = A7 T Aa% X7
J =L 5mL T2 RIPEE L, TRiREIERS 7 22z CRARCHE S E 5, 50mL
DRTHT T A% I=NT LD TIZES, AF /7 —/L—H#E (1,000+1) 10 mL
EI=HTACMATIIVARAZANRLF Ly b, AF L7 —, CV-dy LD
MB-ds ZIaH S5,

WHE A 40 °C LT ORI TIE L A EREET 5 CRERM L, 280 A%k
STHET %, 7 h=rUb—K (1+1) 2 mL % IEMEICINZ CTEREMERM L.,
5,000xg T 5 syl DaoBEL . EEAREEEK v~ N7 T T 82 o7 ZRVE &Sy
Hratic X 2 PEIfE3 23 EHER & 3 5,

Wik v~ N77 7807 ARV ESHFHC X 2WE  FURHATR K OV &R E
AR 10 uL 2k 7 a~ N7 7 7% 07 ARERBSHTFHCEAL, &
RIS 7 v~ 87T 8 %155,

WIE S

(k7 v~ 7 Z 7H)

il 7 L F T BTN I ) BTN T A (NEE 2.0
mm, £ & 150 mm, Ki£E 5 pum) *°
A B W Smmol/L ~7F X 7N F ulkiRisii—T7T 2 h=FU

L (3+1) —5min— (9+11) (10 min £&¥F) —0.01
min— (149) (6 min £&Ff) —0.01 min— (3+1)

(14 min R FF)
it @ 0.2 mL/min
7 A KR 40°C
(% 7 DBVE BT atas) 7
T i 2% DU MRS BT Rt
A4 F v fb VL7 bhrATL—AFA4b (ESI) % (EA A4

E—FK)
* 7 7 A4 Y — H A :N, (340 kPa)
A 7 Z N, (350 °C)
vy 7 U —EE:40kV
7T AE—FEE FTROELEBY
aYVa TR AFX— 1 FROEBY
T =X — A F v FROEED
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*x HWEONERM

TV h—Y—  TaET R NAAF TG TRAE— aY T g

HIE XTG4 E A4y EEA BR BE T RAF—
(m/z) (m/z) (m/z) (V) (eV)
IVAZNISAF Lok 372 356 340 100 45
TYRENISAFT L, 376 360 — 100 45
AFL T )— 284 268 240 100 40
AF VLT )—-dg 290 274 — 100 40

it 1 HBONTERISHEE 7 a~ N7 L0067 U RZ NN, F Ly B,
AF VLT N— CV-ds LT MB-ds D & — 7 [ i & 3K 6O TR HEIEIC & 0 B2
ZER L, REtF D7 YV 2R Z AR F Ly NEEK AT LT A—EE2H T 5,
F 1 EEEREITEY LIRETIT S,

2 RERNMBEHRDELE LTHWDL 7V AZ AL F Ly RERATF L
TNh—E, ZIVARZNANRALF Uy bedy KOAF LT —-dg (DT HLH A
MBETHER) I b EREDOHO

3 WiHIE 1 mL/min BE L T2, LEIISC TR~ =FR—V R+ 2,

4 Mega Bond Elut CBA (Agilent Technologies 8, U ' — X—%& 6 mL) XX
INEFAFEDSL D

5 WYRKEOY F—"—ZHET 5 & L,

6 CAPCELLPAK CI8 AQ (KIKY —##) iZZhEFEDL D

7 Agilent 6410 Triple Quad LC/MS (Agilent Technologies #¢) 2 & 2 S5

(B3%) HIERNY) T —va v

« WINENR R K O U RS BE

Y YL R 3 =W >
TS 4 SR @?ﬁ’; L AT fs’ibji)’g

JYAH L e AR B LA R e 0.005 3 109 2.4
NAF L 0.01 3 109 23
0.1 3 103 0.5

AR E B A sk 0.01 3 103 7.6

0.1 3 103 0.5

FEE RS AR 0.01 3 108 3.3

0.1 3 101 0.5

[EFEfa K 0.005 3 116 1.1

0.01 3 99.3 53

0.1 3 98.6 0.9

LTPNEEV il 0.01 3 112 5.1

0.1 3 100 1.0

ATV T N—  REEE B A R 0.005 3 114 5.5
0.01 3 108 3.3

0.1 3 106 0.6

AKIEE Afd & sk 0.01 3 104 24

0.1 3 105 2.0

FIEWE AL A s 0.01 3 110 4.0

0.1 3 97.2 0.9

[EIPEfa K 0.005 3 112 2.0

0.01 3 99.9 7.4

0.1 3 101 2.9

LR ) 0.01 3 106 2.9

0.1 3 105 0.8
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- S fm) RER

. = ; HrhE R TRONERE WNEICER ok UK S msE

otk ABOIR o mE% (90 (%) RSD, (%) RSDg (%) ot
7 ) AH ) A A A ek 8 0 0.02 94.5 34 7.5 0.34
NAF Uy b FRCHRARASE 8 0 0.04 101 2.1 3.1 0.14
Ay 8 0 0.08 99.1 0.83 32 0.15

AF LT N— AR E A Al G R 8 0 0.02 83.5 2.2 13 0.59
NI il e e 8 0 0.04 93.3 2.6 15 0.70

ok 8 0 0.08 97.7 2.9 14 0.62

- BRI FRR (R—3RBR I K D ERR) AEHR 0.005 g/t
(%) 7/ a~ 7T L0

| SRR A Lk AFLLF I —
{ M |
e | Y .

2

126 13 134
#F0E 84 87 9
{#F0

AmEHE (AMIZOUVRBILNLAFTLY FRUAFLYTIL—
ELTO1 ghMEEFRM DYy OI LTS LA

~THA NT) = KROuAfa~vThA NT) =Dk a~ N7 T TR T A
T BESHTFNC KD RERSHE (201 kK ORGEED
(1) SHxgiedtn  ~7 04 TV —r ke a~wThA M7V —r (2 K5y
(2) WP Ak OWA R
(3) oFrET!

A HECHH

1) ~T7H0A4 TV —=vROaAfa~wTh4 7Y — U fEREFRSE 2 ~7A4 k
7 U —2 [CyHosCIN2) 10 mg K O'mA a2~ T A F27 U —2 [CiHuN2) 10 mg
% 0.0l mg DHiETEY, TOEEEZFLHE L, ZEH 100 mL ODEET T A2
IZAIL, AZ ) —NVEMATEN L, BITERETAY ) —LEMZA T~ T A
KTV —v ke a~ThA M7V —0 OBEEREEZRET S (200 0%
ImLiZ, v HA V= ROuAfavI3hA 7V —2r»8LTI100 pg &%
NENEAET D, ) .

2) REFRNAREERD BRI K RS EEER ZERMARE#R~ 7 A b
7Y — 3 (MG-ds) 5 mg K OVZERNMBE#RR A 2~ T HA N T Y — 83
(LMG-ds) 5 mg % 0.0l mg DHETEY, ZTOEMHEEZFLFIEL., ZHEI 50 mL
DEET T AN, AX ) —NVEMXTENL, BITERETAY ) — V%
Nz THLZEFRMAEEBREEERRZMART 5 (26 DKS 1 mL 1%, MG-
ds X NLMG-ds & LT 100 ug #ZNZTNEAT D, ) o
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WlZ, BEEFIEO —HERAL, 7 h=FU =K (1+1) TEMIZHR
L. ImL FIZ MG-ds X TN LMG-ds & L CTZNEN 25ng & H T HIRA NIEEAETR
o R

3) MERERAEER HHICBELT, ~ 04 MV —v kRS a~vTh
A 7V — B ERT TR NERER O —Ma42 7 b= KU L—K (1+1)
TEMICHRL, lmL FIZ~T A M7 V= kOuaAf a~vT A 7Y —r
ELTENEN 0.5~200 ng #&H L. 7 MG-ds X N LMG-ds & L TZENZEH 5
ng & AT 2B O ERERR AR 2 S 5,

4) 7Y CEERETIR 7 T U — KT 63.0 g (62.95~63.04 g) ZIKIZ
WML T1,000mL &L, UYgAkFE—F bY 7 AR (0.6 mol/L) 300 mL 2
ZMZTpH % 3.0 ICFHET 5,

B & =3

fh o oWkl 5.0 g 2 0.001 ¢ DHFETEDY, TOHMEE AL, 100 mL
DA DILEE I AL, 7 =i — U VEBEER 10 mL X O7 &' h=KU L
30 mL 2N Z72% 5 5 RE 5, BICZ 0EOIEEIRANIEER | mL %
Iz, EEEEE T 1 oMsZRETHET 5,

BE A D EO T = U AT L., RIRARHRICA e %,
R 2 1,300xg T 5 /R DB L, BB AR Z I3 2 3 EHAIR & 35,

B W RBEREELLNUOYI/aa A X 25 mL KO Y A S g
(4.5~5.4 g) Z A7z 100 mL O RRwFIZ AL, SBHEIR DA > Tuviziz Lk
BEZVEOT® b= MU L THE L, RiREZHEHAKICAE DY 5, DiRR+F%
1 DRV IRE-ZFHFEL, 72 b= -y runxx)E (L) 265
NUH20g ML EOBEEOREET NU v A (HEK) ®E2AK SHEA) ©LICHE
SH}FT 200 mL ORTIT 7 A 2lZA 8T 5, LSRR OAKZNE
WhHEOY Z7ru A X THREL, BREZFRERICABE L TAKEGDLE S,

A% 40 °C LLF ORI TR 1 mL £ CRULIRME L, EHE T A& ko THIHE L
7%, T F=F U —FEER (19+1) 5 mL X CEREBMZENL, BT L4
BT 23 BRI & T 5,

7T ARLER RV ANVKR= LT U by U B AV =07 5 (500
mg) ®3% 7% b= KU L—FE#E (19+1) SmL THEFT 5, REHREEZI =07
DT AR, RE DS FTETAR O BSICET 5 F Tt &8 5, BEHER DO A - T
TR TIE T I Ak EOT = UL —FEfE (19+1) THE L., ¥EERZ
=AT KNIMA, RIS ESES, BiZ7® R 25mL, A%/ —/L5mL K&
K7 =M A SmL ZEKRI =07 LM, EERICHRHE SHE 5,

L= T LSRR ELET Ltk SOmL ORT M T I A3 I =0T A
DFICES, 7B r=RrU =T =77k (19+1) 10mL I =47 AIIMx
T IWA NIV =kl uafa~vTdhA b7 —aEHIES,

WK Z 40 °C LA F ORI TILE & A CREET 2 £ THRUEIRME L 72, 65 X
EiEo THET S, 7 F=FVUL—JK (1+1) 5SmL % EREICN 2 THEEYZ A
ML, AT T 7 4 0F— (FLBE045 um LLF) TABL, ks~ 77



78T DRVE ESHTENC X D REICAET BRI & T 5,

Wik v~ s 7278207 DAVEESHEHI L DHE BRI K O IR S 1R 1E
WA 10 uL 2k v~ N 75 7 %2 07 DRUVE B HTaHCiE A L, @RS HY
sva~ NI L85 D,

HESRM Bl
(k7 v~ s 7 Z 7H)

ol 7 L AT ET NI Y AT T A (NER 2.1
mm, £ & 150 mm, Kifg 5 um) 7
s Hife W03 VN%T EZT K « 2VN% XN —K—T &

F=F UES (1048149) —03vN% T VE=T
K 2VINNFXBIEIR —K—T & =KL
(10+9+81)  (7+3) (1 min f&FF) —7 min—0.3

V% T V=T K 2VVBTXIRIRIE —K—T & b=
K UL (10+9+81) (10 min £#+F)

it @ 0.25 mL/min

A7 A KR E40°C

(% v 7 DRV SRS Bl 170)

Ui H o DU ERRAVE By i EF
A4 F v S xRS —A A1 (BSID) 1 (EA 4>
£— k)

* 7 T A Y — 4 A : N, (340 kPa)
72 o 77 A Ny (350°C)
¥y &7 U —FE:4kV
7T AZ—FEE TROELEBY
aY Vg TR F— 1 FEOLEBY
T =X — A F v FROEED
x AWEOWESM:

7Y —H— TuaXy bt TITAE— al) g
I E RS YE A A E R 3R A BIE T L F—
(m/z) (m/z) (m/z) (V) (eV)
~IhA Y= 329 313 208 100 40
~THhA KT U —ds 334 318 — 100 40
Bfa~IHA RS U—r 331 239 316 100 25
nA 3w IHA NI —dg 337 240 — 100 25
(% > 7 LZAVE BT a5 2 10
R i ax o D EMAE &5 AT Et
A4 4 v fb izl Z huRTFr—A4Aqk (ESD ¥ (EA AV
E—K)

A4 4 v JR O\ FE:150°C
FYNR—2 g U HA N, (400 °C)
¥y 7 U —%MHE35kV
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2 — v @ JE: FROLBY
2YVarEHAE— FROLEDY
=K = Ak v FTROLBY
£ KWEORER

T H—H— Tagy M A a—y aYvayv

HE T S E AHy  ERM 7R /T TR E—
(m/z) (m/z) (m/z) (V) (eV)
~TIHA NT Y — 329 313 208 60 35
~THhA TV —ds 334 318 — 60 35
A a~vIhA4 KT Y- 331 239 316 50 30
BAaAwTHA NI —2dg 337 240 - 50 30

! BOoNEERSHRHE 7 v~ NI 506~ T A4 N7 U —2, B A
a~I7HA4 b7V =2 MG-ds K T¥ LMG-ds @D &' — 7 [ifgi % R CNIEHETEIC &
DRREMEIER L, ABPO~T A N7V —vB&RORAS a~wT A N7V —
YERERHT D,

E1 T4 M7= RECEERHD EOEBRPEZVFEL Z b, &

BREMEZ AT O 2 &

2 T4 N7 Y —2 [CuHasCIN2) 10.0 mg (£, ~F A N7V —2Lw

I EEME (CsoHsaNsO12) 12.7 mg IZFEYS T 5,

3 HERMEE#®RE LTHHAT A2~ 04 M7 )= ke Afa~vT a4
N =203, v 047V =2 & kO a~vT 04 b7 U —r de X
FInb EEEDL D

4 PCB BRI T ZNLRFED S D

5 Bond Elut SCX (Agilent Technologies ) [Zi# 4 72X D U V' — X — % Hif
L7ZZb DI ERIFEDO L D

6 Whl~=FR—N RV TBKizET 5,

7 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i L FI%ED
D

8 LCMS A (BHfb®H, BL7 A L AREMER) Tz tFf%0 b
D

9 Agilent 6410 Triple Quad LC/MS (Agilent Technologies f) 2 L 5 {44

10 Micromass Quattro micro API (Waters #4) (2 K 2 Z5{F- 45



(BE) iriEN) T —va v
< TRANMENI R K OVl U
WAL Sy 4 oo FEE

WINBE AOMEIR R UK

ik L

%

(gt) (%) RSD, (%)
~THANTY— 35 B R LA A s 0.005 3 87.9 1.8
0.1 3 84.2 0.7
T B Rk A B A Rk 0.005 3 85.6 1.4
0.1 3 90.5 1.6
F 72 R A B R 0.1 3 73.7 1.6
s 0.005 3 78.1 2.4
0.1 3 81.4 1.2
aAawI AN Y—r 9 S F kB G R 0.005 3 94.5 1.9
0.1 3 95.2 1.6
T B Rk A B A Rk 0.005 3 98.3 1.1
0.1 3 99.0 3.1
F 72N E R A A R 0.1 3 93.9 1.9
s 0.005 3 85.0 3.7
0.1 3 77.1 2.6
- L[] FABR
. . ; At FHR PR WRMENLSE R UK Smmsire
o4 Bl o FE¥E B ek (&) %) RSD, (%) RSDg (%) HorRat
~5HA h IR LA 9 0 0.002 93.8 4.0 5.4 0.25
7Y = TS ) 3 0 0.005 101 1.7 2.7 0.12
A AR A E R 3 0 0.01 94.3 11 12 0.56
o 9 0 0.002 86.1 3.9 74 0.34
oA a~Sh THERGRNEARE 9 0 0.002 100 3.9 6.1 0.28
S RV —r FEAARAEE 3 0 0.005 102 1.0 7.8 0.35
e AR frbs 3 0 0.01 101 1.7 8.2 0.37
fa ¥y 9 0 0.002 91.3 46 16 0.74

- FRHV R (R—3BREIC X 2 iER) AR 0.002 g/t
(2%5) 7a~ 77 L6

FEA U= . ] P k% e
E &
i =
8 k] 13 I 14
{BI50500, 5 {RI50508, 4

AMEH (BAMITISAA M) —RUDAIAISTHA T )=
& LTO0.005 g/t HHERM O/ A IS LA

A NTV—=vEOaAa~wThA NV —ORIKIa~ NI T 78207 A
Ei MR X D RERE ML (2o 2 fadih)
() S8 e T WA T V= kP a~xwThA N7V —2 (2 515)
(2) EHEEFE gl
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3) FrET!
A HEOHH

1) ~ThA TV =V kA a~vThA N7 ) —VEERE?2 2 03)D A
D DL B,

2) ZTERINIAREERR D E AR E I K VRS NAEHER 2 DB)D A D 22Xk 0| 1
mL I ZERNMEIE#G~ T A F 7 ) —23 (MG-ds) K OV TE RN AAE R o
S a~FHA NI Y= (LMG-ds) & LT 100 pg # ZNENEHT HELE
RN AR A AR Y U 2 TR %

HlZ, FIEEFRERO —HZ2REEL. 7T = IV LV TCTEMIZHRL, 1 mL F
IZMG-ds X N LMG-ds & L TENEN 1 ug 2 aH T HIRANIERER 2 4 5,
3) MERIERAERER HHCBLT, ~ 70 bV —vkaAfa~Th
A 7V — BRI TR G NERER O —# %47 & b= KU L—IK (1+1)
TIEMEIZARL, 1mL FiIZ~T7 A M7 V=2 kOPuaAfa~vT A TV —r
ELTENEN 0520 ng ZEH L. 7> MG-ds X 1* LMG-ds & L TZNEFH 5
ng & AT D BR O BRI R 2 RS 5,

B & =3

h H IHTERER 1.0 g &2 0.001 g DHTETEY ., TOHMEEFH L. 100 mL
O A ORI IZ AL, IRA AR 50 uL Z Efglcmz b, 7 =KV L
—HERE (19+1) 40 mL X O7 & b= h UL fafo~F 9> 10 mL 2z, 10 53
WO IRETHMT 5, 1,300xg T 5 pEELDBEEL, ~F V8 (BE) ##T,
TEr=FIAE (FE) 2R B E T 5,

15 LALER RyBoANVKR= LT o) b Y BV =T A (500
mg) "4%& 7 b=k U/L—FEEE (19+1) 5 mL THHFT 5, REHAR 4 mL % 2
=77 NMTEMICAIL, WWENS R TAAID LigliliET 2 EThitbisEsd, 72
Y25mL KT R=hKU)L 5mL ZIEKI =H T ATMA, RERICHH S
Do

50mL DRTH T T A2 I =T LD FICEE, 7R h=h) L—T v F=
TAK (1941) 1I0mL ZI=F T LIZMAT~T DA M7= kOuaAfa~wTh
A N7V =2 EBEBESED,

W A 40 °C LT ORI TIE & A EHET 2 % TRERM L7-%, EHR1 0 X
Eko CHET 5, 7 b=FU—K (1+1) 1 mL % EMIZINZ CTHREY %
2L, 5,000xg T 5 s Oai L., RBARRERIEK v~ N7 T 782 T B
HESHEHC L 2 REICHT 23K & T 5,

Wik v~ 757807 DRVEESHEHIEDWE  2D3)D B DK v~
N7Z 78T DR ESHTEHI X DHEDHIZ L D,

iR 20Q)DBOFREDEHIZL D,

Tl 704 M) —UREMEERBMEDOEBRNEZVEFELZ LD, &
BREREZ AT Y 2 &
2 w704 M7 VU —2 [CxsHasCIN2) 100 mg (5, ~7 WA 7 U —21Lw
I P [(CsoHsaN4Opo) 12.7 mg [ZAHY T 5,
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3 ZERMAEEHRE LTHHT L~ I 04 F 7 )= RO a<ThA
NV =, T A M7V —2 ds ROuAa~xT 04 b7 —r dg X

FIND EFRFEDOS D
4 Bond Elut SCX (Agilent Technologies #4) 24 2R & D U ' — N— % HfhE
LTI NEFREDO S D

(BE) GIHEN) T —va v
* AINEI =R R UYL A i

+ N N 52 (E;,~ Az
W sroms  TIRE gy WAARE RELER

~TIHANTY— Fi a1 0.002 3 97.4 5.9

0.1 3 93.9 1.8

B A m 2 0.002 3 98.0 3.3

0.1 3 89.9 3.1

R R 0.002 3 98.1 10

0.1 3 91.8 2.1

G R A2 0.002 3 101 4.6

0.1 3 94.2 2.5

nAawIHA ) — R 0.002 3 107 3.0

0.1 3 99.5 0.5

s B h 2 0.002 3 112 3.1

0.1 3 103 3.9

AR R 0.002 3 97.7 1.6

0.1 3 94.6 1.7

A B2 0.002 3 105 1.1

0.1 3 99.4 1.6

- S [E R
. e v ATENE AR VSONIEES WONENMER 0K UKSE Smarsbm

%53 4 B FHFE [N () %) RSD, (%) RSDq (%) HorRat
~T7HhA b 1 8 0 0.005 87.4 6.8 13 0.60
g = Rig R fam 8 0 0.005 85.9 2.5 12 0.56
nAawTh KR 8 0 0.005 108 3.8 8.2 0.37
A RN U—r  FREERAH 8 0 0.005 101 42 6.2 0.28

< BRHFRR (BRI K D) AEHR 0.002 g/t
(%) 7ua~ 77 L

TIhAHE = O a7 S5H-F=—
ot
2 &
e e
8 9 13 14
{ #7008, o3 { & 3F05RE o3

AMEM (BHIIISASA M) —RUOSAIAISTHAANT)—2
&L TO0.002 gt HHERM O/AX IS LA
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