¥8E GRNEYE
BOE A5
1 7o7al) oA
1.1 EaERBRik
.11 K7 a~ 77 7k
(1 FLIvr A
A HECHHE
T r7a )y LERER 77 m Y v [CiuHCINg-HCI 25 mg % 0.01 mg
OHTETRY, ZOHEA2THL, 50 ML DBEAEET 7 AT AN, A X
J—=NEMZTENL, BIERETAY ) —AE2MxTTr7al vn
YRR AR T2 (o 1imLix, 7o 7Y AL LTO0SMgEAT
Do ) o
IR LT, RO —5% A %/ — /L CIEMICAIRL, 1 mL iz
Tr7u Ukl LTO054ug 2 AT 08A07 7 a ) v AMERERZH
®4 2,
B = =
fh sl INTEVEL 2~49 % 0.001 g DHTE TEY Z O % fték L. 200mL
D= AT T A3l A, A% —/L 100 mL #1%, 30 MR
WIS 5, K &8 @ e m DL (2 AdL, 1,500xg T 5 43 i O
SEEL. BB D a2 A X ) — LV TIEMICTRTL L, 55 LB
T OREHAIR & T 5,
BT A REHAR Z T VI I =87 4 (1,710 mg) F2iC AR, JE
HEES L CHIO O 5 mL 25T, TO%ROMHIK S ML 2 AT T 7
g4 vZ— (JLEE 0.5 um LLF) TAML, K7~ 777 40—+ %

REHAR & T 5,
Wik~ 777 40— BEHEKEOET 70 ) v AERERA 20 uL %
Wik v~ N7 7ICHEAL, Zu~ NI L8555,
HIE S B
B B AN E R AR (RIE K - 265 nm)
BT L F BTN INMMET Y ATV T A (N 4.6 mm,

& & 250 mm, RifE 5 pm) 4
OHE MR CEBRREIR TS — A Z ) — L (T+3)
i 3 0.7 mL/min
Al ) Bohi-/u~ I ALY —rmS ITEEZ RO THhE
MEER L, BREbPoT7T e v AE&EZRH TS,
W1 77U sl LT2ugml HY &0 2T 5,
2 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) XX Z 1 & [H]
DY D
3 JiEEIE 2~3 mL/min & 3%,
4 Puresil 5pCis 120A (Waters ) XX T L [FAEDH D

534



5 VU IKFAY T A9T71 g (9.705~9.914 g) KON 1-~FH 2 Z/LaR
VEET R U U A 135 g (1.345~1.354 g) #KICHENLTIL EL, Vv
2 C pH % 3.4~3.5 [ZFH#ET 5,
(%) HEAN) T —va v
< WNANENN SR e ORI UK BE

, WINEE .. WNEL R MR UK E
wl ¥ &
PR DAL (g/kg) L (%) RSD, (%)
BHTSLI v A1 10 3 99.1 1.7
25 3 101 1.3
50 3 102 0.7
HEHS LI v A2 10 3 100 1.3
25 3 100 1.3
50 3 100 0.8
BHFLI v 2R3 10 3 100 0.9
25 3 99.7 0.6
50 3 100 2.3
S 5 HahEk TEHE WRNEE VRINEILER Snir Ll i
B FELE e b HorRat
HHORS  ssn m=% gk (%)  RSD, (%) RSDe (%)
FAFLI v R 7 0 25 96.3 2.4 3.7 11
(%) Ju~ 7T A6
l
for;
3
==
0 5 10 15 20
{RIFIFRE.

AmEE EBRAIJLIYIR) O/ LTS A

() BoA sk
A HECHHE
T 7 a ) U AMERER 77 v U [CuHCINgHCH 25 mg % 0.01 mg
DOHTETERY, TOHMEA2THEL, 50 mL DEEAEET 7 AT AN, AX
J—=NEMZTEN L, BICERETAZ ) —AE2MzTTr7al vn
EERFIREZ RS2 (ZoR1ImLix, 7o 7rUoAELT05mgEAT
Do ) o
B L€, U O % A %/ —/L—K (7+3) TIEMEICAR L,
ImLFc 7 7r ) 7al LTL10~30ug 28 AT 2807 7alvh
PEYER 2 S 5,
B = =2
fh il IONTERE10g &2 0.01g DT E TEY . 0% itsk L. 200mL
DI =fA 77 23 A, K 30mL 2z CLIEALEZEKIE
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30~40 °C T 10 sl EWHAE L, T A X /—/L 70 mL % Z OIRIZIN %,
30 IR T3 5, flHR 2 ke O PRS2 AdL, 1,800xg T 5
OYRNEDAEEL . BRI E T LB B REHATR & T 5,

717 LA RENAREZE T VI =h T 4 (1,710 mg) FLIZ AN, i
TCHHSETHOORMIK 3 mL Z# T, ZO®%OW MK 4 mL % 10 mL
DORERE 2T 5,

MO —E AT T 7 4 0% — (L 05 um LLF) TABL, &
koo~ 777 0=t T 2REHAKR E T 5,

Wik v~ 777 4— RENERKOET o7 v ) U AMERERE 20 uL %

Wik v~ 7272 FEAL, 7~ N7 L5%155,

BERM Bl
o M g ERANOOLE R s (BE R © 265 nm)
BT AT ZTINT I Y BT H T A (R 4.6 mm,

£ & 250 mm, Kifg 5 um) 2
wOBE W A v — 7 T U RRRRETIRTS (13+7)
i  : 1.0 mL/min
H) il SBon-/ua~ N 7506 —7BEIXIIHEE RO THE
BEER L, REFo7 7l v aBEr2RHET5,
£ 1 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) X |3 Z 1 & [A]
E RN
2 Mightysil RP-18 (BAH{bFH) TN EFFEDOH D
3 7 Uf—KFa 192 g (19.15~19.24 g) KX n- K5 L VEiEET b U
72,07 g (2.065~2.074 g) HEAKIZIENLTIL &L, KEgbF NI ¥
LYEWE (10 mol/L) < pH % 3.5 IZFHHET 5,
(BE) HWEAN) T —va v
< WHNEICER R OV U RS

‘ WM WONENRL SR R UK B
PR ORI (git) P L (%) RSD, (%)
4 9 B AR B A Rk 40 3 99.9 1.4
100 3 100 1.0
250 3 103 2.0
g9 F Rk A A R 40 3 102 0.6
100 3 102 0.3
250 3 103 0.7
7 uA T — R E R A 40 3 102 1.0
100 3 100 0.6
250 3 102 1.4
e , At TR VSINLEE WRNEIR R smE UwE  simsme
AROME  pan muxk (git) (%)  RSD, (%) RSDg (%) HorRat
I > ERRA S 9 0 100 100 0.9 2.7 0.30




(%) ru~x 7T LM

WAEE

6 2 4 & & 1w 12 14
{R3909R8, &5
AMEH W SERRAEEAMICTTOYILELT
100 gt HBH=EHM) DU/ T I T L

1.1.2 WA
() F7vIvr A
A HECHHE

1) fHEREE A% 7 —L—IK (2+1)

2) Tr7ul v AR 77 m ) A [CuHiCINg-HCI) 25 mg % 0.01
mg OHTE TEY ., TOEfHEEZFLE L, 100 mL OBEEET 7 X 2T A,
AH ) —)L—7K (2+41) ZIMZCTEM L, FITEBRETAHZ J —L—K
(2+1) ZMATTr o7 u ) v AMEREFKAZ#RE TS (2o 1 mL ik, 0.25
mg el T 5, ) o
EAICEE LT, EEERO —HE A% 7 —/L—/K (2+1) TIEMIZARL,
ImLFICT7 7 e o nE L TBuEsElT57 70 U AR ZH
"5,

3) KEMEF MU DA KEET FU U AR (L1 wiv%) 15 mL (2 A%
J =L Z&MAZT200mL &35,

4) FIELVVF—NE 277X LYV F—)L 25 mg (24.5~25.4 mg)
AL )=V NPLTLIL &9 5,

5) FEaaldk FT7H LA — L 90 mL & 250 mL O E T T A 2T A
e 7207246 h U 7 A (0.2 wivt) 5 mL 2Nz CTIEY RE, &
o7 AL U AVEIR (Lwivee) 5 mL 2z TR 0 IR 7= 1% 30 4y &
T 5, FIZZOWRICKEILT U ¥ AWK 100 mL 212 TRV BE =%, 7
T A AHiEe (G2) THIET 5,
ZOFRERIEIL, BRI L, 75 2RIV S,

B = =

fh tH IHTREL 1~3 g &2 0.001 g DHTE TRY . TOMEEZFTEHF L, 250
mL O3EIRHZ A L, A% —/L—k (2+1) 100 mL iz, 1 BFRIIRY
BAECHIM L2 %irE T 5, HiiEs A 6 F A) TAEBL, 2%/ —L
—JK (2+1) TIEREIZ 50~500 fFIZ AR L, A& I 23 BHAIK & T2,

W ® BFUBHANK 4 mL &3t Ok AR I IEfRIC AL, JEEERIE 10 mL
ZMMZ TRV IRE =% 20 /rMIEE L, 650xg T 3 sofE L T 5, BHD
I BRI A B VI AN, STTEW, ZERBREK (A5 7 —/—K (2+1)
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4 mL IZHOWTHRUEHAIR & [RARICEAE L72R) Z xRk & L TR 530 nm @
W & | ET B,
FEEFC, 77 m v A ERER 4 mL &3 O e BE I B A, &
BHAWK DY 6 & R — S TROCE 2 HET 5,
A" BonlemENS, bt or e v aEERET S,

(2) ELA R
A HECHHE
1) HbH st DDA D DIZE D,
2) Tr7ml v aEsEE (DO ADDITED,
3) HWEMET LT T Ahrsm~w 7T T HEREET VI G
63~200 pm (230~70 A >+ =) ®1% 100 °C T 3 Rz 4 5,
4) Kb U U AWK LD A D)L B,
5) FUALLUA—LE ()DAD LD,
6) F&aFldK QD ADBN LD,
B = =
il B okl 15g LLF (77w ad LT 1.5~25 mg Y &)
AT 4 HTETRY, ZOBMEEZFTSE L, 250 mL D5 kRFIZ AL,
AL ) —L—7K (2+#1) 100 mL Z# /0%, 1 BERHR VIR T L=t i@
5, MR EZ AH (5 FE A) TABL, 77 AMMUBRICHET 23 EHAIR & T 5,
BT DRV MHEEEMET VR F 59 (45~55 Q) AT A (NE 10 mm) 12
A THETCAL, BT L5285,
AUBHRIE 25 mL & 71 7 MZ AL, #IOOUE K 5 mL 28T, £ 0% O
i 2 I E T 2 BRI & 35,
il i (L)® B OYPEDIHIZ L 5,
FOB (D)o BOHEOHEIZLS,
¥ 1 Aluminium oxide 90 active basic Art.1076 (Merck $) XX Z 1 & A% D
H D
(B%E) HIERNY T —va v
< WRINEN R e OV LS

e ; W . WONEN R 0K UKG EE
Es S H i
AUE D FE (o) MR L (%) RSD, (%)
s s 7 R L 5 i 50 6 9.3 o
100 6 95.5 2.6
o e AR T USHONPEEE WA R sNiE URE RSk
S g AR FEHE HorRat
ARORE gay mam (g (%) RSD, (%) RSDg (%)
oA B B 6 0 100 94.0 4.0 79 0.97

1.2 WECERERE
1.2.1 Wik o~ ~N7 7 7k
(F P« Bl A e



A HEOCHH

Tr7a )y aERER 77 1Y A [CuHiCINGHCH 25 mg % 0.01 mg
OHTETRY, TOHKMEETEL, 50 ML DEEBEET 7 AT AN, AHX
= NEMZTEN L, BICERETAY ) — A EM2TTr7al vn
BERFREZRET D (2o ImLiE, 7o 7rUoAELT05mgEAT
Do ) o

EAIICES L C, EEFIRO —%E A ¥/ — /L CIEMIZAR L, 1 mL i
Tr7ma Al LTI 28T 8AOT 7 a v MERER 2 51
"Iz,

B & =

Fh s IONTERE 209 &2 0.01g DT E TEY . OB E sk L. 200mL
D=7 I 2l A, T h=RUL—2X% /) —)L (4+1) 100
mL &A1 Z, 45 53 IR T 5, R &2 18 ke m DL S 1A
. 1,500xg T 5 Arffim iyl L, BB E T AAER | ST B REHA
weT %,

BT AR RBHRKATMET LI FI =T A (1,710 mg) FLIZ AL,
JEAE®2 LT 30mL 2t S5, JitHi 25 mL & 100mL ORI 7 7 A
TZIEREIZ AFL, 45~50°C DK TIT & A CHL[ET 5 £ CTHRUERME L 7%,
BRI A FEoTHET5H, 78 h=FUb—2A% 7 —/L (99+1) 10 mL %
IMZ TR EE L, B 7 LAE It 23 EhAIR & 95,

ST NLE N RENAK A R VIS 2 =87 4 (1,710 mg) FLIZ AR,
JEER?2 LT EE 5, BEHERDO A > TW R I 2Aa%2 T b=
FUL—RA% 7 —)L (99+1) 10 mL F> T3 [k L., ikZERI =T
LT Z, RRRICHE S S, Hio, 78 h=FJ =X % 7 —)L (99+1)
10mL 2 I=07 LM, [FEERICHE S THEEFT S, 100 mL ORI’
T7I7AAI=NTLAORICEE, TEM=FI V=A% —/L (9+1) 20
mLZI=hT7AIMz, EEDRZ2LTTy7r Y vAEZEESES, EHIR
% 45~50 °C DK TIZ & A ERAET 5 F TRERM L%, ER T A%k
> CHL[ET 5,

AK ) —) 5 mL ZEMICINZ THEEMZEN L, ZOREA T T 7
A vF— (fLF2 05 um LLF) TA@L, s~ 777 0 —icfkd 5
REHRIR E 35,

Wik a~ 777 4— 1.1.1 ®(1)» B Ok a~ N 7Z 7 4 —DIHEIC
X2,

FOBE 11100 B DOHEDIHEIZL S,
7£ 1 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) X% Z 1 & A

LD D
2 PialE 2~3 mL/min & 9 5,
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(BE) GIEAN) T —a»
 IINEN R K OVl UK 2

S W .. WANEIE R UK
PR OM @ RV () RSD, (%)
ik %5 £ & BiC A fEE 0.1 3 107 5.7
05 3 101 05
1 3 101 0.6
PR AR P L& D) 0.1 3 105 7.8
05 3 107 33
1 3 100 2.1
WA 4R E LA R 0.1 3 99.0 3.8
05 3 109 13
1 3 106 3.6
o IL[R FAER
e . FihE EAR WEE WRMEILER SnsE URE  ssilmsikee
AROME gy mEn (g (%) RSD, (%) RSDg (%) ot
ok 7 P L bk 7 0 0.5 81.0 4.9 11 0.59

(%) Zu~ 7T L6

|
i
+
&= _Yl(,\
L | i L ]
0 a 10 15 20

(%37

AR (AARESFEMICTTAYILELT
0.5 gt HHBEFRM) O/ OTFITI L

2 T hAAR— |
2.1 TERbRE

2.1.1 Wik o~ 7o 71k

(1) FLIvr =R

T RSN — SRR

EREAN

i i StrakEl 1~2 g 2 0.001 g DHTE TEY . T OHIE %

A EEOR

T hS_— |k [Ci2H1sNO,) 20 mg % 0.01 mg OHT £ T
B, ZOHMEATEL, 100 mL OBERET T AN, AHX ) —)L
EMAZTEWNL, BICERETAZ ) — L EMZ T 3 — MEAEFT
ZPRET S (Zo1mLiE, = hXX—hFELT02mgEEHT D, ) .

I LT, BEREFRO &2 A ¥ /) — /L CIEMEICHIR L, 1 mL $ic
T hIR— [ LT 025~2 ug 25 H T HE MO b3 — NMEAERL A G Y

B & =

ACdéx L. 200

mL OB fatele =/ 77 2 a2 Afv, A% /—/L 100 mL A1z, 30 s
TR CHI T 2, IR 24 R D TR BYE I AL, 1,000xg T 5 43

EOTEEL., EEREO A2 A% ) — )V CIEMEIZHIRT 5,
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YT 7 4 F— ({2 05 um BLF) TARBL, ks rn~ T T 4
— T DRI & T 5,
Wik v~ 777 40— BB K OVE = bR — MRS 20 L 2R
Koo~ NI 7ICFEAL, Z7r~ N T 85155,
HEZRM Bl
o #R o AN E R (RER R 270 nm)
BT AN A ITETUNTI MM VT A (B emm, E
& 150 mm, HKifE 5pum) *1
wOBE W AK—TE =MV (743)
i # : 1.0 mL/min
iR Bon-r7ua~ I anbE— 7 EENTHBL RO THhE
PEER L, BREHFO= hIR—  NE&EHHT 5,
7 1 YMC-Pack ODS-A (VA = Ay 4 8) TN EFR%EDLD
(BE) GEAN) TF—va v
< IRINEN SR K OV UK
STy

AMENLER R UK

Rk ¥H fiIR
PR OHLE (gkg b (%) RSD, (%)
WHTLI v A1 0.5 3 99.0 36
2.5 3 102 41
75 3 99.3 48
BHSLI v R2 0.5 3 100 8.0
2.5 3 101 6.5
75 3 99.0 2.0
HEHS LI v A3 0.5 3 101 15
2.5 3 102 1.0
75 3 99.7 15
(%) Ju~ 7T A0
|
e
H
=+
— : |
0 5 10 15
% 15058

AEM (BRAITLIVIR) OO RIS L4

(2) BlA R
A HECHHE
1) = h/S_— MEAERE T f X — |k [C12H1sNO4) 20 mg % 0.01 mg DAt
FTEY, TOHEAFTHEL, 100 ML OBEEET 7 AIITAN, AZ )
—NVEMZTEN L, BITHERETAY ) — L EMZ T F/X_— MEUE
iRz T2 (ZDf 1mL (X, = hS_"—KE LT 02mg 25HT
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P

EAICER L T, EHEFIEO %2 A% /) —/L—K (7+3) TIEMIZHR L,
ImL 2= h8R— K & LT 025~2 g 2 & H T 580D h/3_— | jEN%E
e 5,

2) HHETVIF AT szu~w N7 T7HAPHET VI (R 63~200 pm

(230~70 A v =) %1% 120°C T2 BEM#E+ 5,

B = =2
fh sl IATEE10g &2 0.01g DT E TREDY . ZOHEE sk L. 200mL
DR =7 T Al A, AX J—/L—K (7+3) 100 mL Z iz, 30
S EEE TIN5, KR 2 B A Itk DL EAE I AL, 1,000xg T
5Ly BEL . T SRS HET B REHATR & T 5,
717 LALER HPE7 VI 59 (45~559) ZF T LAE (N 10 mm) (Ziz2
KTRTAL, BT L52HHTD,

REHAMK 2 71 7 JZ AL, FIOOWHIK 3 mL 28T, ZO% ORI 5
MLEALT T 7 40 F— (FLEOSUMLLT) TABL, ihkrsno~ ho
77 4 =T RENAR & T 5,

ks a~ 727 0—  BEHRREOE T hS_— MEAERR K 20 UL %K
Ko~ 7T 7ICFEAL, 70~ N T 05155,
HE S B

B H g HOERHEE UiEEE - 306 nm, H#REE 0 350 nm)
Vil = LA T RTINS U VT A (NEE 4.6

mm, £ & 250 mm, Kif&5um) "2
W BE W AK—7TER=FUL (7+3)
it # ;1.0 mL/min
717 HAEIRE ;40 °C
it A Honlzr7ue~v N7 AL E—7&HI THEE RO TR &
MAEER L, BBt O hIXR— FNEZHEHT 5,
£ 1  Aluminium oxide 90 active neutral Art.1077 (Merck ) % Z 1 & [F%§
DH D
2 Mightysil RP-18 GP (BAH{LFH) I EFFEDOH D

(2E) oHriEAN) T —va v

ASIMEIR R K Ol U RS BE

AN R AIMENL R R UK

. (git) PR L (%) RSD, (%)

9 5 H LA A 3 3 98.6 0.9
5 3 95.0 6.0

15 3 95.7 2.7

45 HEL A A 3 3 94.4 37
5 3 9.1 6.2

15 3 97.1 5.6

7 a4 T —wi AR A R 3 3 97.2 1.6
5 3 99.7 7.3

15 3 100 2.9




- JERABR

Hrhek EHHF WPINPEES RANEILER S UHIE St

PHOIR man men (ght) (%) RSD, (%) RSDg (%) HorRat
g 5 IR Bk 6 0 5 88.2 1.1 17 0.13
(%) /yua~ 77 L6
l
: lk
v
il
i
i
2 3] 10 12
{F3F03R8. 7

AMEE (b4 S AERSEARICT F/IR— K& LTS gt HLEFRM)
DAkl A NN

2.2 PiEE SaBRE
22,1 Wk o~ N7 7k
(it FH %60 - Bl A k)
A HEOCHH
1) = F/x_— NEUERR T f/3_X— | [CoH1sNO4) 20 mg % 0.01 mg D#7 %
TRV, ZOMEATHEL, 100 ML OBEREET I X 3T AN, AZ ) —/L
EMZCHEN L, BITHERETAX /) — L EMZ T hX_— MEAREJFR &
FART D (ZoWImLiE, = hSR—hELT02mMg&aEHT D, )

HERICEL T, BEEFEO —#4% 78 h=hrU L—K (1+41) TEMIZAHNR
L. 1lmL e hoAR— K2 LT02~1 ug 251 T 558D fh/R_— [
R & T 5,

2) HET LS T Lra~ N7 7 HEET LT (KifE 63~200 um

(230~70 A v =) H1% 120°C T2 B IRT 5,

B = =
Fh o okt 10 g 2 001 g DHTETREY ., TOKMEAEFHE L. 200 mL
DRI =7 T AT AN, AX ) —/—K (4+1) 100mL =%, 304y
M2 IR T3 5, flHIR & 30RO LS I Ay, 1,000xg T 5 43z
DOBEL, EEBAREE DT D L 2 RERRIR E 15,
717 BALER | FPE7 LI 109 (9.5~1059) &4 7 L% (NEE 10 mm) (2572
KTHETAL, DT L2205,

REHRIR 2 71 7 DAL, IO O 3 mL 24T 5, D% O 10
mL #2% 50 mL ®7 LIET 7 A2 ZIEfMIZ AL, 40 °C L FOKIBCTIREAL
VLT 5 F CRUERM Loth, BEF T A E-> THBET D, 7uakiLlAh b
mL Z N2 CTEEWEE L, 7 LB ST 23 ENATR &3 5,

BT DN AT A~ AT AI =T L (910mg) F3AZ makoL
AL 5mL THHT 5,
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i

it

REHRK Z L =8 7 KT AL, JEETS LTt S8 72%, REHATRDO A -
TWERLUIBEYZ I A&7 auk/L s 10mL THE L. FEEICHEEST 5, FiC
VEFINT—T)—~FH L (441) 10 mL & =0T ATz THREFT 2,
50mL O LB 75Aa%2I =7 L0 FICEX, il F L 5mLEI=%
TAIMA, EEF LT bR — M 2EHSE 5, WK% 40°C LLF DK
WTIEE A EHET 2 E CTHRIERM L%, EFZ T A2%- CRET DL, 7
T h=hrU—oK (1+1) 1mL ZEfEICINA, BEWERENL, AT T 07
g NE— (fLEE 05 um LLF) TA@L, kv~ 777 0 —12fit3 5
BHAR & T %,

Koo~ 777 40—  BWEHARK O b3 — MEHERRS 10 ub & iRk
rmav 7T 7IZHEAL, 7~ N T LGS,

WESIE Hl

BOH & SV S (AER R © 270 nm)
BT A BTN I Y BTV T A (NEE 4.6 mm,
£ & 250 mm, K 5 pm) S
woOBE WU VERRRENR TS — A ¥ /) — L (11+9)
i i : 0.8 mL/min
71T AR ¢ 40 °C
BOBbhru~w ST AN — 7 E S RO THREREZER L.
et O hoIR— N EEFETT 5,
¥ 1 Aluminium oxide 90 active neutral Art.1077 (Merck #) X Z i & [FZD
D
2 ZFOHOWHHIE 13 mL D 5 b bERIT 5,
3 Sep-Pak Plus Florisil Cartridge (Waters f) (24 2B ED U ——%
HEE L2 DXL ZNERIFEDOH O

4  PRIEITHK 2 mL/min &35,

5 Wakosil I 5C18HG (& L7 A /L AFEHISERD) X ERZEDOH D

6 UUEEAKFZE T FUTL 12 7K 9.0 g (8.95~9.04 g) KU iR —/KHE

AU AL34g (335~344¢g) ZKITENLTIL ET 5D,

~ B

(B%E) GIEN) T —a v

TR R K O UK S

VRN B RINEL R R UK

RO R gp  WEL (%) RSD, (%)
Ji% %5 7 B B A A 0.2 3 109 11
0.5 3 100 1
0.8 3 92.7 2.2
i K B ke A B A f Rt 0.2 3 113 6.4
0.5 3 95.3 2.4
0.8 3 101 35
W 4= R A Rt 0.2 3 104 1
0.5 3 92.0 1.1
0.8 3 03.7 2.7




- SRR

B AR RIEE RINEI R SmgiR URE  ssiiEsksE

B A
AROROR  mes w0 (%) RsD, (%) RSDg (6 O
P A B & B 6 0 0.5 95.7 4.5 5.5 0.31
(%) 7su~ 7T L0
l
the
+
&
| I | I
0 10 20
(R 5

AmEE (REBEARAFAMIZCT F/AR—KELTO0.5 gt HHHEEFRM)
DAkl A NN

3 R N=T 1
3.1 Motk
A HEOCHRH
1) fhHELS B 83 mL 7B b AEMAT IL &5 (EAKICHHRS
Do ) o
2) Wigu =7 ¢ VMR e <=7 ¢ [CisHisCl.Ns-HCI) 0.10g % 0.1
mg OHIETEY ., TOHMEETEHEL., 250 ML DBOEE T 7 A 2|2 A, #HE
DAKZ ) —L&MZ, 50 °C OKEH THIE LR DIEn L& lnd 5, Hi
EETTAADERETAL ) — Ve Mz THET =T ¢ UHEHERK 2 54
5 (ZoW1mLix, e X=T s LT04mgE2EH6T 5, ) o
EAICER L T, BEERIRO —E 2 i CEMICAR L, 1 mL FicEREe
N=F 4 LT 2~16 pg 5 HT2HROMEBr X=F ¢ VIEER AT 5,
3) WA 2-A RFTTH ) —1100mLICTE R=hUAEMATIL &F
%o
4) RIS T UE'=T KA mMLICTEEEEE A CTIL &5,
5) ~UZvoFERER NV 7 vl 2.0 g (1.95~2.04 g) (CPEETALE 4 mL %
MZTIRVIEE D,
6) KbV v AR KEE(H U A 309 (295~3.04 g) IZ=% /—/L 100
mL Z % TRV EY, EEBAREHEHT 5,
7)) |EMT IS AT Lra~ 777 AEEET VI (Rifk 53~210 pum
(270~65 A v i =) ®1% 105°C T 3 HRf#z4 % (FHERCHHIT 5, )
B = =3
fh o oMkl 509 %2 001 g DKL TEY, TOKEETHL, 1L O
TR AL, A E 400 mL 200, 1 KRR VIR CHlE L 721 5 2 Rl iRiE
L. filitikz A48 GFEA) TAHBL, 77 LI 230BHAK &35,
717 LALER HHEMET VI 139 (125~1359) =47 % (N 13 mm) [ZH:
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KXTHRTAL, 725205,

ARBHEWK 5 mL 27 7 LTIEREIZ AL, KA T TAA D g6 3 mm D
SIZET D E T S %., BEEALE 10 mL X OV 5 mL ZHKR S 7 A2 % T
RIS 5,

S50mL OBERET T A% 7 5O FITEE, WHIEL 20 mL 20 7 AZIE
VI Z ., WRE AT TAAIO LS 3 mm OFSIET D E TR FL, HEigo
R=TF 4 UV EEHSE S, BIORHEBEE 10mL 257 7 AMZEMICN A, FERICE
M, WHKER Y IBE CRENAKR & 5,

Booo® REHARICKERE S VU AR L mL 22 TIRVIEY S, BEbicZ
D2 BV AIL, SToTEV, B2 5K & L TR 440 nm & T 550
nm O 2R IE L, 440 nm OWYEEEH D 550 nm O IEFE 2 7 L5\ Tk
£ (A) #RD,

Wiz, MY Z ook 3aE Z 0BTz, B Z25S-THEV, IBVIRE
TIRAIETHZ, FARICEMEL TUOLE (B) 2K, WRE (4) 2»bROGE
(B) ZZEL5IWTHILE (C) &R 5,

FRFIC, BB =T ¢ VEERS S mL % EfICHHROSE & F—5&0
THEAEL TUWORE (D) &R 5,

R | BJonZtE (D) »omEREERL, BP0l r =7 1
vEERNT 5,

7 1 Alumina Woelm B Akt.1. 02069 (Woelm Pharma ) XiZZh & FZED D

(BE) piEAN) F—va v

< IINENN R e OVER U RS

orks | TUEE R FNELCE R UREE
B O TR
e @ L (%) RSD; (%)
Bl & f ek 33 18 92.1 2.8

4 FXVV W
41 FAXVVUBEORTINVAF U OWRIK7 o~ b7 F 712 XK 5 RIS
2L A,

5 FAT7FURy T A
5.1 EERRE
511 @ikza~ 777k
() 7L yr R
A HEOHH

1) bt AKX ) —)L—K (7+3)

2) AT7F2 RNy AR A7 % Ny 27 A [CioHisNsO4) 50 mg %
0.0l mg DHTETEY, TOBEEFHFEL, 250 mL DBBEERET 7 A2 |ZA
U, FIHEBEEEZ N2 TN L, BICERE B ELZ A TH T2 R
v 7 AR AT S (Z0E 1mL X, 9% Ry 7 2L LT 0.2

546



mgxEa7T %, ) .
fEAIZER LT, BEERUIR O — 2 A CIEMEIC AR L, 1 mL s
TXU Ry 2L LT 16N ZGHTDHAOTTF 2 Ny 7 AERERZ
T D,
B = =2
il o orakkl 1~2 g # 0.001 g DHTE TEDY . TOHIEZFEH L. 200
mL Otgadte =M 7 7 2 i Afv, i 100 mL 20z, 30 /&
RAETHET 5, IR 28 0 LIS (2 AdL, 650xg T 5 4y i D
OyBfE L. RTBIIE O A VA CIEREIC 100~1,000 fEICAIR L, Wik
n~ b7 7 =T 2 RENAIR & T D,
Wik v~ 777 0— REWEEKOE AT %0 Ky 7 AFEHERES 20 pL
BRI o~ N7 Z 7IZEAL, Za~ N7 T AEGD,
W St
B
7

D SRAMIOE S EE MR R (HIE I & : 380 nm)
AT BTN I Y AT T A (N 4mm, £
X 150mm, KifE 5 pum) 2
W OBE R K—RAX ) —L (T+3)
i 0.7 mL/min
H) il SBon-/a~ M 7506 =7 B3I XIIHEE RO THE
MELERR L, BREtPOA T X My s 2EEZHET 5,
H 1 EEERETEL LZRETIT I,
2 Shodex ODS pak F-411 (WFfndE T8 (e T) ) XTI EFRZED
H D

oBE =

() FELA R
A HECHHE
1) s A LD A D DL D,
2) AT7F Ry AEAERR DDA DDITL D,
3) TS T Lrm~w 777 HARET LI (Kifg 63~200 um
(230~70 A v =) ) ®2% 120°C T 2 B89 5,
B = =
fh il IATEREE 10~20g (A7 F > Ry 27 AL LT 05mg fHYE) %
0.01g DHTETEY, ZOHEEZFE L, 200mL OBEIE =fA 7 7 X a3
A, AH J——k (743) 100mL Z iz, 304 EE Chii+ %,
H H 218 SR 1 DR B IC AL, 650%xg T 5 Ay Bl L, BV
T DB AT 2 BRI E T 5,
17 BALER 7 V) 59 (45~559) &H 7 L% (NEE 10 mm) (Z#
LTHERTCAL, BT LE2HTD,
REHRIR 7 71 7 DAL, FIO O 3 mL 2T, £ 0% oMK%
AT T T 40— (L2 05 um LLF) TA@BL, ks a~ s o7
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A — I DRI & T %,
Wik a~ 777 4— VDO BOWEKIIa~ N7 7 4 —DHEIZLD,
iR (1)D B DEHEDOEHIZL 5,

F 1 EEBETEE LIREETIT O,

2 Aluminium oxide 90 active neutral Art.1077 (Merck ) X1 Z 41 & [R5
DHLD
(BE) pEAN) TFT—va v
< USHNEI R fe OVl U RS B

TEE . WNERE R LRE

OB DRI

(git) ‘ (%) RSD, (%)
EFLI KT B B Akt 5 6 100 31
30 6 102 13
70 6 101 31
T KB AR A Rk 5 6 94.6 3.7
30 6 96.1 2.6
70 6 94.3 2.1
« [ FER
S v ARVR FEAR TRINJREE WRNEIER SR LR SRS
AROIE ey man (ght) (%) RSD, (%) RSDg (%) HorRat
TR S R 5 0 25 98.9 1.6 2.5 0.26

(%) sua~ 7T L4

MR

I

0 4
{F 4308
AmEE (FAEREEM) 0/nv IS A

5.2 fREEERRE
521 k7~ ~7 7 7k
A EHEOCHH
1) R 511000 AD)ICE D,
2) A Tx Ry s AEURERR 511 Q)OO ADDIZEVF TR Ry 7 AE
WK 2T 2,

ERICER LT, BREREO —MA s CIERICAR L, 1 mL Fict 7
¥Ry 7 AL LT 005~04 ug 50T DEEDOFT X Ny 7 ARERERR %
5,

3) HHETALIF BL1IDOR)DADININILD,



B 7E =

& =
Fh s IATECEE 10~20 g 2 0.01 g DHTE TEDY ., TOHE % Ek L. 200
mL Ofgtadte =MA 7 7 2 2 Afv, fHEE 100 mL 20, 30 /MR
HCHIH T 5, FhHIR & 18 ek DL R 12 A, 650xg T 5 4y [l 05y
L. bBEREE 7T 20T 2 REHAR &5,
71T HHLER HET7 VI 59%2 (45~55¢9) &4 7 L% (N 10 mm) (Ziz
KTHETAL, BT 22T D,

REHA K & 71 7 DT AR, IO DOFRIEHK 3mL 2T, Z 0% O 2 mL
AT T T 40— (L 05 um LIF) TABL, ks~ NFT 7
4 =TT D REHER & T 5,

Wik v~ 777 40— REWEEKOE AT %0 Ky 7 AREHERR S 20 UL %
Wwr7a~ 777 FEAL, Z7a~v NI 85155,
WESME Hl
B & BANIOORE R A (RE R © 380 nm)
BT A FTETIATI MM BTV T A (N 4Amm, X
150 mm, RifE 5 um) *3
OBt W K—AX —L (7+3)
i # : 0.7 mL/min
R SBohisu~ NI ANL Y- ESNTHEE RO THRERE
ER L, RBP4 7% Ry 7 2BZHET 5,
W1 O EEERETEE LRETIT O,
2 VLI v ADOLAEIT10g (9.5~105¢g) LT 5,
3 Shodex ODS pak F-411 (BEFIEE LR (kK& T) ) XX EREFED S
D]
(B%E) piEANY F—va v
< IINIENN R f OV UK B

e ; WINRE .. WA oK UK
RO gy b (%) RSD, (%)
BRIy s R 0.5 3 91.3 8.3
1 3 91.7 14
2 3 87.7 1.7
ABEH LIy R 0.5 3 100 8.0
1 3 101 12
2 3 95.3 3.2
LRSI TR 0.5 3 110 7.6
1 3 119 7.6
2 3 101 9.9
Jik 75 i B BC A Ak 0.5 9 105 3.7
AR IE B B &k 0.5 9 100 7.7
LA AR E B A R B 0.5 9 97.7 5.5
o ; HaEt AR RINIEE RNEIN R Smsr URE s
AROE  pay man (ght) (%)  RSD, (%) RSDg (%) HorRat
BTV v R 6 0 0.5 101 5.9 5.9 0.33
PR 2E SR 6 0 0.5 104 43 7.2 0.41
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(%) su~ 7T LH)

(#3304 7
BER (X2 FyP2RELTOL pg/mL) Y/ BT LTS L4

6 HWNWNKy TR
6.1 WOt EEE
A HEOCHH

1) il suanaR/bh—RAL ) —)L (3+1)

2) TN KRy T AAEAERR J1 VX Ry 7 A [CuH10N4O4) 80 mg % 0.01 mg D47
EFTERY., TOKEETHE L, 100 ML OB EAEE T T X 3l A, R Z
MMATEP L, LITHER E THEBEBE AN A TH AN Ry 7 AR A AR
L (2o 1ImLix, WA Ry 7 AL LT08mMgEEHT5, ) .

FERICER LT, BERE O —H a2 s CIEMICAR L, 1 mL i
Ry Z 2L LT80ug 2 a T DHNNEy 7 AEURERR &2 R 5,

3) Mk hY vARKK kS VU DA 100 g (99.5~100.4 g) EKEE(LT NV
U LW (0.1 mol/L) \ZENLTIL &ET 5,

4) HIEMWET NS BT Aru~ NI T T RHEERET VI F (KR 53~210 pm
(275~65 A v =) F1% 200 °C T 18 HfENE+ 5,

5 ¥4 vv+t AV UEt%25009 (499.5~500.49) & 5L O E—H—IZ AL,
e (1+1) 3L 22 T iRE% 10 E#ET 2, 2074 Y v La 07
A AHihER (G2) TAHMML, EATHEL, FITAX ) — /LT L7-% 10 K
JEEZ L. 130 °C T 3 BFfected 5,

B = =3

Fh i IHTEREL 20 g 2 0.01 g OHTETEY . TOEEZTEE L, 250 mL &
tadbte =4 7 7 A a2 Afv, FHEE 140 mL 2z . % L T 55~60 °C DK
W T L RERINE LT L7283 %

HHEZ 250mL O E2E7 T AZH LN UD T A Y U E%E 1em OESITHN
o7 A A (Gl) TWEI AT 5, o= %77X:&UW7X% 2R &
NEVAE S 25 mL 375 T 3 | L. [ARRICRS AT 25, BIZE&ET7 7 X =
DIERRE CHIH AL 2 2 CGREHB R & 5,

AEHM IR 100mL 2 & 572> UMb F b U 7 A300K 50 mL % A4172 300 mL @
SRIEFCIMZA T LRV IBE - ##HE L, Z7rudrsfg (TE) 2#T5,
FRRIZ 7 aa kv b 50mL 200 %, RERICERIET S,

PRI ) VR KFE AV v AEKR (14 wiv%) 10 mL 200z TH < R 0 iR,
HliZrzmuaRLAs50mLailz, MLSIRVIBEELZHEL, Z7uufhLihEs
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200 mL D727 7 A 22 AL, BIZZ mrAk/b A 50 mL O TRERIC 2 [H]
BIEL, 7RV ABELEORTIET 7 A allGbEsd, ZaukLifgs
60 °C LA FDOKIBTIE L A CHL[E T 5 F THIERM L72%. NN-2 A F LR A
7 R10mL 22 TEREMEEN L, B 7 LI 2R EHAR E T 5,
BT L HEHEMET L) 89 (7.5~859) A4 T AE (R 10 mm) (2
THRTCAL, EMICH IR T =N EBEEHEOT-H, NN-DAFAARLVLT IR
10 mL & AdL, RENFT TAAID LSS 3 mm OB SIZETHE THRHEIET
AT LEHHET D,

REHNA Z B 7 DT AN, BEHEIRDO A > T\ =797 T A3 % NN-U A
FARNVLT I R 10mL $OT2EIBEF L, WwiRE DT LI A, WEA T A
Flo LSS 3 mm OFSIZETHECHRIHEIES, FiZy=FLom—7/1 20
mL 7 AZHIZ, FRRICTEH S5,

100 mL O3 &% 77 L0 TICE S, A 25 mL 20 7 A2z Th
WXy 7 A &8, WEICHT 23R & 35,

weoooE PUBRERICKERE T MU U AR (0.1 mol/L) 10 mL ZANZ TRV IR
VlekiFE L, Z7eefRvafE (TE) 28T EEKZ50mL oBfasE” 7
A AND, IR Z2KEET U U AR (0.1 mol/L) THEH L. Bikz
TowERET T X 2|26 bE, BICERE TKER(ET MY ¥ A% (0.1 mol/L)
EIMNZ %D, Z ORI &4 s DILEE 12 AL, 150xg T 5 57 Rl DB L.
BB IIFIZOWT, AKEXIRIKE U THE 420 nm OWSEE 2 HIET 5,

RIFFIZ, Z0HTakEl 20 ¢ 2 0.01 g DHTETEY . TOHEZTHE L. 250 mL O
et = A7 7 A3 AN, ARy 7 APEURERE 5 mL Z BRI A, BT
AL Z N2 T 140 mL &35,

LLF BN Ry 7 AREUER 2 I 2 72 WV ERE O 56 & RIER IS B E LTl 2
ET D,

R BonimtENS, RE OOV RNy 7 ABRERET S,
£ 1 Alumina Woelm B, Akt. 1. 02609 (Woelm Pharma #) XiZZ#n &L R&EDH D
2 Celite 545 (Celite Corporation f!) XiZZ i & FZEDH D
(BE) piEAN) TF—va v
< WRINEI SR K OV UK
WEORE O iRl

EEES R LR R

(git) (%) RSD, (%)
Bl & fa ek 0.5 8 79.6 49
- R ER
- e ANE FHIR O OERRE RINENNER sasEURE  EREEE
S g v " HorRat
PO gy maEm (g (%) RSD, (%) RSD (%) OO
B A g ) 6 0 50 93.1 4.2 5.3 0.59
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7 JTUBEET LTIV

552

7.1 EERBRIE
711 Kk 7o~ 77 7k
(1) FvIvzzad
A HEOHH

J T UBEE T T VIR J T UPRE T T b [CigHeN0sS) 25 mg %
0.0l mg DHFETEY, TOHEZFHE L, 250 mL DBEERET 7 A2 |ZA
o, AH ) —NVEMZTENL, BIERETAY ) —LEMzTr =
WAt T o T NVERERE 2T S (ol 1mL X, 72U BET T E

LCO0lmg=EaT5, ) .

EAICEE LT, EEFIEDO —HBE A ¥ J — /L TIEMICHR L, 1 mL HIi
JTURET T NELTOS~TUW EGATAHED T = BT T T VIR
R 2 RS 5,

B = =2
fh sl ShrEkEl 3~5 g (/U EET T E LT 6~60 mg fHY &) %
0.001 g DHFETED ., TOEMAEFHF L, 200 mL OBl =HA~7 7 X2
ICAIL, AZ 7 —/L100 mL Z 01z, 30 & EETHHT 5, fitiEs
te AR DL I At 1,500%g T 5 Frfilis DB L. BB ARIR D —H
BAHL ) —)VCIEMICHIRT 5, ZOREAT T 7 405 — (LR 05
UM LLF) 22 CAMB L, k7 v~ v 777 o — ot 2 EHATKR &+ 5,
W7 a~ 777 40— HEHERE NS = VBT T 07 VEEERS 20
UL iR v~ N7 Z 7ICFEAL, Z7ua~v N7 702155,
WESME Hl

e W R AN E RN GER R 320 nm)
BT A A ITETINNTI ) BV T A (NEE 4.6

mm, & & 250 mm, RifE5pum) 3
woOBE WV CVEBREIRT -T2 =M UL (4+1)
i # : 1.0 mL/min
717 MEIRFE ¢ 40 °C
iR B/Bonizrza~ N7 500 E—7 HEZRD THRERZ ERK
L. ABHhor=v@ges o 7sLr&2B T 5,
W1 EEREIRETITVD., V7 ARGBEIIT AV IEECHET S,
2 PTFEH% 7 = U RET T IVOREMED N E D
3 Shodex Cis-5B (BEFIE TH (HR7EH&T) ) XITZh ERFDO LD
4 VBT KFEHV UL 68g (6.75~6.84g) HAKIZEE/MLTIL &L,
U g (1+410) TpH % 3.3 IZiE 2,



(2E) oiEN) T —va v
IR R K OVl UK 2

S ; WIRE . WINEN R MOR UK &
B fltH (gkg) K L (9%) RSD, (%)
A 3 3 99.9 1.1
10 3 102 0.9
30 3 102 2.4
BH LI w7 22 3 3 102 1.4
10 3 103 1.0
30 3 103 2.5
BEHZ LIy 7 A3 3 3 101 0.3
10 3 98.6 0.4
30 3 101 1.1

Q) EAfEE (2o 1) *!
A HEOHREHE

1) 7T UM T T IVEERER 711 OQ)DO AD L) 2k, FZUBE
7T VIR A TR 5,

A LT, EmEFIEO %2 A% /) — N —K (17+43) TIEREIZAR
L.1lmLHic/Z7orf@geEs 70 LT01~5ug 258758800 =
e 7 o7 VIR 20 5,

2) MEHEMET VIS BT hrsv~w 777 AEEET VI CRIR
63~200 um (230~70 A v =) ) 2% 130 °C T 2 WMz %T %,

B = =

oo
1) nEGREFES SHrEEl 10 g 2 0.01 g OHTE TRV . ORE A 5Tk

L. 200mL ot =f 77 2aic A, A%/ —/—7k (17+43) 100

mL ZNx CZORMEER L%, 40 °C T, 30 oI RE THlt &

%A R & 48 ke O IR A I AdL, 1,600xg T 5 Sy fiE DB L

EERERE S T LI D EERRIR T 5,

2) TOMhOFE SHTEEL 10 g % 0.0l g DHFETEY . T OHEA
gL, 200 mL ol =M 7 T A alZ AL, A ¥ —/—K (17+3)
100 mL A1z, 30 [ ZIRE CTHiH 95, iR % 18 i im O T
FIZAIL, 1,600xg T 5 i Dol L. REREE B 7 DRSS
RENEIR & T 5,

VAN K | WEMTNVIF 59 (45~559) Z&H T L%E (WA 10 mm)
MR TAL, BT 25200T 5, REHRIREZ T T AT AL, H1DOFH
HE5mL 24T, ZOHOFHHESmL © 5 H—E#% . 5000xg T 5 43 [HE O
SEEL., EEARERK o~ 7T 7 0 =T 2RERRR E T 5,

Wik a~ N7 74— AREHRIR K O 7 = VBT T v T MEYERE 20
UL 2RIk 7 o~ N7 712 EAL, Zu~ T T 055D,

WS

B & SO E R AR (MIE R ¢ 320 nm)
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AT A AT ZTINTI MY BTNV T A (NEE 4.6
mm, £ & 250 mm, Kifg5pm) 3
woOBE WV CVEBREIRT -T2 = MU (4+1)
i #H : 1.0 mL/min
717 MHEIREE 40 °C
it ) mson-Z7u~ N7 A0 = HBYIIEIZROTHRE
MEER L, BBt o 7 2 BET T AVBERET D,
H 1 EEBREERETITVD., VIARGEIIT LV IBEETHET S,
2 Aluminium oxide 90 active basic Art.1076 (Merck #) X% Z i & R D

HD
3 MEGUEE X, BCAGTEI OGRS R I A TN L 27> 72
HDEVD,

4 MBMNE, A Fa_X—F —FORUKIZ L DMLV &, U —HF—
REDWRBIZ L DMED ST HEE R OREE & bICRBARERIGOND
e, Uk —H—NRRAFEZLVMET L2 ENEE LV,
5 Shodex CISM4E (LY F v 7 8) I LFEDH D
6 VU —IKFENY T AL68g (6.75~6.84g) HAKIZIENLTIL &L,
U g (1+410) TpH % 3.3 [ZFRET 5,
(BE) pEAN) TFT—va v
« WNINENN SR e OV UK BE

%ﬁﬂ'@&ﬁ_iﬁ %bu?}%;‘ /(%ag\ L/ Yﬁ%ﬁﬂ@”ﬂ% %ﬁgﬂ L%E

(g/t) = (%) RSD, (%)
T KB AR A L 15 3 98.6 3.6
30 3 102 3.2
45 3 90.3 2.9
TR B BB A k2 15 3 95.7 2.4
30 3 95.7 0.5
45 3 103 3.0
T KB RS BELS 15 3 96.6 4.6
30 3 99.6 3.7
45 3 101 0.3
L IR ERIRA R Ongete) 30 (RN ) 3 101 GURICHTHEIS) 1.6
LTI E R AR ngete) 30 (RN ) 3 13RI AES) 1.8
LM TR E R mE A ngete) 30 (RN E) 3 98 8(FAITHTHHEIA) 0.6
LI IR E R REA ST Ongete) 30 (FRN ) 3 983FURITHITHHIA) 1.4
LM TR E R ME A RS ngeie) 30 (RN ) 3 BTFURICATAEA) 0.3
LI IR E RN A SRS etk 30 (FRN ) 3 101GERICKTAES) 2.4
T ; AR FEAR WIEE  WINENNER  mmsE LRE iR
REOME oy man (g o) RsD. (%) ReD, () O
IR E A SRR A RN 9 0 30 102 35 35 0.37
(FEIEA SRR
FIRE A SRR A L2 9 0 30 102 2.8 35 0.37
(FEIEA LK)
VEILI TR R 8 1 30 96.4 1.0 2.3 0.24
B fidkh Ongfa k) (FRiE)  (FoRioTaHEE)




(%) ru~x 7T LM

Uik

1
J:If II,JI,‘H | N Lﬂ I| L_’L

10

0 5
{®¥30=E

HE (FEAYFHRERRARSHAR (NEER) . RR=E 30 g/t)
DE/AsIcd Ry ESNN

(3) FEAfE (2o 2) !
A HEOHHE

1) fhHEE K= A% ) — L —fifEE (15+4+1)

2) VT UBRET T IVERTERR J T UBEE T 7 /0 [CisHaeN20sS] 25 mg
Z0.0lmg DHFETEY , ZOEEAZFIEL L, 250mL DBEALET 7 A 2|
AL, AZ ) =N ZMATENL, BITEMRETAY /) —LE M T/ =
VIEE T T OVERRR E AT S (Z0o®R 1mL X, Z = UBET VTV
ELTOImgEEHT D, ) .

fEAICES LT, EEFIRO —HZ2K—A% 7 —/ (7+43) TEMIZHRL,
I1mL FIZ/ =TT T4 E LT 02~50 ug 2 E5H T A0 7 = R
T T IVEEER 2T D,

B = =2

il tH IONTERE10g 2 0.01g DT E TEY . 0% sk L. 200mL
Dtttk =4 7 7 X T A, S 100 mL Z0%, 30 2 EEE
THIH 3 2, flHK & 8 @ ke DR A I Adu, 1,800xg T 5 4rflim.Ogy
BEL., BB E DT LIS 2 RENATR & T 5,

BT AT BTN ) MM Y B =T A (360 mg) 2 &
AL ) —4mL LUK 4 mL CTIEKREET 5,

BRI 5 mL & X =7 A AR, FEEL TRED T TAR O Loz
T 5 F T 1 mL/min RETCHRHESE 5, 10mL OE&ET7 T A% I =
FLADTFICHEE, K—AZ/7—0 (743) 10 mL ZI =T LMz, EE
LTyt 1 mL/min RET = VBET TV ERNSE S, BICE&ET T
ATDIERETK—AZ =)V (T+43) Mz, ZOROEEE T T AT
7 8w DR ERE (R & 1.5 mL) IZAfL, 5,000xg T 3 4rfi DB L, R
R EWRIE 7 v~ N 7T 7 4 — T 2 BHAIKR & T 5,

Wikr7a~ 777 0— REHREREOEK 7 = UBBET 07 VEERERRE 20
UL 2RIk 7 o~ 7T 7IZEAL, Zu~ T 055D,

WESMHE Bl

B & EANBOORE R SR (HIERE 320 nm)
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T A FTETINT I Y BTV T A (NER 6.0
mm, & & 150 mm, RifE 5pum) *3
OB WV UBEEIRT T =YL (4+1)
i I : 1.0 mL/min
717 MEIRFE ¢ 40 °C
it B Bonizrsa~ 7T ALY — 7 HiEERD THREREZER
L, #Apthorxzvmges o rrarifiti+ 5,
E1 O EEBREIIRETITY., VI ARGEIT AV IBEECHET S,
2 Sep-Pak Plus Cs Cartridge (Waters ) (2472 A &D U — " — %1
ELELOXIIZN EFRSD O
3 YMC-Pack ODS-AM (VA = AT 8 iz %D D
4 VU TAKFEHY T 68g (6.75~6.84g) HAKITIENLTIL &L,
U g (1+10) T pH % 33 IZi%T 5,
(B3%) HIEAN) T —va v
« WRINMEN S e OV LS
VRN

ICIENE= S SUAY ) 3

RHOER @ RV (g RSD, (%)
VAL T R R T L A R 15 3 101 48
30 3 95.3 1.2
45 3 94.3 1.9
TE A ELA FRN 15 3 91.6 0.8
30 3 91.6 2.3
45 3 96.4 0.9
4B kA LA 2 15 3 103 4.2
30 3 104 1.9
45 3 92.9 1.3
- [ FRER
g y AR WEE FORE IRINENLER SRR LE S
AR o BREH BREH (g (%) RSD, (%) RSDg (%) omd
EILI TR LA 9 0 30 87.5 15 45 0.46
(777 0)
EILI TR R A A 9 0 30 99.2 35 46 0.48
(vyv=)

(%) ru~x 7T L)

e

0 4 3 12
{35050

AmER (FARFEERRABEEFAMICIIVBESVTILELT
30 gt HHBEHRM DY/ LTS LA



72 PREEERBRE
721 WE7 vv b7 T 7EN
A HECHH

1) 7 ZVBRET VT IVIERERR 7 T UPEE T TV [(CigH26N20sS) 25 mg %
0.0l mg DHTETEY, ZOHELFEL, 250 ML DB IARET T X 2T A,
AR )= NVEMZTENPL, BICEBETAZ ) —VEMZATI =V BEET
T OVERER IR AT (o 1mL X, 72 rBET 7 0E LT 01
mgEaEfHT 5, ) .

AICEE L C, EHEFRO —#%2 A ¥ /) — LV CEMICHIRL, 1 mL iz
TUMET T NELT005~1 ug 2507 28DV = BT T T VIR
a5,

2) WHEMET LIS AT hra~ 7T 7 HEEET VI (RifE 63~200
pm (230~70 A v =) ) #2% 130 °C T 2 Rz T 2.

3) IKFEAREMEHE  RIEKFEFT RV U LT69 (7.55~7.649) KROKREEST ~U DA
0.5g (0.45~0.54¢) Z/AKIZIEMLTI1L &L, Kb bV 7 AR (1 mol/L)
TpH % 9.0 ICFHE%ET 5,

B & =3

fh sl INTEEL 10 g &2 0.01 g DT E CTEDY . ZOHE A7k L. 200 mL
DO|EaIE = AT T ATl AN, AX —/L 100 mL 1%, 30 & RS
THIM S %, FlHIIR & 18 A5 DR I Ay, 1,500xg T 5 47 fi]is Oy B
L. RBREE DT 20 23 23R & 1 5,

T T ARER L HEMET VI F 59 (45~55Q) A4 T LE (FNE10mm) IS
KAETAL, BT 25T D,

HBHAM A 7 T DA, FIODEmL 2 T5, F0%DOFEHK 10 mL &
50 ML D72 F 7 7 A | ZIEMEIZ AZL, 50 °C DK CIERZE T 5,

AR ) — ) — IREEFEENR (1+41) SmL 22 CTHREMAERN L. 7 LA
T 2 3RBRHAIR & T 5,

T LN AT BTN I D BV =T A (360mg) A A
4% /=110 mL, 7K 10 mL M OVRERFEMET#E 10 mL THERERT 2,

RENATEZ L =7 7 AT A, JEER LT S 72%,. RENERDO A -
TWeERTIET T A az AL ) —/b—REEFEEK (1+41) 5mL CTHE L., Rk
IZBET D, 50mLDORTIE 7 T A% I =T LD FICES, AX ) —/L—
FEfE (200+1) 10 ML 2= 7 ATz, EEH LTI/ VBRET VTV E
WHESE 5, KA 50 °C L FOKIBTIEE A LHET 5 E CRUERHME L 7-
%, BRI ALk THEAT D,

AR =V 2mL ZEMECMA TEREWEZENL, ZOREA T T 7 4
LA —E5 (JLE 05 um LAF) TABL, k7o~ 75 7 4 —ictik4 5
BHAR &+ 5,

Wik a~ 727 4 — 711 D(1)D B Ok v~ 7T 7 4 —DOHIT X
Do
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FOH" 71100Q)0 BOFEDOHEICL D,
W1 EEREIREETITY., U7 AFGEILIT NV IBEETHET L,
2 Aluminium oxide 90 active basic Art.1076 (Merck ) XTI Z N ERED L
D
3 Sep-Pak Plus Cis Cartridge (Waters ) (Zi 472 mD U W — 3 — & i
LebDXTI N EFFEDS D
4 JEEIFH 2 mL/min &35,
5 PTFE %/ =TT T IVOWAEMEDRNE D
(2E) SEANY TFT—va v
< IINIENRE R f OVER UK BE
FNEE

AR R UK

S B i
PP OMR (gh) HRIE L (%) RSD, (%)
% 56 B F LA A ek 0.1 3 103 3.0
0.5 3 99.0 3.0
1 3 100 25
AR IR & H i A ik 0.1 3 105 4.2
0.5 3 98.7 2.1
1 3 99.0 1.7
AR A4 IRE H A R 0.1 3 105 39
0.5 3 100 3.2
1 3 99.7 2.3
o He[EEER
B * AR B VRINVREE WRINEI SR SR LRE s
AR ORI Bl BEER (gh) (%)  RSD, (%) RSDg (%) HorRat
A RN L A i 6 0 0.5 98.9 1.8 5.2 0.29
(%) 7u~ 7T L0
A B
oo} e}
4 =
=4 } = l
Jk = ﬁ = = Ik'l‘l“.L“.::'._'
] 10 0 10
{RI505R8. 5 {RIF05R, o1

ZEBRRUAZMEABOIOT T T L
A RN (/=TT 7 LE LTEng EA)
B : WINEE (BB SN =TT 70 LT 05 g/t fHY &
whn)
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8 JUARZNLNAAL v K
81 ZURZNANAF LY NERAF LY T A—DWK I a~ 757 % 57 Kl

)

(2
FH2Hi 21X D,

9 /ub R—JL

SINTRHC K D RIEF ik
2

9.1 WRIKkZ7 v~ 7T 71k

A BEOBN

1) A A% ) — =T UE=T K (24+1)

2) 7 av R— /L iERER 7 1t K—/ [CsH/CI,NOJ 0.10 g % 0.1 mg DH7E T
B, TOKMAETS L, 100 mL OB EaEE T T A AN, MBS AN %
TP L, BICHERE CTHBAEEZ N2 Tr v e F— Mg FER 2 #HT 5 (2
D ImLIZ, Z7rER—LLLTImg2EaHT 5, )

BRI LT, RO —H%E A ¥/ — /)L CEMICHIRL, 1 mL Fi27 .
ER—=LELTI10~25pg 25T H8E 07 n e R—/VIEHERZ T 5,

=

B E =

fh o otk 10~20g (/7 2B F— & LT 1.6~2.5 mg fHY4 &) % 0.01 g
OHTETEY ., TOHMEATEHEL, 200 mL OBELE =47 F 2312 A, il
HISHE 100 mL 202, 10 22X B THit 3 %, K o g7 2 im0
UEE 2 AL, 1,500xg T 10 sl Ot L. EBAEE AL T T 0T 4V F—
(FLEEOSUMBLTF) TABL, ks a~ 77 7o+ 2 BHAK &35,

W7 v~ 777 40— REHEEK O 7 7 & R— IR 20 L & iRk 7
nv 77 7IZHEAL, 7~ N T LA EHD,

e
o &S

BT A

BB W

: 2 mL/min

it 5

DRSNS E R AR (JERR ¢ 260 nm)

T 7 BT A (N 4mm, £
150 mm, HKifE 10 um) *!
T F=hkU =K (49+1)

at B Bonfzrsa~ N7 7 A50hbE—7E S NTEEZ RO TRERZ7E
L. REH O e F— L E&EHNT 5,
7% 1 LiChrosorb NH, (Merck 8 (H7E#T) ) XTI LFAFDH D

(BE) AN TF—va v

R NENEY IOy

W UK

- ; W WMEINEE K U
R ORME (g EL T g RSD, (%)
9 95 FAEL A AR 100 10 101 2.3
200 10 98.8 16
7 v A 7 —ni i HE A R 100 10 98.0 3.0
200 10 9.6 6.0
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. ; AR FEAR RINIREE WRINEIL SR Snlom LRE  Smms
= N H
AROROR  mesw meEk b %) RsD, () RSDy(0) T
704 A 2 0 10 78.7 36 5.8 0.75
(%) va~w 75 L
l
i
Y
=4
M
0 10
(¥R =

AmEM (Jo4 S—mHARSHEN) O/ RIS A

10 Y=rLIFR
10.1 WA
A HEOCHRH

1) Y=V FEERERE Y= kLI F [CgH7N30s) 40 mg % 0.01 mg D E T
®Y ., TOHMEAFE L, 100 mL OBEERET T A AL, T =RV
—K (17+3) ZMATHEM L, BITERETTE b=F VU L —K (17+3) %=
X TCY= MV RERFREZFKT S (oK ImLiL, ¥Y=kFLI FELTO04
mgE=EHT 2, ) .

R L T, EEFRERO %27 b= FrU -k (17+43) TEMICHR
L, ImLFIZY=FMLIFELT20ug 2B AT 5 Y= ML NEEAERZ G
Al

2) T BT L7 ua~x NTZT7HTBET VI (R 74~177 pum

(200~80 A v v =) 1
B = =3

Fh i SIHTEREE 10 g 2 0.01 g OHTETEY . TOEEZTEE L. 300 mL &
=7 723l A, 7 h=FU/L—JK (17+43) 65 mL Z/llx, 50 °C ®
K CTEE EXRVIBERN S 5 MR L T L2 ika 4 5,

TR HPPET VR F 12~13 ¢ 202 T 5 R 0 IRE, Z 0% 100 mL @
BRI TACHAT A AiE (G3) THMBT D, D=7 T A OHT A

Sl rEREEDO 7 h=F U v—7K (17+3) TEHHE L, WKEZTLOT 7 A

AlgrZ B L TAREGDLED, BIZEAET7 T AIDERETTEI=F) L—
A (17+43) Zx CTHREIHT 2HEHRIR E 75,

% fa HEHAK AmL To%Z50mL O —H—3fH (A, B &MONC) ITIEREIC
AL, BIZE—H—C 2V = VI FIEHERKR 2 mL 2 EMEICMR 2%, BikE
50 °C DK THLE T 5,

NN-TV AF VRNV LT I K=K (19+1) 10 mL Z & — 7 —A [ZIEMEIZIN L T



WY& mnd, RFHC, NN-UAF VARV LAT 2 K=K (19+1) 2mL ZE—%
—B RO CIZEMICMA TENENDERBEMZ WP LIk, =F L7 I8
mL ZE— 7 —B KO CITIEfEICINZ TRAasE, JEICHT 23 HERKR E 35,

i & AENAIK 2B VIC AL, ST TEW, NN-U XA FILERJLLT 2 R—K

(19+1) Z XK & L CHE 560 nm OWSLE 22 nFnHET 5,

it i BoNTEWORENS, PO =M I FEZEHT S,
H 1 EETAIF (EET7ANAFMER) I EREDO LD

(&) phiEAN) TFT—va v

< IINENN R e OVER UK B

S ‘ WMPEE g NCIEES
wBE O TR (gt Mk L (%)
Jo5 5 B £ 22 1 91.6
44 1 92.9
66 1 915
110 1 84.2
176 1 90.7
220 1 90.7
T r AT — % B A R 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 1 943
220 1 95.1
- L[l
= g AR FEHIR ASINGREE WSINENE sAEELRE S
AHOME gk mEk @0 (0 RSD, (%) RS0 O
i & el 5 0 125 69.4 3.8 3.8 0.47

11 ALv77x% /%%
1.1 EEHARE
11.1.1 k7~ 77 7k
1 FLIvr=A

A HEOHH
ANT 7 x ) XYY AR A7 7% )XY U [CiuH1NsO,S] 20 mg
#001mg DHIETED ., ZOHMEAFHEKL, 100mL ODBERET T X 2|
AL, T2 =RV A ENMATHENL, BIERKETTER= MY LEM
RACANT ¥ 7% ) EERIEEZREST S (20K 1 mL X, ALVT 7

X¥/FVV L LLT02mg 2 EHT5, ) .
AL C, EERKO 278 b=t U —/Kk (4+1) CTIEMICH
WU, ImLFic AL T 7% 7 %5 U & LT 25~15ug 2 &A T DE MDA

NT 7 xR XYY AR AR S,
B = =2

il i SrHTeEl 20 g & 0.001 g DT ETEY . ZOEMAEFEH L, 200
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mL OBtk = A7 I 23 A, 7 F=FVU/L—/K (4+41) 100 mL %
Mz, 30 2 &RE Tl T 2, MR 2 18w OB I AL,
1,500xg T 5y Ll L, EBEREO—HE2 7' b=k U /L—K (4+1)
TIEFEICART 5, ZOREA T T 7 4 0% — (JLER 05 um LIF) T
AL, K7 e~ 7T 7 4= 2RENEIR E T 5,

Wik~ 7774 — BREHABRKOSEALVT 7% 7 %) UEEERS
UL ZEEr e~ NI 7IZEAL, 70~ N T 85155,

WESHE Bl

B H & A E RS (ERR © 240 nm)
AT A AT ZTINTI MY BTV T A (NEE 4.6

mm, £ & 250 mm, Kif&5um) *1!
OB WV UEREENRT2 -T2 =R UL (7+43)
it # : 1.0 mL/min
717 MAEIRE : 40 °C
H) il SBon-r/ua~ M 7506 -7 B3I XIIHEEZ RO THE
MEERL, BREFOARLT 7% ) %4V v BEBEZEET S,
¥ 1 Shodex Cis-5B (MWFndEE T4 (k7K T) ) XTI EREDOH D
2 UURTIKFEANY UL 68g (6.75~6.84g) HAKIZIENLTIL &L,
U Fg (1+10) T pH % 3.2~34 [T 5,
(BE) EAN) TFT—va v
© WSANENN SR K OV UK
TN

ZIEIENE S SUaOy s

B b 43
RR O (g/kg) B L (%) RSD, (%)
BHSLI v 21 6 3 97.0 3.8
12 3 99.5 2.1
60 3 95.7 1.0
EHFLI v R2 6 3 96.9 35
12 3 97.4 0.8
60 3 94.7 15
BHTL I v A3 6 3 97.5 2.8
12 3 98.1 15
60 3 97.9 1.2
(%) 7u~ 7T L0
A B
} }
e &
B =
L __\: I-_ T L} ) li_ ——
0 5 10 0 5 10
{FF=E, or {350 4

BERRVFMEA#OIOT TS A
AR (A7 7% %% Y & LT5ug/mL)
B: Wikt (BHFLIv I ACALT7H /)XY U & LTI12gkg FIY &
wm)



2) BEAEE
A HECHHE
ANT 7 x XYY AERER AL T 7F ) FY U [CuH1NO,S) 20 mg
Z0.01mg DHTETEY, TOHEZFHK L, 100mL OB GEERET T A 3|
AL, T =R U AEMZTEML, FIZERKETTE =M LEMN
X CANVT 7¥% ) X% UEERERERAT S (20K 1 mL X, ALVv7 >y
X/ XRPY L LLT02mgEEET D, )

ERICEEL T, EHERKO —H %278 b=t U /L—K (4+1) TIEFEICA
WL, ImL AL T 7% %30 & LT25~15u0 & H T D580 A
VT 7R ) FH ) R A TS

B = =

Fh s IONTERE10g 2 0.01g DT E TEY . 0% itsk L. 200mL
oItk =A 7 7 A3l AN, T h=1FU/L—K (4+1) 100 mL Z/0% .,
30 M XRE T 5, MR A B ateE O EE I AT, 1,500xg
TE5Mm Lol FERRE AT T 7 40 F— (FLEROSUmLLT)
TAHBL, k7~ 777 =T 2 EHRR & 5,

Wik n~ 777 4— AR K O A7 7 % 7 9 ) U HEREE A
UL #EKk7 e~ NI 7IZEAL, 70~ N T 85185,

HE S B

B o & AN E RS (AEBER © 240 nm)
T A AT ETINTI MY BTNV T A (NEE 4.6

mm, £ & 250 mm, HKifE&5um) *1!
OB WKV UEBREENRT -T2 =K UL (743)
i 1.0 mL/min
717 MEIRE © 40 °C
}OOBE O Benruv NI Anb Y- EENTHBEE RO THE
MEER L, REPTOALT 7% %9V v BEREET S,
¥ 1 Shodex Ci-5B (BAFNEE LR (Mk7Ef T) ) XL EFREDH D
2 UVER T AKFEHY T L68g (6.75~684g) HAKITIEMNLTIL &L,
U Fg (1+10) T pH % 3.2~34 ICFHFET 5,
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(2E) oiEN) T —va v
IR R K OVl UK 2

)IN=3E AN R fRGR UK L

R omE (git) B L (%) RSD, (%)
$9 0 BRARAEE (vvy =) 30 3 97.7 14
60 3 97.5 0.7
120 3 96.9 15
H S BERAREGEE (vy ) 30 3 96.8 15
60 3 98.7 11
120 3 97.8 1.0
T a4 T —BE %Y AL R 30 3 96.7 0.3
(wyva=) 60 3 96.4 1.8
120 3 97.9 0.8
45 FRRABRAGEE (XL v b) 30 3 103 2.3
60 3 107 2.0
120 3 108 1.2
- IL[R) FAER
s 5 AR AR WINIEE RIS il UiE SR
AROIE  maw men (g (%) RSD, (%) RSDg (%) Rt
e 6 0 60 101 1.9 4.0 0.47
(%) Zu~ 77 L6
A B
|

ETH ‘ 10
{35030, 45 {RI50508, 55
BEFRVAFMEHOIOT LTS A
A BERERR (AT 7% %Y & LT5ug/mL)
B : iMak (b3 5 BFRARAEENZ AL 7% /%% UL LT 60 g/t
FH X BN

112 fEE ERRE
1121 k7 v~ 77 7k
A HEOHHE
1) A7 7 x X3 U RERER ANT 7 X 7 FH U [CuH1NsOS] 25
mg % 0.01 mg OHTETEYD ., ZOEEAFELL., 250 ML DEARET 7 X =
AN, T =R UAEMZTENL, BICERETTE =Y LZ2N
ACANT 7% %% AAERERK 2T 2 (20 1 mL X, ALVT 7%
JEXVPVLELTOo0ImgEEHETS, ),

EAICEE L C, EHEFRO %2 ) VEEEIR -7 h=F UL (9+1) T
EMEICHRL, ImLHPICALT7 7% 7 FH U &L T25~20ng &5 HT 5%
MDANT 7% ) X4V AERER RS D,

2) U UERREEIR ULRkAKFE T MU 7L -127K9.0g (8.95~9.04g) KNV



Ve KFEH Y L34 (3.35~3.449) HAKICENLTIL &5,

3) 7ulHhIVig 7u L% 010 g (0.095~0.104 g) &7 & b ATEAEM
LTC25mL &9 5,

B = 2

h o HrEtkl 109 2 001 g OHTETED . TOMEETH L, o T
200mL DIt =Af 7 7 A alZ A, 7 h=kFVU/100mL ZH0 %, 304>
W ZRE CTHIH T 5, IR A2 B ke OB 12 AL, 650xg T 5 47 [H]
WHEOSHEL . BBLMEE S T ML D RBNAIR L T 5,

BT L RERKEA 7 2T U by ) B A =H T A (360 mg)
ELIZ AL, MO S mL ##T5, ZO®%OURHIK 5 mL % 50 mL D1
BRET T A ATEMICAN, BICTERETY VEBRERZ A, 0tk
g 23 EHRIK & 3 %,

kit RUBHAIE 5 mL 2 RBRVE ICIEfEIC AL, 7 e L X R 0.5 mL & IEfE
IZMA TRA L% 1 DEHET 5, ZOREA ST T 7 408 — (4LFE
05umLLF) TABL, K7 v~ 777 4 —ct+ 2 EHATR E 35,

[FIRFIZA AT 7 % ) 20 U SRR 5 mL 2 £ ek [ IEfICA
o, RBHEIR & RRRICE b L, ik v~ b7 J 7 ¢ — I 1R 8B &
T 5,

Wik7a~ 7277 4 — ARBEHATE B VS AZ YN 45 20 uL ik 7 a~ h 75

TIZHEAL, 7 ua~ N T 855D,
WESME Hl

B H R coaemdEy (B E 410 nm, ORI E - 490 nm)
BT AN FIZETFTIATUNMMET U AAAE T A (N 4.0 mm,

£ & 250 mm, Kifk 5 um) 2
WoOHE W U UERRRETR — A 2 —b (1+1)
it # : 0.7 mL/min
717 AFEIREE @ 40 °C
at B Bonlzra~ N7 7 AL —7 53 WIEEZ RO TRERZ
ER L, REfFORLVT 7 7 %) v E&EEHNT 5,
£ 1 Sep-Pak Plus Cis Cartridge (Waters ) (21 Y72 R ED Y HF— — %
HLEEbO LN EREDOH D
2 Nucleosil 5Cis (Macherey-Nagel ) (X Z & FED H D
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(BE) SiEAN) T —2a v
< USINENIR =8 R OV U
WM

AMmEI R R UK

PR O AR (git) HE L (%) RSD, (%)
WEH LI v A 0.5 3 101 2.5
1 3 95.0 1.8
ABHZ LI v 7 & 0.5 3 98.3 4.8
1 3 97.0 6.4
LRSI v R 0.5 3 97.7 43
1 3 103 6.5
Jik 7 £ B B A R 0.5 3 90.3 5.0
AR AE B H B &k 0.5 3 97.0 5.2
A AR B B B A AR 0.5 3 91.0 3.8
- JL[REER
o y 0 EAR WRINEE WNEILE Shdon Ui Smemg
AROME  men mEn gy (%) RSD, (%) RSDy (%) oo
BHTLIv s A 6 0 0.5 95.7 5.3 5.9 0.33
ki LA f 6 0 0.5 89.0 6.7 8.9 0.49

(%) Zu~ 7T LM

WHAREE
—

{RI5037E, 55
AINER (REATFTHARSHABIZALI 7R/ £H ) ELT
0.5 gt HHHUEFRM) DrYOT KIS LA

12 Fa%xxr—h
12.1 & &RBRE
1211 k7 e~ b7 o7k
(1) FLIvrA
A HEOHH
1) fhHES HE{e A 10g (95~104Q9) ZA KX ) —NMITEMNLTI
LEd %,
2) T adxr— MEHER  TaFxr— b [CuHisNOs] 40 mg % 0.01 mg D7
EFTERY., TOKMEETE L, 100 ML OBALET 7 2 a2 Ak, fE
BEA Mz T L, BITER E THEEEZINZ TF 2% 3 — MEAEFIK
ZRET S (Zo1mLlE, 7axx—hrELT04mMgEzEEHT D, ) o
EAICEE LT, EEFIEO —ME A ¥/ — /L TCIEMIZHRL, 1 mL i
Ta¥xxr—hE LT 18 ug 56T HEEDT 2 ¥ 31— MEAER Z R
Do
B =
il o okl 2~5 g (T2 % — & LT 20~50 mg fH¥4 %) % 0.001

el
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gOHIETEY, TOHMEET&EHE L, 200mL 0Lk =/A 77 2 =2 Ah, i
HHYASE 100 mL 2%, 40 3 IR Tl 3%, ik 2 e s s
FIZAHL, 1,500xg T 5 spffm oL, EEAERO—H%E A X /) —/VTIE
AT D, ZDOREALT T 7 4% — (FL 05 um LLF) TAil
L. k7 v~ 777 40—t 28 0BHEK & 35,
Wik v~ 777 40—  FEHERKOVET 2% 31— MMEAERS 20 pL 2
Koo~ N7I 7 ZFEANL, 70~ N7 T 85155,
RE S B
oo R Bobmitss (B E ;0 326 nm, #ORKE 384 nm)
T A F BTNV Y AT T T A (N 3.9 mm,
£ & 300 mm, Kifg 10 um) 1
wOBE W by 40109 (0.095~0.104g) E A X —L—K
(9+1) [ZHEMMLTIL &7 5,
it ;1.0 mL/min
7R Bonlra~ NI ANbE— 7 EmE IHEHEERD THh®
MEERL, REFOTFTaxx— NEEZEHT 5,
7£ 1 uBondapak Cis (Waters ) ixZ i ERIZEDH D
(B%E) HIERNY T —va v
< IRINEN SR K OV UK

- S WINRE .. TRINEIL R ok UKG B
P i W5
RO (ghg LT (o) RSD, (%)
ST ORI w7 R 5 3 103 3.9
10 3 110 33
20 3 106 3.4
FIoORAT LIy R 5 3 105 1.5
10 3 105 47
20 3 105 10
SRAT—HTL Iy R 5 3 101 35
10 3 102 35
20 3 103 0.6
(%) Zu~ 77 L6
o
A
-H
b =]
0 4 3
(#3053 RE.

AmEH (FLIvsR) oraov oIS A

(2) BlA Ak
A HECHHE
1) bt AKX ) —)—2r7aarRih (9+1)
2) T aXxxr— NMEAERR LD ADDITE D,
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B = =

ol ek 5~20g (T xr— &L T02-0.8mg FHYSE) &A%
BFEANTETERY . TOEMEAFHZ L, 200mL D2 =4 7 7 X 2|2 AfL,
VAL 100 mL 2 0%, 40 432 ZIRECHItE 3%, K 2 e im0k
BT AL, 1,500xg T 5 Srffli DBl REARRERA T T T 4 VH
— (L 05 um BLF) TABL, Rik7 v~ b7 T 7 4 —I12fitd 2 50EHE
weET 5,

Wk o~ v757 40—  QOBOWKsva~ 757 4 —DHEICL D,
L (1)D B DEFFEDIEICL 5,

(B3) HERY T —va v

- WRHNIENI S B OV UG

VRN

AONEI Rk UK

AR ORI gy MEL (%) RSD, (%)
3 5 HEd Ak 20 3 98.3 6.8
30 3 106 1.1
40 3 103 7.4
RS HELS AR 20 3 106 2.4
30 3 103 5.1
40 3 105 15
74 T — HELA AR 20 3 99.3 1.5
30 3 99.3 5.0
40 3 95.3 5.8
- IL[R) FAER
e . FohaE AR RINEE BNENY R Srdr UkE  SEmERE
ARORE gy pau (ght) (%)  RSD, (%) RSDg (%) HorRat
19 5 RO SRk 6 0 40 99.7 2.4 2.4 0.27

(%) Ju~x 77 L0

WAREE

N de
0 . 4 - E . 1-2
{RIF0505.
AR (BEEHEE) ovav TS LA

12.1.2 @6 EA
(H FLIvr=R
A HECHHE
1) HhHES b h L L1009 (9.95~10.04g) & AKX J —/VITIENL
TI1L &35,
2) T ad¥xpr— NMEWERR T 3% Fx— bk [CuH3sNOs) 30 mg % 0.01 mg Difr
ETRY., TOREETHEL, 100 mL OBALEE T T 2 a2 Ah, HhHE



A2z T L, BITER E THEEZ N2 TF 2% 3 — MEAERIRK
ERETS (o iImLiE, Taxx—rELTO03mgEEHT 5, ) o
fERICER L T, BEYERIR O —HE 2 i s I CEMICAR L, 1 mL o7
A% RX—hELLTOUg ZEATDHT aF3— MEHERZHTT D,

) T A~ IR T A BT AW~ 73T N (KLt 74~149 pum
(200~100 A v+ =) "1% 120 °C T 3 BFMHIET 5,

B = =2

h o okl 1~2 g # 0.001 g DHTE TEDY . TOHIEZFEH L. 100
mL O =7 T 23 At, S 50 mL 2%, 20 2RV IRE T
M2, IR & ks D IR 12 AdL, 650xg C 5 4y B L. F
VB F3 % 4l HH VA B G IE#E L 50~500 {5 I AR T2,

ZOFRIK 10 mL H O v a2 10 mL & 200 mL D43 &R SF I EREC
AdL, FI(ZHIEE (1+19) 100 mL 20z TRV {RE =% 15 pMEFE T 5, 7
ook aE (FB) 2RRBREIc An, BEORERT U A (k)
TR L, BT LI 23R & T 5,

FFEFIC, 7 2% 31— MEYER 10 mL %2 200 mL O 53RN HZ IEREIC A,
FREICHERE L, T DAV 2 HEHER & 5,

T LHEE A~ %27 5059 (045~0.559) & 3ADH T LE (N
g 7mm) ZENRNENHERTHECAL, FICHEERT FU vA (8EK) 029
(0.18~0.229) ZZ*ThNZNIZHEBLTH T 22T 5,

AREHAIR 5mML 255 1 OB T LZIEMEIC A L, HEERSML 2552 D0 7 A
WCEfEICAN, Z7uaai/LA5mL 28 3 D80T A AND,

RHE AT TAFIO LMot 3 mm OF SISET HE TRBSE#, A4
J = 10mL ZZNENDA T LM TRERICHHE S® 5,

20 ML OFRBRE L ZNENDOA T LD TIZES, fHEE 15 mL 2 s 11
ENELREOE2DOH T AIMATT axx— hEEHssE, JEICHTs
BRI B OE B & 3 5

[FIRFIZ, 553 DB T DOV TRBICEIE L TZERBRIK & T 5,

Hoooow® BURNAR. AR L O BRI IS W ORI R 330 nm & OvHEE
JEIE K 390 nm CHOLERE A HET B,

iR ffonlcuatmENS Bt oTadx—rEEZRENT S,
E 1 7r VUYL (Floridin ) XiXZnEF%EDH O

2) BEAEE
A HECHHE
QLD AIZLS,
B = =
fh tH SOHTEREL 109 2 0.01g DT E TEDY . ZTOHE % 7sHk L. 100mL
DI =A 7 T AT AFL, FHAESE 50 mL 20z, 20 4R Y R THh
95, K Z e O & I AdL, 650xg C 5 4 0Bl 5,
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&K 10 mL OV @ a kL A 10 mL & 200 mL O 43R IR IEREIC A
i, HICHERE (1+19) 100 mL Zh0x TR W iRE7-1%% 156 nMEFE T 5, 781
rARVLE (TE) ZREBREICANL, @REOmET MY s (k) T
ik U, 17 HALER I3 23RN & 5,
FFEIZ, 7 2% 31— MEAER 10 mL %2 200 mL O 53R HZ BRI A,
[FARICHERE L T 7 D3 DAENER & 35,
AN ! (YD B DH T LLBEOIAEIZ X S,
il £ () BORIEDIHIZ LD,
#FOH (DOBOHEOIEIZLS,
(BE) SEAN) TF—va v
« WRINTENIN 3R fe OVl LA

- ; IR E . WNEN R MR U
= N ¥ iy
AR ORI gv  PEL T g RSD, (%)
7% 95 A B A A B 20 6 93.1 3.0
30 6 92.0 2.4
40 6 94.1 2.6
o MR
- v AR ZERF WRINPREE FNEI R sisoE URE SR msimE
Fa 3 FH o NS HorRat
ARORE gy men (g/t) (%)  RSD, (%) RSDg (%) ¢
B A firl ) 6 0 40 86.1 2.7 5.4 0.58

12.2 flfEE &AL
1221 &K~ 777k
1 FLIvr=A
A HEOHH

1) kI TN RAF ) — ViR 11.1.2 D) D A D DI Xk 5,

2) T aFx— MEWER T aF3r— b [CuHisNOs) 40 mg % 0.01 mg OAf
FTEY, TOHEAFTHEL, 100 ML oBEaEE 7 7 XA 3l A, Hikh
N T A=A X ) =R EINZ TN L, FIERE Tl LY T A —
AR )= NViREMATT 2% 32— MEEFRKZFMEST 2 (20K 1 mL 1%,
Faxxr—heLT04mgEEAT D, ) &

EAICEE L C, RO —ME A ¥/ — /L TIEMIZHR L, 1 mL HIi
Ta¥Rr—hELT540 ng x5 AT HE DT 2% 31— MEAERKR Z R
Do
B = =

fh il ATEEE 5.0 g 2 0.001 g DHTETEY . TOEMEZTEH L, 200
mL Ofgtadeie =7 7 232 AL, Z7radk/ls 100 mL 21z, 20 57fHE
DERETHHT 25, MiHEEZ SO OB EOMEET U v A (JEK)
EOREDEAMTHBL, BT LLBICHT 2RENATR E T 5,

BT LB U BT I=HT A (690 mg) FlEZvudkbs 10 mL T
Wi+ %,

AEHATR 10 ML % X =0 7 AMCEMIC AL, EER2 LTHREESES, 7



nuAAALI0mMLE I =0T ACMA, RIS S, I =57 2%k
T5, I0mMLOBEREET T AAZI=NT LD FIZES, A%/ —/18mL
EI=HT AL, BERP2 LTTasx— b aEHsSEs, TieRY
TARAADEMETAZ ) —NVEMA, ZOWREALT T2 7 4057 — (L
05uUMLLF) TABL, k7 a~ 777 0 — 2T 2 EHRK &5,
Wik v~ 777 40—  FEHERKOVET 2% 31— MMEAERS 20 pL 2
Ko~ NI 7ICFEAL, Z7r~ NI T 85155,

HEZRM Bl

R M & dotRtgs (R 326 nm, HUEHR : 384 nm)
BT N AT BTNV Y Y BT T A (N 46

mm, £ & 250 mm, Kif&5um) "3
wWoOBE Wb A 109 (095~1.04g) AKX —L—IK
(4+1) IZEMMLTIL & T 5,
b 1.0 mL/min
717 LAEREE © 40 °C
it 1 Bon-r7a~ b TN —7 &S 2RO THERZIER
L, ®ABHOTFaxx— NE&EZRNT 5,
£ 1 Sep-Pak Plus Silica Cartridge (Waters ) [Z# 4 2K ED U ' — —%
AL OXIZ I ERSEDH O
2 it 2~5 mL/min & 95,
3 Wakosil SCISHG (Fobffidk TR (Befk T) ) XiF T & FFED
H D
(B3%) HIEAN) T —va v
© WNINENR SR e OV UK EE

WEIE . WMIEIGE R UREE

R OB (g TEL T (o) RSD, (%)
T F—tEEFHT LI v s R 0.2 3 100 3.8
0.5 3 92.7 2.2
0.8 3 96.7 4.2
FHRBERHA LI v 7 A 0.2 3 107 3.0
0.5 3 101 8.9
0.8 3 98.0 8.2
EHTLI v T A 0.2 3 104 8.5
0.5 3 103 6.5
0.8 3 101 9.2
= ) bk AR RINPEEE WNEILER S0 UsE s
ARORR  weem mEk @0 0 RsD, (W) RSz O
WEA L2 v 7 A 6 0 0.5 97.0 6.4 7.1 0.40
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(%) ru~x 7T LM

W ARRRE

| | |
0 10 20

{FH103R8, o
AmEE (FEERAILIVIR) O8I+ S 4

(2) ELA R
A HECHHE
1) BN D= AH =K 1112 DL)D A D 1)K D,
2) FaFxzp— MEAER 0 (DD A D DITEYF 3 x— MEYEFK A
T 5,

EAICEE L C, EEFIEO —HM%E A ¥/ — /L TIEMICHR L, 1 mL HIi
Taxxr— k&L T0.025~04 ug & 5 H T 28R DT 2% 31— MEAERK Z G
"Iz,

B = =2
i o ek 509 # 0.01g DHTE TEY . TOHKMEAFEH L. 300 mL
D= T 5 23 |Z AN, Z7aakR/LA 200 mL 2%, 20 5 xR
THIHT 2, fiHEZHONUOEEORERT NV U A (BK) 207
NEAKTHE L, BT DUHEICHT 2REHRR E 95,
7T DALFR (DD B DN T LAFDOIEIC L 5,
Wik a~ N7Z7 4 — (VDO BODWEKs a~ 777 4 —DHEIZKL S,
i B () BORROEIZE D,
(B%E) HIERNY T —va v
< IINIENN R f OV UK BE

I IV S SUAVE )i

it (gn  THEL (%) RSD, (%)
% %5 F B A i Ak 0.1 3 91.0 2.9
0.3 3 99.0 10
0.8 3 90.3 3.2
7 uA T —t ki RS R 0.1 3 97.0 4.7
0.3 3 98.3 10
0.8 3 94.3 11
Al FH B & i et 0.1 3 94.7 6.2
0.3 3 101 15
0.8 3 89.7 8.5
LA 4= B A fl Rt 0.1 3 97.3 7.6
0.3 3 94.0 7.4
0.8 3 102 55




o IL[E) FAER
s ; Bk EEE WSRO WNENLER  Resie Uk s
OB D FE K T e
RO BEH BEH (gh) (%) RSD, (%) RSDg (%)
T aA T —fh b AR AR 6 0 0.1 96.8 5.7 9.0 0.41

(%) 7u~ 7T L0
\ 4

0 12 24
{®$0e0E o7

AmEE GLA4EREEFAMICTIFR—FELT
0.1 gt fBEEHM N/ AT LTI L

HorRat

HEREE

13 FA TNy
13.1 & maBRik
13.1.1 &K a~ 777k
1 FLIvr A
A HECHHE

T A B RY o AE AR FA BTV [CisH1oN4Os-CeHgN20) 25 mg %
0.0l mg DHTE TED , ZTOEMEEFE L, 500 mL OEERET T A A
oo NN-UAF LA/ LT 2 R 150 mL 201z, FERNSIE L7223 HIR)
Li-im+ %, BICEE7 7 Aa0EHRET NN-DAFLELLT IR
HMATFTA DAY AFHEFR 2S5 (20 1 mL X, T A B
LTSN EERET S, )

AL C, EEFRO % NN-U A F LRV LT I R CEMICH
WL, ImLFIZF A AR LT1~20ug & H T 2580 F A N
VUK AT 5,
B = =

il i ATkl 1~2 g 2 0.001 g DHTETEY . ZOHfEEZFEL L, 200
mL Ot tie =47 7 X 3lZ AtL, NN-V XA F LRV AT I K100 mL % 1
Z. PRI CTL & CEIRVIEE NS 15 S RIANEN L CTHIE L 7= % i
T 5,

i 2 ke DL I AL, 1,500%g T 5 AyfEE L yEET D, BB

% NN- A F LRV AT 2 KT 50~100 fICIEREICAIRL, AT T 07
g vH— (L2 05 um LLF) TABL, ks~ 777 0 —icfk3 5

BRI E T 5,
Wik u~ 777 40— BRI MR O T A DL AR HERRAS 20 L &

Wik~ 77 7ICFEAL, Za~ NI 85155,
RERM Bl
Ui H x o AN E R RS (RIERE - 347 nm)
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7 7 Lo F T EZTFIN U U AT T N (N 4.6
mm, £ & 250 mm, Kifg 5 pm) 1
b e W AR ) —L—K (13+7)
i 1.0 mL/min
717 AR 40°C
it B Bonlzrsua~ NN — 7 EmE IHHEERD THh®
MEERL, BREFOFA INNT U BEERET S,
7% 1 Shodex CISMA4E (L Vv 7 #) I nER%DH D
(BE) SEAN) TF—va v
< VRN 3R fr OVl LA

I A AOMEIL R ROR UK

B O (g/kg) PR L (%) RSD, (%)
HTIHF VLI v s R 25 3 99.5 0.2
50 3 99.6 0.7
100 3 100 0.9
FIOoMF LIy s R 25 3 99.6 0.7
50 3 99.7 1.1
100 3 100 0.4
TaA T —RAT LI v s A 25 3 99.6 0.4
50 3 101 1.0
100 3 100 0.5
TaA T —%WAT LI v s A 25 3 100 0.8
50 3 100 0.7
100 3 100 0.3
BHS LI v 2L 25 5 92.5 2.4
25 5 99.8 1.6
50 5 92.7 1.1
BHS LI vy A2 2.5 5 102 1.3
25 5 100 0.6
50 5 98.9 1.4
AL Iy %3 25 5 97.6 3.9
25 5 102 2.3
50 5 97.0 2.6
(%) Z7u~ 7T L6
A B
45000 15000 o
A
15000 4 r\ — |
g 15000 Eﬁ 1
S000
5000 * - w * ¥ * * * i . r : r - T v T
5 g8 10 12 14 6 8 10 12 14
{F A=A~ {F4F03RE. 5

BEBRRUAMA#OIOT LTI L
A MR (A N Y & LT 10 pg/mL)
B: WEE GBH Y VI v 7 RZTF A AN Y & LT 25 glkg HH Y &R
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(2) FEfEk
A HEOHH
F A TR T R DD AIZL B,
B = =2
il o ok 5~10g (A A RY & LT 0.25~1 mg FHY &) &2 F
T A METRERY, TOBEETE L, 200 mL oA R=A T T A2

WAL, NN-UAF LRV LT 2R 100 mL 2z, kb cLa s
AR IRV IRE 235 15 S MEV L CTHhiH L 7= iim 3 %,

i HE 2 e m DI B I AL, 1,500xg © 5 oy O mBEd 5, EEA
WaEATTo 7 4 0H— (LB 05 um LLF) TABL, k7o~ 7
77 4 =T BRI E T 5,

Wik a~ 777 4— VD BOWEKIIa~ 777 4 —DIRIZL D,
7t B (1)D B DFHEDHEIZL D,

(B3%) HIEAN) T —va v

< IRINEN SR K OV UK

o ; WINRE .. WINEN . oR UK E
A OIS (g EL (%) RSD, (%)

9 5 FE A sk 100 3 99.7 0.9
200 3 99.7 0.2

Hgm o H LA fi Rk 100 3 100 0.7
200 3 99.1 1.4

7 v A 7 —RiHHE A R 100 3 99.7 1.3
125 3 98.3 0.2

T a4 T — %A ELA R 100 3 99.1 0.2
125 3 99.0 0.5

7 v A 7 —RiHHEA R 25 5 101 36
50 5 103 7.1

75 5 102 5.6

7 v A 7 —aii A ELA R 25 5 110 5.3
50 5 101 2.5

75 5 98.7 43

T a4 T — % HELA R 25 5 108 5.6
50 5 109 5.3

75 5 106 2.4

- R

S ; Bk THIE  FoRE WNENLER Rl Uk Sk

OB D FE K T e

R O s =R (g (%) RSD, (%) RSDg (%)
R Ll 6 0 125 101 2.1 2.3 0.30

HorRat
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(%) ru~x 7T LM

A B

T IS00 11%00 4
% 12500 % 13500
E T g TS00

TS0 500 L

TS0 v T T ’ - - v 2500 T T - -

[ & 10 12 14 G 4 10 12 14
s Ei e BT )

ZEBRUVEMEAHOI AT RIS A
A FEERE (FA BN & LT 5 ug/mL)
B : iINEE (7oA T —aiHI A SN T A I P& LT 50 g/t AHY
)

13.1.2 Wtk fEyEs
1 FLIvr=A
A HECHHE

1) FTABIANRDURERER 12110 A D D)ITE Y FA AN U REARER R
T 5,

AICE L €, EEFKEO % NN-U A F LBV AT I N CIEMEIC A
WU, AmLHICFTA DN R LTR5ug 2G5/ T DT A DAY HE
R S N

2) HWHAMET LIS BT AT~ NI T HAEEET VIS CRiE
63~200 (230~70 A >+ =) 1% 105°C C 3 R T 5,

3) JKEE(LTFT bU U ARK  KER{EF NV v A 50.0 g (49.95~50.04 g) %K
50 mL IZiEMN L, EEREE WD (REz sl L TRTET 5, ) .

4) Kb hU LA =& ) —VIEIK KEEILFT N Y 7 AR 2 mL I
Z ) —/V&EAZT 100 mL & L, OO0 L T EBARERE WD (RIS
5, ) .

B = =

oM SEE1~2 9 A2 0.001 g OHTETEY . OB AT L. 250
mL OBtk =47 7 A3 lZ A, NN-Y 2 F LA/ A7T 2 K 100mL %0
2. WHFE L TEMR ETE & S HMHRSIED IR 722 6 g E Al
FCTMENL THIH L 72 im & 5. il & deAeimt DR E 12 A 4L, 650%g
T 3 EELSEET S, EEAEE NN-UV AT LRV LT I R TEMRIC
50~500 f5 AR L. B T LBt 2 30EHATKR & 5,

717 NALEE HEEMET VX309 (29.5~30.59) A4 T AE (NEE 22 mm)
WA THRTAL, R ITI AT — 2R GEED 5, NN-U A2 F LR L A
TIREZOH T AZAI, RELPFTETAHO EdEos 3 mm OF SITET
HETHHSE, 77 253 0T 5,



PUEHAWE 25 mL & 1 7 NMZIEREIZ AL, WIE AR TAKIO Lo 5 3 mm
DESICETHETHREESES, FIZNN-UAFLHRLALAT S K 30mL &
V=¥ /—/L20mL ZER S 7 KNz CRERICIRHE S ® 5,

50mLDERET TR AT LAOTFICEES, =&/ —/140mL %07 A
A TFA NN ZEHSED, TICEET T ATDERETEY ) —
NEMZ ., BECHET 2EHATR & T 5,

[T A TV RD U EYERR 25 mL I OW T, ARBHRIK D4 &[RRI #:
EL. WEICHET DR E T2,

Al E o OREHAR IS mLEZZEhZENn 25 mLoeE7 7 A2 A KO BIZIE
FEICAIL, 287 T A3 AIZKELT N UL =& 7 — LIS mL %0
X CHOIE, BIERET=Y ) —LE2MZ 5,

BRI TAABOERE T ) — L EMZTRVIEE, 2&7T7 A2 A
WIZHOWNWTEE T 7 Aa BiRExRKE L THE 430 nm OWEE 2 RE 9
a3

[FIRFIZ . FEYERR 10~20 mL OB OBEEZ ENEN 25 mL OR®ET 7 X 2|
EREIZ AL, ZRENICKEBILT R UL - =& ) —VIEHKR 5 mL Z 1% T
FEIHE, ERETZY ) — L ENZ, FRIZOWTZHX ) — /LXK L
L T E 430 nm OWIEE 2RI ET 5,

iR BONTRSCENSREREZIER L, BT OF A DY
‘rREET 5,

# 1 Aluminium oxide active basic Art.1076 (Merck #) XX Z L & RZ%ED 4
D

(2) BlA Ak
A HECHHE
QLD AIZLS,
B = =
i o oiretEl 1092 0.01g DT ETEY . ZOHEEFE L, 250 mL
Dt =7 7 A a2 AL, NN-Y A F LRV AT 2 R 100 mL 200z,
WL E LTHMR ETe & EEHPHMBEIRVIEE R LMBERTE T
NEVL CTHH L7t i+ 5, fhiH iR & 35k ORI Adu, 650xg C 3
SYRNEDASEEL . BRI E B T LB A 3EHATR & T 5,
7T LA ()OO B DA T ALBEEOIHIZ L D,
HoOE () BOHEIEDHEIZL S,
R (o BOHEOHEIZLD,
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(2E) oiEN) T —va v
IR R K OVl UK 2

e ; WINRE .. WMENEE O UK B
F N ;k/ i K
AR OHER gy R (%) RSD, (%)
=7 F B A Rk 100 6 9.8 2.6
150 6 96.0 2.0
200 6 96.6 1.8
- [ FER
e N Hiha EHR  FoRE BRINENER SR URE SRk
B oD FEEE e e HorRat
AHOIE pay man (gi) (%)  RSD, (%) RSDg (%)
il & ) 6 0 125 93.1 4.7 4.7 0.60

13.2 PR &EE&EARE
132.1 k7 ma~ s7 7 7k

(it FH %6 P8 - Bl A k)

A HECHH

1) FABNANRYURERE A BT [CisH1oN4Os-CeHsN20) 10 mg %
0.0l mg DHfTETEDY, ZOHMEAEFELL, 200 ML DAL E T T A 2T AL,
AR ) —)—=T% b= KU/ (7+3) 100 mL Z Nz CFECHITINE L7223 IR
DU BRKRGET D, BICEBET7 T AaADEBRETAL ) —L—Tbr=}F
v (T43) ZMATHA INNY AMFEEFRR AR ST 5 (Z0R1ImLix, A
HNANRT e LT0ug ZEahlT 5, ) .

AL T, EEFRIRO —#%2 A% /) —L—T% h=hKrU L (7+43) TIE
MEIWCAIR L, 1 mL FUC T A AR e LT01~5 ug 2 A8 T 2801
TN CRERER AR D,

2) MEEMET VI T 721D AD2IZE D,

B = =

Fh o okt 10 g 2 001 g DHTETEY ., TOKMEAEFHE L. 300 mL
DYEIRHZ AL, 7' F=1F U/ 200 mL Zh0 %, 30 23R 0 iRE Tt
%, Mtz Ak Q) TAHBL., KERICHT 2R EHAKR & T 5,

Ko o BCEHAR 100 mL & 300 mL D43 iEiRSHICIEMEIC AL, TR h=hKV
NAFIA~F Y 75 mL 24, 10 RV IRE-#HEL, T k=K UL
JE (FHE) % 300 mL ORTET 7 Al AiLd, DK% 50 °C LLF DK
TIE & A EFEET 2 E TRUEIRM Lok, BT AE K-> THET 5,

ThI7e RrT7T20mL 2 M2 CTEREDZE L. BT LA 55
BHAR &+ 5,

717 MALER WHNMET VI F 49 (36~4409) #T7 hT7b R 7T |k
BT T LE (W10 mm) (23K LiAdA, RN TAKIO L s 3 mm O
BSIWCETHETHHSE, 17 2E5PT 5,

REHAR 2 1 7 DAL, REHERD N> TWeR T T7 7 Aa% 7T 7
ERe773mL$2T2 WS L, WKRANRKRAD 7 A&, KD FE T
AFID ESED 6 3mm OFESICETHETHRSES, 7 878 ka7 710



mL %57 MMz, RRICIHESE, 77 2%2%%T 5, 100mL O3 E 7
TFAAENTLAOFICEE, 7hTJ7e a7 7—2% /7 —/L (9+1) 60 mL
T DTMATFTFAAINANY CE R ESE S, W Z 40 °C LLF oK T
LA EHIET D E TREM LICth, ERT A &% TRET D,

AL ) —)—TE =RV (7T43) 2mL % EfEICINZ TEREWMEZEM L,
CDREAT T T 4 F— (FLE 05 um LAT) TABL, K7 o~ b
777 4 =T ARENAR E T 5,

Bk~ 777 00— BREHEREOE T A DN Y O RERERR A 20 uL % iR
Krua~ N7 7ICFAL, 7~ N T 0555,
HESIE Hl

o M A BSOS E R A (RERR @ 340 nm)
BT LA TETINNT YT Y ATV T L (P 4.6 mm,

£ & 250 mm, Kifg 5 um) 1
woOBE W AK—=—TER=FUL (1+41)
i # : 1.0 mL/min
71T AR ¢ 40 °C
OB fBeonhrsu~v NI AL E—HEEEZRD TREBREZIER L.
KB DOFA BN U BEEFEHT S,
£ 1 Wakosil 5C18-200 (& + 7 A L AFIYEHEERD) X - ERZED O
(B%) HGIERNY) T —va v
 WHNEICER R OV U RS
VRN

AOMEI R MR UK

B DM (g EL T (g RSD, (%)
ik i 75 ) i sk 1T 0.1 3 103 15
0.5 3 109 2.7
1 3 106 15
PR B P B ek 0.1 3 104 9.0
0.5 3 107 1.6
1 3 103 5.4
P A IR A 0.1 3 101 6.2
0.5 3 108 6.2
1 3 102 6.2
% 5 i 5 B A B k2 0.1 5 104 2.0
0.5 5 109 1.6
A AE B H B A k2 0.1 5 101 3.0
0.5 5 99.7 2.3
Tl 2R 5 B A Bk 0.1 5 104 0.5
0.5 5 104 1.1

- e ERRERT
I ; AR AR WRINPLE RINENNE Snso Lk s
ARORE  maow mes (g (%) RSD, (%) RSDg (%)
T 5 7 Al S 6 0 0.1 106 8.9 14 0.65
B 7=V ALTHBE LT A DAY EREG 2D, b7 a
v~ T T LENOLE - EIERD TREMREER L, B OF A BN
voaEHEH LR,

HorRat
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(%) su~ 7T LH)

A B

11000 ' 11000 N
3= kx|
o | | ol J
1o I\ w04 )\ L

1000 ' . . ' . 1000 r v T '

5] 8 10 12 14 G & 10 12 14

B Eiii ey b e

REBRRVAMEAROIOT TS L
A FEER (T A B b LT 1.25 ng/mL)
B : WA (BB MELA RN F A /R L LT 0.5 g/t A R IRIN)

14 ~a72 ) RYRFLURANR IS T A
14.1 & &RBRIE
1411 k7 e~ s 77k
(H FLIvr =R
A HECHHE

B AKZEBR A v 72 7 o E%EHRK B KZBE a7 v
(C1sH18Br2CIN3Os) 20mg % 0.0l mg OHrE TEY . TOHMEZFEH L. 200
mL O&E7 T A2 AL, Bl (0.1 mol/L) ZIZ T L., IR E
CTREZMZ CRALKFER 0 7P ) EEFRREZ RS 5 (Z0#E 1 mL
X, BAbkER N 0T LT0ImgEEAT 5, ) .
ERICEE LT, BEHERE O 5 &2 i (0.1mol/L) TIEFEICARL, 1mL
HC B LK FERE N 7Y ) L LT05~5ug 2 &A1 5 HUE D RALKFERE
07y R AT D,

B = =

il i HTEE 2.0 g &2 0.001 g DHTETEY . TOHEZETEHE L, 100
mL OIAe =7 F 2 3|2 A, BT TV 25 mL L OMHFEE (2+3) 50 mL %
Mz, 30 pHNZEE T 5, MR (TE) 2= 0REBEIC AN,
1,500xg T 5 4rfiliE D iET 5, EEAMK 2mL 2 & H0x UDREBEI LV T A
059 (0.45~0.549) KUK 15mL Z A#7= 50 mL O2E 7 7 A 2 | ZIEMIZ
Z7-% 30 pMEET D, FICERE7 I AaDERETKEMZ., ZOKE
AT T U7 40— (L2 05 um LLF) TA@BL, ks a~ s o7
A =T D REHRR & T 5,

Wik~ 777 40— ABHA I O RAKFE N1 7 2 ) A HEYER
% 20uL BiER 7 u~ T 7IEAL, sa~ NI LEED,
WESHE Bl

oo A SN E RS (AERE - 243 nm)
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7 7 A FTETINATI MR Y BTN T A (N 4.6
mm, £ & 250 mm, KifE5um) *1!
wOBE WK BFRRAEEIRT 2 A X —L (1149)
i # : 1.0 mL/min
717 LAEIRE ¢ 40 °C
g B Bonlzra~v NS AN E— 7 &S IEHERD Th &

BAEERL, WALV RBFTO AT ) VR RAF LU ALK Y

N A (C (glkg) ) ZEHT S,

Ax3125

T 85

A RERNOROIZBAKFER N N7V ) OEE (ng)

1 Wakosil 5C18-200 (& + 7 A L AFIYEHMEERD) X ERZED L O
2 HEBRT =1 1 485g (4.845~4.854 g) M OWERE 7.5 mL % /KIZIED
LTIL&L, B CTpH Z 43 IZHBELZHD

(B3) HiERY T —va v

« VRN R fp OVl LA JEE

C

o ; IR E . WINEN =R fOR UK B

PR O (g/kg) HE L (%) RSD, (%)
MTo5MFLIvr R 0.5 3 9.7 2.2
2.5 3 93.9 5.1
5 3 93.9 2.1
FESHTLI v R 0.5 3 92.2 2.0
2.5 3 89.9 8.5
5 3 95.0 18
TuAZ7—mHATLrIy R 0.5 3 87.4 1.7
2.5 3 92.9 38
5 3 94.4 4.8

- HFBBR

Ak TEHR TOMNPLEE WRANEL SR Snsom URE Sl

%ﬁ*}@%ﬁiﬁ %E%{ %‘52& (g/kg) (%) RSD', (%) RSDR (%) HorRat
T A T — R
ﬁwg M;“ 7 0 25 97.4 3.0 3.7 1.1
(%) 7a~ b7 7 L6
l

oo

H

g_JL |

0 5 0
{#3F0FR. =

ZHER (RIEAFEH/NNOT7D/2ELT100 ngiEA) OV BI LTS LA
2) EAEE
A HEOHH

BAVKERR AT 7Y ) AU LD A XY BALKFE# N0 T ) R
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HEJR A2 T 5,

ERICER LT, BEHERE O —# &2 (0.1mol/L) TIEFEICAR L, 1mL
HZBALKFERE N0 7Y 2 LT 04~1.2 ug =5 H 3 5580 R LK HERE
nNa 7Y ) R ER T D,

B = =2

h o o#rakkl 5.0 9 % 0001 g OHTE TERY, TOHKMEZFTLH L. 50
mL O3k DL EAE \C AL, BEB =T L 20 mL K OVRERT b U 7 AR (1
wivo%) 10 mL Zhnz. 15 4y R v B T4 %, fitik % 1,500xg T 10
S OTEEL ., BT @ (BE) % 300 mL O3 iERFIZAND,

e D DILEE [CHER = F L 20mL 2N %, [FERICERIEL . HifR—F L&
EHOSEIRHCE DY S, BICHEERIC 4 BERIEL, BT L8 E2 Lo sy
iR HZ A by ORI 23R & T 5,

B o BUEHAWICHIRE (0.1 mol/L) 10 mL iz, 5 /MR v iRE - #
frE L, KE (TE) %2 200 mL O3 K7 7 A3l AiLd, KERICER
(0.1 mol/L) 10 mL Z Nz TRARICEMEL . KEZEDORTHT 7 X alls
b5, KEZ%E 50 °C LLTFOKIBETH S mL £ CTRIEREM L72%. 20 mL @
BRI TAIIANND, KORTIT T A2z bE&OHER: (0.1 mol/L) Ty
WL, lWiREEo2RE 7 I 2all85by b, FIC2BET7 T AaDERET
g (01 mollL) 2Nz, ZOREA LT T 7 4 0% — (JLE 0.5 um LA
T) TAHBL, Hikr7u~ 777 =t 5BHAK E T 5,

Wik a~ 777 4— (VDB OWEKI v~ 777 4 —DIAIZL D,

FOBE O Beonrov NI ALY —EmENTHEE RS ThE
MAER L, KRWCELVRBTO N2 7Y ) VR RAF LU ALK S
v aE (C (ght) ) 2#REHT 5,

20

C=Ax—
8.5

A RERNPORDTRAKER 0TV OEE (ng)
(BE) HPEN) T —va v
« WSINENEE K OV LR
WIREE ok WINEIGEE MO LR

A O TR

(git) L (%) RSD, (%)
7 uA 7 —ai AR 40 3 80.2 73
T aA 7 — kW AELA fEE 40 3 81.0 5.6
9 5 At Ak 40 3 83.1 7.9
o M AR

e ; Faha I RONJEE WRANENNER SndeR URE  spmsime
AR fH e .
RO BRES BRESC (g (%)  RSD, (%) RSDg (%)

7 a4 T — R AR 7 0 40 78.2 4.5 51 0.54

HorRat




14.2

(BE) va~ 7T L4

Uik

— —

0

l
e

{ RIS, 5
HNEE (W SEREBERSGAE N0/ VRYRFLURILKVER
AW HOLELTA0gtEYERM DH/OT T T L

PR e B IE

1421 k7o~ 777

(i A #aPE - BLA R
A HEOHH

1) RAbKFEEE N0 7Y RERERR 13.1.1 OL)D AL LY BAbkFERE A N0 T
J KRR & T D,

fEAICEE LT, BRI O —H 2 5 (0.1 mol/L) TIEMEICARL, 1 mL
P RAbAKFERR N0 7Y ) & LT0.1~0.8 ug 2 &H 3 5 Hum D RALKFE#E
n7Y ) NEERE T D,

2) WrlgkEETR WERRT B =7 A 4.9 g (4.85~4.94 g) M OEERE 7.5 mL % KIC
WL TLlL &L, BEfRCpH % 4.3 IZF% T 5,

B & =3

il M o#rakkl 5.0 g 2 0.001 g DT ETEDY . FOEEEFEL L, 50 mL
DA DIEBE I AN, iR T L 20mL R OREET B U 7 A (Twivte) A
#% 10 mL 2Nz, 15 R 0 IRE 721, 1,500xg T 10 sy .0 B L, HERE
=F g (EE) % 300 mL O5ERHZ AN D,

S D3 LS [ HEfE =T L 20mL 2%, [AIERICEREL ., Bifs =T LV E %
DRI D, EICEEEC 4 FIHE L. BiiE—F V8 & e 05 ikR
A D TR RIS 23K & 32,

B o BUBHAWICHERE (0.1 mol/L) 10 mL ZAnx. 5 4R Y IBE =%
EL., Kg (FE) 2100 mL D37 7 A2l Aivd, FREIKRICHEE (0.1
mol/L) 10 mL Z# /%, [FERICEAET 5, /KIEZ 50 °C LL FOKIEBTH 5 mL %
THWIEREME L, H 7 LB 23 EHATIR & 5,

T BB AT ETFI YL ) BV =5 T A (1,000 mg) LA A
& )= 10 mL K OVK 10 mL CIERTEE 5.

REHRIE &2 71 7 DA, IR FETAFIO BN S 1 mm OF SI2ET S
FCHRHEEE, REHRIEDO A > TR 7 T Aa%zKk 5mL 5T 2
B L, Wi ZNER AT T H12Mx, RIS SE 2, K 5mL, A%/ —
=K (3+2) & 5mL (2[A) KUEE: (0.1 mol/L) & 5mL (4[8) ZNAK A
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T A&, T 5,
50mL ORI T T RATZ DT LD FICES, AHX /) —/L—7anakRiLh
(9+1) 1I0MLZ A T ATz T a7y o EiEH &85, W% 50 °C LA
TORKBTIEEAEEET S E THRERMELZE, EFT AL & THRET
Do
K—=7% =k VL —FEEeEER (62+23+15) 1 mL % IEREICIN 2 THREY
EWN L, ZOREAT T 7 4% — (4L 05 um LLF) TABL, &
Kru~ 2757 4 —tT 2 BHATRE T 5,

Wik u~ 777 0 — AUBHAE M OV RAL KSR R N1 7 2 ) AR YRR A
20UL ZEIK 7 v~ N7 7ICEAL, 7 a~ N T L ESD,
WESME Hl

o M A BN E R A (RUERR @ 243 nm)
BT LA ETINT YT Y BT T A (A 3.9 mm,

£ & 300 mm, Kifg 10 um) 2
woOBE W K—T7T k' M=V EEERRRETR (62+23+15)
b 1.0 mL/min
717 LAEIREE © 40 °C
it 1 BFonzrsza~ N7 7400 —7HEINTEEEZ RO THRERZ
ERE L. R ZVRBTDO N7 ) VR Y RAF L RAVR BRI LT
L& (C (gh) ) z=HHT 5,
C:Axi—
8.5
A BRERNOOROIZEIAZER 2TV ) OEE (ng)
£ 1 Mega Bond Elut C18 (Agilent Technologies H, U ¥ —/3—7%& 6 mL)
XiFZh L REDS D
2 uBondapak Cis (Waters ) XX Z N ERFEDOH D
(BE) piEAN) TF—va v
« WRANIENR R e ORI UK BE
TN FE

N E S Sy i

RO gy oL (%) RSD, (%)

R R B B A B 0.3 3 86.0 6.0

0.5 3 90.0 33

1 3 92.5 2.0

7 u A T — L % R AL A A 0.3 3 87.1 5.5

0.5 3 85.9 6.3

1 3 92.6 8.4

PR I B B & Lkt 0.3 3 87.2 7.4

0.5 3 95.1 2.8

1 3 96.1 33

s ; AR EHR WINREE WONEIE SndE LR SR

AROMB oy pau (git) (%)  RSD, (%) RSDg (%) HorRat
PR L A 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

N E (REABFSHESSERIZANOTIS ) VRYRFLURILKUEE
AL LELTOSghHEYEERM Oy IS A

15 77U R~
15.1 Wtk
A HEOCHH
1) 77V U NUEERER 77U K [CgH7N30s) 0.10g % 0.1 mg DHTE TH:
., ZTOHEZFH L, 100 mL OB faeE~7 7 A 22 AL, NN-V 2 F LR L
LT REMZTENL, BICERET NN-UVAFAKRLVAT I RENzT7
TV RUERFRZHT 2 (2o 1mLiX, 77U K&l Timg 28
HT5)
fEAICEE LT, EHEFRIEO —% NN-VAF VARV AT I RCTIEMIZHARL .,
ImLHZ7 YU R ELTO0lmgaEaBTH7 70 RUOKEMERZFHMNST S,
2) BT ARTAHA BT hrma~w NI T7HAT IS (KR 63~200 um
(230~70 A v > =) ®1100g (99.5~100.4¢9) IZfgfb~ 271> 7 1 4.0g (3.95~4.04
9) MM CRFML, FIZAKS5mL 2z TRMT 5,
3) AWK BT -=1t F7TY=7LA 0209 (0.195~0.204 g) ZIKIZEEH
LT20mL & L, W(ZHiFE (10 mol/L) 20 mL #h1x % (AR5, ) .
4) BIANEK A RKadALT7rA4 b RUTA209 (1.95~2.049) &KICHE
22LTC100mL &3 % (RIS 2, ) .
B = =3
Fh i IHTEREL 10 g 2 0.01 g OHTETEY . TOEEZTEE L, 200 mL &
B =7 T A2 A, NN-DAFILRLALT I F50mL 200z, gk
T 5 MIE L7, 5 MRV IBE T+ %, iz A8 G A TA
WL, ARESBEOKTHERLCH T 2LBICHT 2REHAR E T 5,
7T LA 71T LFETAH 259 (245~25.59) % H 7 L% (NEE20 mm) (ZHL
KCTHETAL, BT 12T H,
REHNRIR 2 77 DAL, PO OFHIE 5 mL 28T, % O% O K % JE
(T D REHAIR & T 5,
FIEFIZ, 77U RUFEHERR S mL % 100 mL O &7 7 A 2 ZIEMEIZ AL,
NN-U AF VRN LT I K 45mL L OUK 50mL #Z2, BLFaEHR IR 054 L [
ROBAEZATV, WEITHT DR LT 5,
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B E BEHATE 5 mL & 30 mL O HAARERE A KO B IZENFNIEMEICA
AUy [FIRFICAEYERL 5 mL % 30 mL O 2R ERE C KO D ICENE N IEREIZ AR
Do

HEBRE B LD IR ITCANEIK 2~3 a2 2N Enn A, SoMiRVIEE 7%, 20
SyEEE L GRS 5,

WIZ, BHRBEEFICRARE SmL 22NN TRV IEE, 70°C OKIBH T
25 43 IMEVL TREOSE 5,

FRBEEZGBHAL, ML 10 mL 22 NEEMICINZ, 5 0 REY iR
B30 oMEE L, £ vz @ (EE) 1220 THE 440 nm OWOLE 2 JE 9
Do

7 B Of/BoneBtE»Ns, REHFo 7 IV FUEdE T 5,
£ 1 Aluminium oxide 90 standardized Art.1097 (Merck &) XX ERZED D

D

(BE) piEAN) F—va v
< RINEIER K OVR U FS

VRN

ANER AR UK

W DR gn  HEL T RSD, (%)
Pl 5 T B s B 55 3 101 2.9
N

e ; o " T 7E il spyE UK SRR
KB ORI RBREK
FHORE (g/t) RSD, (%) RSDg (%)

Bid & falk 6 39.2 5.8 11.5 1.25

HorRat

16 7V RXF
161 XV UV UBEORTNVAF U OWRIK7 o~ ~ 75 712 X5 REFHTE
2L A,

17 ~70A4A N7V =2 (w704 N7V = kPafa~vwT A N7 —)

171 =04 "7 V= kaAfa~wT 04 N7 V= Oifkra~ W7o 74
T DIRVE BHTEHC X D RIFESHTIE (20 1 £ K O A EEH
HE2HEi 3k D,

172 ~FHhA M7V = kuaAfa~ThA4 M) —vDiikra~ N7 o750
T LRVE RSN EHC L AR E (2o 2 fam)
H2HiIAIZL D,

18 AF LT —

181 ZURZANRALF Ly NEORAF LU T IAN—DHIEr a~ 75 7% 57 KK
BB L D RIBE ik
wm2HEi 212k D,
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19 vAfaxIhA b7 =

191 ~F WA TV =Rk a~vThA N7V —2DRIKIa~ N7 T 74
7 DAVE BT RHC K D R ATk
E2HiI3ICL D,

192 04 M7V = kOaAfaxI 04 )= DiRiE7a~ N 7T 750

7 DMPLRAHFIC & 5 FRESATIE (202 filh)
w24tk s,
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H2H BT
1 XYV UBREOT VAT OEK7 v~ b 7T 712K 5 REEHTE
(1) IR EY FXVVUBE DT NVAX L (2 /57)
(2) ik

A HEOHH

1) A%V VU UBIEERK A%V U W [CisHuNOs) 10 mg % 0.01 mg D#7 %
TRV, ZoHEET&EL. 100 ML OERE7 I XA 22 A, Kk hU oA
Wi (0.1 mol/lL) 1mL MUNA%Z ) — L&z, BEHAFEL TR L, BITHE
MRETAY ) =N EMATAHXY U UBERRREFHT 5 (208K 1 mL 1%,
XYV UERELTOIMgZEHT 5, )

2) TIVA X NEUER K 7V A X [CisH1FNOs) 10 mg % 0.01 mg OHrE T
By, ToKEETEL, 100 mL ORET T AIICAN, AX /) —NLEMNZT
WL, BITHEETAY ) =V ENMZTINAF AEEF R EZ LSS5 (Zo
WimLiZ, 7 AX o LTO0ImgaEaHT 5, ) o

3) ROEHER  AXVV BRI AR R UERERIRO —HERS L, Kk— 2
X —)v (7+3) TIEREIZHIRL, I1mLHICAF Y VU BERNT VAT E LT
ZNZE0.01~5 g = 5H T D HR OIRAIEMER 2 T 5,

4) AL 7 hr=hrUb— b= (3+41) 1,000 mL (ZFFEE 2 mL ZI1%
Do

B & =3

h H AR 10 g 2 001 g DHTETEY . TOHMEELEHE L, 200 mL ©
R =7 7 Az A, K20mL 2z, 30 yMEET 5, FIZ02%A XY
VERAR— 72 =R UL (3+2) % 100 mL Nz, 30 SRR 0 IR CHIH T %,
200mL DEETY T A2z 7 —iF}FoTICES, iz A (55 B) T
AW LIt oD =A7 7 AaRUFEIZIAR 02 %A XY UEBEE— 7 & k
= kU (3+2) 50 mL T¥H L., FERICKGIAET 5, HIZRET 7 X 3D
MRETO02%AXV VEBIRIH—T 2 h=1rU N (3+2) Mz 5D, ZDiK4mL %
100 mL D723 TE 7 7 XA 2 ZIEMEIZ AL, K10 mL 2z, 777 LA IZHE 2
RENEIR & T 5,

BT LB AT AT YA Y BV =T A (500 mg) AT R
=R U5 mLKOUKSE mL THIFT D, sERAKRE I =07 [T A, JEET?
L CHRE AT TAFIO EiGlc#ET 5 E Tt S8 %,

KDI=HTLOFIZ, LD TE F=F U/ 5mL KUK SmL THE L
7277574 =R 3= 25 (300 mg) *3 2HERT S, REHRIED A -
TWERTIBT 72 3% 02 vivax R —7 8 h=KrVJ L (1+1) 5mL 2T
3EIBEH L, R AEIER X =0 7 MM A, JEES? U CRE AT TAHIO LG
ETAHAETHIEFLTAF VIV VMR TINAX L BT T 774 MH—AKR =R
T LIIRATSE D,

WIS, A7 BTN I VAN =D T 2 %13T L, 50 mL D7 LIF
TIAAET T T 74 MR I =BT AOTFICEL, IWHIEE 1SmL %27 Z
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77 A

FNI—=R I =T HEMATEXRI Y VBRI NVAF 2RSS,

WHIK Z 40 °C LA T OKIBTH | mL £ CRIEEME L-%., EF T A%2%E-T

Wil 4%, K—A% ) —/v (7+43) 2 mL % EREICINZ CERBW BN L, AT
T T 4H— (L 045 um) TABL, k7 o~ N7 77 =124 5k
BHER &35,
k7w~ 777 40—  REHERK OVEIR GRS 10 L 2R v~ 7
TF7WHEAL, ZJua~x NI LEBED,
HIESE fl
B A EotBbEs UERE 325 nm, #OBIE R 365 nm)
T A AT ETIUATY MR Y BV T A (BER 4.6 mm, &
X 150 mm, RifE 5pum) 3
wOBE WK 02 VIVFBRIRIK— A # / —b (7+3) —15min— (4+6) (5
min {&FF)
it @ 1.0 mL/min
717 DA ¢ 40 °C
R Bohisue~ N7 AL E—7 BERELE S 2RO TRERZE
L, AEfFOAFXF VY BRIV AR o EERET 5,
7 1 InertSep SlimJ C18-B (V' —= /WA = A8) [CilY 2 RED Y P —r3—
FEAE LI O TN EREDOH O
2 JdiE L mL/min &35, WS~ =FR—/L FZHEHLTH L,
3 InertSep GC (YV—= YA =AM UHF—"—%& 6 mL) XTIk
EEI2RN;
4 FRENRBRIIE O AL TV AND,
5 L-column ODS ({b¥WEFHEMFIERMER) X2 LFFED L D
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(BE) pHrEAN) T —va v
« WINIEIN SR K OVl UG
VAN 53 44 o FE A

BINBE

= "R L
5K L IR MO U RS

B~

S

(g/t) (%) RSD, (%)
NG % 5 fl B B A R 0.5 3 72.6 35
1 3 81.8 7.3
5 3 94.4 2.2
F 72V E R B A R R 1 3 74.5 2.4
5 3 71.1 11
il 0.5 3 77.7 12
1 3 76.3 10
5 3 90.8 3.8
a2 1 3 83.3 5.7
5 3 71.8 17
3 1 3 78.2 1.5
5 3 80.3 36
T IAFL % 5 £l B D A f ) 0.3 3 89.3 12
0.5 3 78.9 6.8
1 3 83.3 17
5 3 90.5 2.5
F 72V E R A R 1 3 74.2 2.6
5 3 74.7 12
fakl 0.3 3 775 11
0.5 3 72.2 75
1 3 715 1.4
5 3 86.7 1.9
a2 1 3 85.3 16
5 3 73.3 1
3 1 3 82.0 2.7
5 3 80.5 5.2
- [RIEAER
! Sy ; AP AR IRINREE RINEIRE R LR s
(2 sroRr L T e ey Reby () MO
XYY W S REA R 8 0 3 88.7 41 8.3 0.59
fst i) 8 0 3 83.0 6.1 95 0.68
TR XL HOBERE HRLA R 8 0 3 87.7 5.5 6.9 0.50
o 8 0 3 82.0 4.1 8.3 0.59

- B TR (E—ABR=IC X D) A%V fg BB 05 gty LA
F oo B 0.3 g/t
(%) 7ua~ 7T L4

el
e}
e A ) B
i
0 4 & 12 18
R, 5

AMEH (RERAFAREGHEARICATVIVBRUILAFZFUELT
SgtfHHUEFRM DY/ OI LTS LA




2 JVAANVNNAFT Ly NEOAF LU T N—DKkrsra~ V7o 7205 A HE &
OIMTEHT & B B HT iR
(1) SHTSibEw JVREZNNAF Ly BEORAF LT b— (2 51457)
() HpriET

A HEOHH

1) 7 URZNLANAF Ly MERERIE JUYAEZNNAF L b [CasHzCINg)
10mg % 0.01 mg DHrE TEY ., TOHMEZFLHK L, 100 mL ODE\ET T X 2 |ZA
Ao AZ =N ZMATHENL, BITHERETAZ ) —LEZMRTT Y AL N
A AV y MEMFIRZFST S (Zo 1mLiX, ZUVAX LS 4Ly hEL
T10ug =EHT 5. ) 6

2) AF LT —EUER AF L7 — [CisH1sCIN3S]) 10 mg % 0.01 mg
OHTETEY, TOKMEATLHEL, 100 ML OEET T A3 AR, AX ) —)L
EMATENL, BIHERETAY )=V ENZTAT LTI —EUER K %
s (ZoImLiZ, AFLTA—ELTI0ug Z2E5HT 5, )

3) LE RN EAEER IR K R G NEEER ZERNEER U A 2L
NA ALy 82 (CV-dy) 5mg K VL E RN AEZR A F L7 —%2 (MB-dg)
5mg # 0.01mg DHE TEY ., ZOHELFLEL, ZNENE50mML ORET T A
TWZAN, AZ =NV EMATENL, BITERETAY ) =V E N2 THELE
NI FE R BRI 2T 2 (2D O 1 mL 1, CV-ds LT MB-dg
ELTI00ug ZZNENEAT D, )

B, BAEHEFES 1mL 2 100mL O2RE 7 7 A2l A, 7 bh=rUb—
K (1+1) ZEEHFEETMAZ T, 1mLHIC CV-ds KU MB-ds & L TENETN 1 g %
BAET HIRAGNIERERZ RS 5,

4) BRERIERAERER  BEHICELT, ZIRAZARLF Ly REOAT LV
TN —RERE R IR EWNEER O —HZ2RE L. 7k h=FUL—k (1+1)
TEMIZARL, I1mL FIZZUAZANALF Ly RERAF LT —E LT
ZFhFh 025~15ng &AL, 7O CV-ds LU MB-dg & L TEFNFHN 50ng &
AT 2 BR O EHRAER AR 2 S 5,

5) = UWE— Y UIEREEIR 7 = U fE—/KF¥) 63.0 g (62.95~63.04 g) % /KIiZ
W2 LT1000mL & L7aEikic, Vo =7 ~J A - 127K 2289 (227.5~228.4
g) ZKIZEEHLT1,000mL & L72A#R 110 mL F2E 2 2 < pH % 3.0 (2% 4
ol

6) U ERREMEIK UL kFEHIV UL 271 g (2.705~2.714 g) & KIZEENL
T1,000mL & L, KEE{EF MU T A% (Imol/lL) TpH % 7.0 IZHHHEET 2,

B = =3

h H INTEAEL 109 2 0.01 g DT E TREDY ., ZTOHMEE L. &> T 200
mL O =MA7 7 2z A, IRENEER 5 mL KOV = U iE— U Bk
#% 20 mL Z Nz 7=1% 30 /rfIEE T 2, ®IZ7 & h=F U/ 100 mL ZA01Z ., 30
SRV IRE T T 5, 200 ML 2R T T 2a%2 7 7 —FFO FICE X,
itz A#C (5 F B) TWEIAWT D, DO =A7 7 2aRUKIZIERT &
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F=HhUA50mL CHe¥E L, FARICESIAEL, BIZEET T XA aDERETT
T h=hNULZEMZD, ZOHA4mML Z 100mL O = 7 7 X 2 |[ZIEfEIZ AL, K
40 mL . OVY U ERRRMER 5 mL 2Nz 7=, AKEbT N U v AR (I mol/lL) C
pH Z 7T ICFRFE L, 7 7 LBt T 23 EHAIR & 35,

BT LKL SIRRIMERS A A AR S =T 4 (1,000 mg) A EAZ ) —)L5
mL & OYK 5 mL THEXREFT 5, REHAKREZ I =5 7 AT ANTS, KT 7T
AFND FIGIZET D E TR F S5, REHEKOA> TWe =7 7 X ax A X
J—v5mL T2 L, WIREINER S 7 A2z CRERICHH S5, 50mL
DRTET T AAZI=HTLAOFICES, A%/ —/L—HiE (1,000+1) 10 mL
BEI=ANTAHIMATITZIVARZ VAL F Ly b AF LT — CV-dy LY
MB-ds Z ¥ HH S 2,

WHE Z 40 °C LT ORI TIE & A EHET 5 £ TRIERM L, S8 0 XA &2k
STHET %, 7 b= hVUb—K (1+1) 2 mL ZIEMEICIN 2 THREMAZEI L.
5,000xg T 5 mfflEOm L, EBAREZEE I v~ N7 T 78 T WE RSy
Bratic L2 @It 23 RHAIR & T 5,

ks a~ 7T 7207 DRV ESHTEHZ L DHE SUBHESIK &K OB B m AR E
AERERS 10 L 2k 7 o~ N 77 7% o F ARERBROGHTFHCIEAL, &
RSBt 7 o~ N7 T L5155,

HIES B

(K7 v~ 77 7H)

7 7 L AT BTN I BTV T A (FER 2.0
mm, £ & 150 mm, KifE 5pum) -0
i it W 5mmol/lL ~7F &% 7V F a iRk —7 h=FU

JL (3+1) —5min— (9+11) (10 min {%¥f) —0.01
min— (1+9) (6 min ££¥f) —0.01 min— (3+1)

(14 min f££F)

i # : 0.2 mL/min

A7 A M JE:40°C

(% 7 ARVE B HTatEr)

s sl o DU RGRRLE B AT R

A4 & v qb E:zxzvr bvuerTr—AFA4b (ESD) ¥ (EA A4V
E—F)

* 7 Z A4 ¥ — 4 A :N; (340 kPa)
LA - S Z N2 (350 °C)
¥y 7 U —fMKE:40kV

7T AE—FE FROELEBY
Y Va X — 1 FROLEEY
T = HF — A F v TROEEBY



x BWEOWESRME

FUh—Y— TR IT I AAF T TRAE— aY Vg

T E kT E Ay ER R M BE TR F—
(mfz) (mfz) (m/z) (V) (eV)
TYRB N ISAF L h 372 356 340 100 45
JYRZNISAF v -d, 376 360 — 100 45
AFL T — 284 268 240 100 40
AFL T -y 290 274 — 100 40

IR BONTERRKICHRHZ a~ 8T T L0627 URAZALNLF Ly B,
AF LT = CV-ds LT MB-ds O & — 7 i A 3K 6O THAEHEIEIZ & 0 &7
ZERR L, REtF D7 Y AZ AR F Ly NEK AT LT A—EE2H T 5,
F 1 EEBREITE LIREETIT ),

2 RERNMAEEHDELE L THWDLZ U RAZANRNALF Ly REDAT L
TNh—lE, ZUVARZNANALF Ly bdy KOAF LT —-ds (WFTHLH IR
MIBETER) VT Zh b EREDLO
3 JEIE 1 mU/min BBE LT 5, BEIL U TG~ =A— L FEHEHT 2,
4 MegaBond Elut CBA (Agilent Technologies #, U ¥ —/"—%& & 6mL) XX
INEFAFEDSL D
5 WYRKEOY P——ZwfET 5 & L,
6 CAPCELLPAK CI18 AQ (KIKY —##) XXz & m%D D
7 Agilent 6410 Triple Quad LC/MS (Agilent Technologies ) (2 X % 14451
(BE) piEAN) F—va v
< WINEN =R K O U KS B

/ i p BIVE R AN
TN 44 BB TR m@ﬁg i L R RIS

JYRH IV R E AL A Ak 0.005 3 109 2.4
NAF Lk 0.01 3 109 2.3
0.1 3 103 0.5

R NEE B A sk 0.01 3 103 7.6

0.1 3 103 0.5

FIEWE R BLA R 0.01 3 108 3.3

0.1 3 101 0.5

ES o) 0.005 3 116 1.1

0.01 3 99.3 5.3

0.1 3 98.6 0.9

LTPNEV ] 0.01 3 112 5.1

0.1 3 100 1.0

AFVLU T N—  REEE RELE EE 0.005 3 114 5.5
0.01 3 108 33

0.1 3 106 0.6

WIS B A s 0.01 3 104 2.4

0.1 3 105 2.0

FIEVE R ELA R 0.01 3 110 4.0

0.1 3 97.2 0.9

[ PE Ay 0.005 3 112 2.0

0.01 3 99.9 7.4

0.1 3 101 2.9

LTPN=EV i 0.01 3 106 2.9

0.1 3 105 0.8
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« JL[R]EABR

et FTEHR RIS EE FOMEI R R UK E  smmsis

A% AROIR  paw men (g (%)  RSD, (%) RSDg (%) Ot

7 U RAH I RS LA R 8 0 0.02 94.5 3.4 7.5 0.34
NAF Ly b EREOERAE SR 8 0 0.04 101 2.1 31 0.14
£y 8 0 0.08 99.1 0.83 3.2 0.15

AF LT — A LA Rk 8 0 0.02 83.5 2.2 13 0.59
FEVE R Ak 8 0 0.04 93.3 2.6 15 0.70

Ay 8 0 0.08 97.7 2.9 14 0.62

- FRHVTIR (R—3BRE I X 2 ER) B 0.005 g/t
(%) Zua~ k7T L

| BRA A Lk AFLLF I —
%Z ﬂ

; o .
i & .
—_— ul_[\. |I

{

126 13 13.4

(w3 84 87 9
{FIF05RE

RINEE (BBIZHYRAILNAALY FRUAFLY T IL—
ELTO1 ghMBHBERM NOI/OI LIS LA

3 w4 N V= kPafa~wT A VTV —vDREsa~ NTT T80T A
RVEESHTRHC X2 FERESHE (201 ) K OEE TR
(1) gL Ew ~THARNTV = kA a~vThA TV —2 (2 5K57)
(2) WHFFH 0 & O A AR
(3) HTiET!
A REOCHH

1) ~T0A4 7V = kOuAa~xwThA 7Y —FEAEREE 2 ~7AA4 k
7" —2 [CaHasCINy) 10 mg XA 2~ T H A k7 ) —2 [CxHeN,) 10 mg
% 0.0l mg OHETEY, TOKMEEFHEL, THLTN 100 ML ODEET T A
IZAIL, AZ =N EMATENL, RIERETAY ) — L EMZ T~ T A
7= kaAg a~wTdhA N7 —OREERKEZFHLT S (D 0RE
ImLiE, ~F WA R V= ROuAfa~vIhA 7Y —r L1 T100 pug &%
NENEHT D, )

2)  RIERINLIAKERR Y AR R M RS AR RERNRERR~ 7 Ak
7Y —H3 (MG-ds) 5 mg K OVREFRNMAEER A a~TFHA BT Y —HE3
(LMG-ds) 5 mg % 001 mg DHiETED ., TOHMEAEFLE L, T E 4 50 mL
DEEET T AN, AKX ) —NVEMZTHENL, BIERETAY ) —VE
Iz T&ZE RN AAE SR B E R K 2R T 5 (T b D% 1 mL 1E. MG-
ds X OV LMG-dg & LT 100 ug 2NN E6T 5, ) .
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W2, FERERKO —HME2RAL, 7 F=FU—/Kk (1+1) TEMIZHR
L. 1mL FIZ MG-0s X TN LMG-ds & L TZNEI 25ng & H T HiIRA NIEAERR
T 2,

3) MEMIERAERER FHICELT, ~70A4 V= klaAfa~vTh
A N7 U — U BRI IR EPERERO —# 4278 h=1F U L—K (1+1)
TIEMICHARL, 1mL P2 TF 0, TV = kOuaAfa~ThA4 N7 U —>
L LTENFN 05~200 ng #&H L. 7> MG-ds 2 F LMG-ds & L TFHLZFH 5
ng & &H T D E RO EHRIERNIEERZ RS 5,

4) U UPE— Y UFERREEIR 7 = f—kFY 63.0 g (62.95~63.04 g) #/KIZ
WAL CT1,000mL &L, VU rlsAks®E"F Y 7 A (0.6 mol/L) 300 mL 2%
ZMZTpH % 3.0 IZFAET S,

B & =

h H HTERE 5.0 g &2 0.001 g DHTETEY ., TOHEEFH L. 100 mL
O IR DL I AN, 7 = — U CEEREER 10 mL KOV =R VUL
30 ML ZMMA 721 5 S5 REE T 5, BICZOEOREBEIIRANEER 1 mL %
Iz, & HEAE T 1 oM ZEE T T 5,

e E D BEOT 2 b= F U ATHE L., RiEETHHRICAE DY,
FhH# % 1,300xg T 5 srfflim DBl L. BB AR E BRI T 23 NIRRT 5,

K o8 REREELLNLD Y7o A& 25 mL KO RY A5 g
(4.5~5.4 g) Z A7z 100 mL D3R FIZ AL, BBHEIK D A > Tz DIL
BEEZDEOT h= MU L THE L, RiREZRBHAKIZE DY 5, 2ikN}F%
1 RV IRE-#BHEL, T =t I r—Yrnurxx @ (LB 255
U 20g U EOBEEOEET FY A (k) B4R A A o LIcHE
SR T 200 ML ORTIET T A TAHBT D, ORI LA K E A
WHrEOY 7 AL THREL, WRAFRRICAE L TAHAKREEDED,

A% 40 °C LLF ORI TR L mL & TRUERME L, R A& k> THIFE L
7%, T F=FUL—FEER (19+1) 5mL X CHEREWMEENL, BT L4
BT 2 3BHEIR & 35,

VRN I RUBUANVKF= AT mE L U LT U BV =47 A (500
mg) “5&T7 & h=1 VU —FEfR (19+41) 5mL THEEFT 5, RENAREZ I =H 7
LT AR, REDFRTAHD FImlZ#ET 5 F T S8 5, MBSO A > T
TR T T Ak EOT v h= UL —KifE (19+1) THE L., ¥EERZ 2
=HT AN, FFCmHEEES, BT hr25mL, A%/ —5mL K&
O7ER=hrUA5mLZIARI =07 HMTNA, FERICHEH S E 5,

L= T LSRR Liztk, 50mL O TR T T A3k I =0T A
DFICEE, 7T h=bI V=T F=7T7/kK (19+1) 10mL # I =7 LT
T~ 04 N7V = kafa~T 04 N7 =02 EHSE5,

W% 40 °C LA T ORI TIE & A CHEET 2 £ TRUEIRME L 72, 5T X
ko CHIET %, 7 =KV —JK (1+1) 5mL % EREICIN 2 THREY % %
MWL, AT T 7404 — (FLEE04A5 um LLF) TABL., k7o~ hr3
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78T DIE BT

FHZ XM 23 BHAK & 35,

Wik v~ N 75 7% 07 NVEESHFHC X 2WE
A 10 UL 2R 7 a~ N 77 7 % 05 DRV RS HRHIEA L, SBIRS R H
sma~ NI L&D,
HESRM Bl

ABHEHE M O IR AR YE

(k7 m~ ~7Z 7#)

71 = VA
b Hite W
Pt H

AT BTN I AT Y BT T A (R 2.1
mm, & & 150 mm, KifE 5um) *7
0.3VIV%T =T /K + 2VNBFBEIAIR —/Kk— 7T &
F=h U8 (10+81+9) —03VIN%T > E=7
K 2NN X R —K—7E =K UL

(10+9+81) (7+3) (1 min f&£F) —7 min—0.3
VIV T =T K « 2VIVNXRIEIK —/K—7T & b=
kUL (10+9+81) (10 min £RFF)
: 0.25 mL/min
: 40 °C

(527 LAE RS 11 79)

FTTAY =T R
L )

: DU ARARYVE B M e

oLy AT L—A A4k (ESD) ik (EA A2
E—R)

: N2 (340 kPa)

A : N, (350 °C)

v 7 U —fEE:4kV
7T A —EE TRDOEED
aYVarpF— FROLED
T =X — A4 F v FTROEEBY
X BWEOWE ST
Y H—H— A= E N TITAE— a)Var
HE S E £ B e I T —
(m/iz) (miz) (m/z) (V) (eV)
~TIHA NTY— 329 313 208 100 40
~IHA RV —rds 334 318 — 100 40
HA AT HA NI Y= 331 239 316 100 25
BAaAwIHA NI —2dy 337 240 - 100 25
(% v T DBV EHTEHE B 2 110)
fi H o T EARAE &5 AT E
A4 F v fb E:xLZ braxFr—AFAqk (ESD) ¥ (EA A
£—R)
A4 A v Ji iR B :150°C
T I N_— g A A Ny (400 °C)
¥ v v 7 VU —%&JF:35kvV



o — v HE OJE:TEROLEBDY
aJ Vg Rk F— FEROLEBD
T =X — A F v FTEROEEY
* HWEORESRE

T —H— Tagy M A a—y ay Vg

B E B 'E £ A & ez A BIE TR E—
(mfz) (miz) (mlz) (V) (eV)
~ThA NT Y — 329 313 208 60 35
~IhA N7 U—1ds 334 318 — 60 35
oA awIhA4 Y= 331 239 316 50 30
nAaAvIHA NI —dy 337 240 — 50 30

B OSohieBREIGHREZ e~ NS T AnE~T A MU= vad
a~IHhA TV =2, MG-ds KO LMG-ds O & — 7 [l f % >R CTNIEREILIZ X
DIREMEIER L, REfPO~TF DA N7V —v @& P a~vwTFhA T —
vEERMT 5,

Bl ~70A4 M7 )=V REMKERBMEDBERPEZ VDL b, &

BREMEZ AT O 2 &

2 ¥T A KT U —2 [CxHisCIN) 100 mg i, v~ WA R U—2 L6

I e [CsoHsaN4O12) 12.7 mg IZHHY T 5,

3 RERNMEEMRE LTHBATLI~YI0A NV = RUOnAa~vThA
NTU— 3, T A N7 V= ds K aAfa~T A4 87U —2 ds X
FINb EFRFEDOL D

4 PCBRBHRIEIIZNLERIED LD

5 BondElut SCX (Agilent Technologies ) (24 72K ED U Y — X — % HifE
LEEbDXITIZNERFDS D

6 Whl~v=A— FEHWTHEIERT D,

7 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) iz L% D
%)

8 LC/MS M (B LM, EE7 A L ARDEMIER) Tt F%ED b
%)

9 Agilent 6410 Triple Quad LC/MS (Agilent Technologies ) 2 X 5 5141

10 Micromass Quattro micro APl (Waters H) |2 & 2 5445
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(BE) pHrEAN) T —va v
« WINIEIN SR K OVl UG
VAN 3 44 oo FEE

BINPREE

3 L WRINEL R Mok UK B

=

(g/t) (%) RSD, (%)
2 IHANTY—> 35 B ROH B A R 0.005 3 87.9 18
0.1 3 84.2 0.7
TR B Rk B A R 0.005 3 85.6 1.4
0.1 3 90.5 1.6
F WV E AR AR 0.1 3 73.7 1.6
£ 0.005 3 78.1 2.4
0.1 3 814 1.2
aAavwIhANT—r g5 F A ECA R 0.005 3 94.5 1.9
0.1 3 95.2 16
TR B R B A R 0.005 3 98.3 11
0.1 3 99.0 31
F 2N F AR A fi 0.1 3 93.9 1.9
Ry 0.005 3 85.0 37
0.1 3 77.1 2.6
- JL R AR
. o ; HEt TEHR USRS RN R 4R UK B R simE
5 Ak g SN HorRat
4 ARORE gy maw (git) (%) RSD, (%) RSDg (%) o0
~S5HA IR B LA 9 0 0.002 93.8 4.0 5.4 0.25
7Y = A AR A AR 3 0 0.005 101 1.7 2.7 0.12
o AR AR 3 0 0.01 94.3 1 12 0.56
ok 9 0 0.002 86.1 3.9 7.4 0.34
A o~ H  FEERAER S 9 0 0.002 100 3.9 6.1 0.28
A b7 —r  FAJIRA TR 3 0 0.005 102 1.0 7.8 0.35
% fo AR A AR 3 0 0.01 101 1.7 8.2 0.37
fam 9 0 0.002 91.3 46 16 0.74

- BH TR (R BREIC X 2R kR 0.002 g/t
(%) su~ 7T L4

T U= . jm{:?5n4hﬁu-y
E &
ki =
5 9 13 14
{50508, 55 CECIETL g

AMEE (BABIZISHA T —20RUEBAARTHA T )=
& LTO0.005 gt HHBEFRM DYV AT KT T L

4 wITNA LTV = ROuA =T A N7V —v DK n~ VT T 72T A
TR BATFHC X 2 RERsoHTiE (202 fail)
(1) IR EY YITNA TV = kPuA awT A b7 Y= (2 5l5y)
(2) A gl
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(3) HHTiET!
A HEOHHE

1) ~TFhA TV —=vkuafa~vThA b7 —FEUEFRHRT 2 2 DB)D A
D NZE D,

2) ZEFN ISR ERERERIE L NEENERER 2 0@ AD 2)Iickbv, 1
mL FUICLERNAEH~ T HA N7V =253 (MG-ds) & OV E [FINL IR FE i &
A a~ThA 7 V=253 (LMG-dg) & LT 100 pg 2 T ENEEH T HELE
[N AR R AR U 2 TS 2

WO, HEMREFRO —HE2RAL, 78 b= U L TCIERICARL, 1 mL
IZ MG-ds X TN LMG-ds & L TENZEN L g & & H T 5 IR NEEHER 2 1+ 5,

3) MEMRIERAERER HHICELT, ~ 704 MV —rv kRS a~vIh
A 7V — B ERT TR NERER O —Ma42 7 b= KU L—K (1+1)
TIEMEIZARL, 1mL FIZ~THA N T V= kA a~vwThA N7V —
ELTENFN 05~20ng Z&A L. 72> MG-ds X O¥ LMG-dg & L TZENEN 5
ng % & A 9 D EUR O ERRERTARER 2 3 5,

B & =3

Fh i SHTEE 1.0 g &2 0.001 g DHTETEY . FOMAZFLH L, 100 mL
O IeAe i DR I AL, IREPAENERR 50 uL % EfECNz 5, 72 h=RrU L
—FE2 (19+1) 40 mL KOV & h= bk U vfafi~F%+ 2 10 mL ZH0 %, 10 43
RYVIEETHIE T %, 1,300xg T 5 pHELaBEEL. ~F V8 (BE) 28T,
TEr=bMUAE (TR 23 EHRKE T2,

T LALER RyBoALKR= LT ) b ) AV =8 T A (500
mg) *4%&7 % b=k UL —RFEEE (19+1) 5 mL TyEHT 5, REHAK 4 mL % 3
=7 HMZEMIZAIL, WWEDAFETAKO BimlliET 2 ECRbisE s, 7
v 25mL KO R=bFUL 5mL ZIEKRI =07 A&, FRICHEE S
D

S50mLOARTIEY I A2 I =T LD FIIEE, 7T = I L—T L F=
7K (19+1) 10mML A2 I=F T LIZMA T~ T A N TV = kA a<wTh
ANV =V ERHESES,

R Z 40 °C LLFOKIRTIE & A ERIET 5 F CREREM L%, ER1 0 X
ko CTHIET 2, 7 h=FU/L—JK (1+1) 1 mL % EREICIN 2 CTHEREY %= %
72>L. 5,000xg T 5 /Lol RBARKEKIK v~ N7 T 75207 W8
BHESNRHC L D HEICHT 2RENEIR E 95,

Wik o~ 7578 07 AREESHTEHNC X AH1E 2 DB)D B DK n~<
N2 7T DREERSHEHC X DHEDHIZ L D,

it HE 2D@R)D B DEEDHIZL D,

H1l ~70A4 7 —UREMKERBDEDERPEZVHDLZ LG, &
BREMEZ EOITIT Y 2 &,
2 74 N7 VU—2 [CuHsCIN) 100 mg 1, ~F7 A N7 U —21Lw
5 WEtE (CsoHsaNaO1z) 12.7 mg (RS %,
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3 HERNMKEE#HRE LTHHT L2~ 0A4 M7 )= ke fa~vT a4
N =3, T WA TV = ds KR A a~T A M7V —2 ds X
TZNBHERFEOL D
4 Bond Elut SCX (Agilent Technologies #4) 24 72 R ED U W — N— % fE
L7ebDOXITINEFAFDOLD
(&) piEAN) TFT—va v
< WINENN SR K ORI U RS BE

N N} N 3 ‘
WA 4 sromm RS gag FROAICE B LR
X THARNT)— RN 0.002 3 97.4 5.9
0.1 3 93.9 1.8
¥ fa 2 0.002 3 98.0 33
0.1 3 89.9 3.1
Rrgfml 0.002 3 98.1 10
0.1 3 91.8 2.1
KGR A m2 0.002 3 101 4.6
0.1 3 94.2 2.5
nAawIhA ) —r R 0.002 3 107 3.0
0.1 3 99.5 0.5
il fa i 2 0.002 3 112 31
0.1 3 103 3.9
P ycRliiN 0.002 3 97.7 1.6
0.1 3 94.6 1.7
ARG Rfh2 0.002 3 105 11
0.1 3 99.4 1.6
I [R) FAR

Hihak TEHIE WRAEEE VRNEILE MoR LSS Smmsihs

o PO ooy gay (git) (%)  RSD, (%) RSDg (%) HorRat
~I7HhA b 5 S fa 8 0 0.005 87.4 6.8 13 0.60
7Y — ok £ 8 0 0.005 85.9 2.5 12 0.56
oA a~7h KA 8 0 0.005 108 38 8.2 0.37
A RNZ Y —  eRERLA 8 0 0.005 101 4.2 6.2 0.28

- R FIR (RGBS X D iER) e 0.002 git
(%) ZJua~ 7T L6

e S e  RE O avSh-Fa—
b}
25 B
o e
a8 ] 13 14
{RIF05R5, {30508, 43

BAmEH (BHICISAA M) —0oRUEOAMAITHANT =2
&ELTO0.002 gt MEEFM DU/ BAT LTI L
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