E8E ARMEYME
BOE A5
1 7o7al) oA
1.1 EaERBRik
.11 K7 a~ 77 7k
1 FLIvrA
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
flERICEE L C, RO —H &2 A ¥ 7 — )V CIEREIZAIR L, 1 mL i
Tr7uYyLE LT 054 ug 25 AT 5HEOT 7Y U AERERE
S5,
B = =

il o ekl 2~4 g 2 0.001 g DT E TEY T AL L. 200
mL O EIE=/A 7 7 A3 Ak, A¥ /—/L 100 mL Z0x., 30 5[ H
ZIRECTHIH T %, MR 2 18 0 ke DR B E I AL, 1,500xg © 5 4[]
EODEEL., EEAREDO a2 AKX ) — LV TIEMICHIRTL L, b T L0
WS D RBHE IR & T 5,

BT ME RBHRI R TP ET LS I =85 4 (1,710 mg) T2 IC AN,
JE EES L CHIDOFHIE 5 mL 28T, ZO%DOHHIR S5 mL 227 7
Y7 40— (L2 05 um LLF) TAWL, k7 e~ 777 0 —icflk

THREHAR E T 5,
Wik~ 777 40— BEHEKEOET 70 ) v AERERA 20 uL %
Wik e~ N7 7ICHEAL, 70~ NI T LER/D,
HIE S B
B R AN E R AR (RIE K 265 nm)

AT BTN Y AT Y BTV T A (R 4.6 mm,
& & 250 mm, RifE 5 pm) 4
OHE MR ) VEBRREIR TS — A 2 ) — L (T+3)
it 0.7 mL/min
Al ) Bonl-r7u~ h L0 bLEE—7 E S IHEEEZRD Thh &
WMEERL, REFOT7 7l v aBEREET S,
W1 77U sl LT2ugml HY &0 2T 5,
2 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) X% Z 1 & A
D D
3 JiEEIE 2~3 mL/min & 3%,
4 Puresil 5pCis 120A (Waters ) X2 EFRZED L O

iy

7
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5 VU IKFAY 7 A971 g (9.705~9.914 g) KN 1-~FH 2 Z/L7R
VEET RU A 135 g (1.345~1.354 g) ZKIZEEMSLTLILEL, 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
|
o
H
==
6 5 10 15 20
{RIFISEE.

AmEE EBRAIJLIYIR) O/ LTS A

Q) EA R
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
BERFRERZHET S (o 1lmLix, 7078 AL T05mg AT
Do ) o
flAICES L €, BRI O %2 A % /) —/L—K (7+3) TIEMEICAR L,
ImLHic7r 7o oas LT 10~30 pg 2B T 580077y
LIEMER RS D,
B & =2
fh il IATECEE 10 g &2 0.01 g DT ETEY . TOEEETEH L, 200
mL D@t =7 F 22z At, K30 mL 2z TEIRA L% KIE
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30~40 °C T 10 sl EWHAE L, T A X 7 —/L 70 mL % Z ORIZIN %,
30 IR T3 5, flHR 2 ke O PRS2 AdL, 1,800xg T 5
OYRNEDAEEL . BRI E T LB B REHATR & T 5,

BT L0 RENAEAZTHETAIFI =T 4 (1,710 mg) F T AL,
M CTHRESETODOMMEE 3 mL 28T, TO%OFHK 4 mL % 10
mL OFRBRE TS 5,

RO~ AT T 7 4 0F— (L& 05 um LLF) THA#BL, K
hkra< 777 0 —ltit T 2RENERE T D,

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

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

BERM Bl
R A AN R A (HER R : 265 nm)
BT AT ZTINT I Y BT R 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
OB Ao uv NI ARLE— 7 &S VEHEREE RO THE
BEER L, REFo7 7l v aBEr2RHET5,
£ 1 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) X |3 Z 41 & [F]
E RN
2 Mightysil RP-18 (BAH{bFH) I Z N EFFEDOH D
3 7 U—/KFa 192 g (19.15~19.24 g) MO n- KT L VEiEET U
75207 g (2.065~2.074 g) ZAKIZHENLTIL EL, KEgbT MU @
LYEWE (10 mol/L) < pH % 3.5 IZFHHET 5,
(238) HiEARY T —va v
- WSINENEE K OV UK

‘ 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




(

1.1.2

2E) yu~ 7T L

Lk ol

o 2 4 & & 10 12 14
{50300, &
AMEH W SERRAEEAMICTTOYILELT
100 gt HBH=EHM) DU/ T I T L

WIS JE 1

(1) FLIvs =R

A HEOHH

1) fHEREE A% 7 —L—IK (2+1)

2) Trrul v AERER 7 7r Y 7 [CuHiCINgGHCI) 25 mg %
0.0l mg DHIETEY, ZOHEZFIFLL, 100 mL DBEEET 7 XA 2 |ZA
v, AZ ==K (2+1) ZMATHE» L, TITEMRETRAZ 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 ¥/ —/L—/K (2+1) TIEMIZHARL,
ImLPC7r7el) gaE L T2 ug 2 a6 T57 70l 0 AERER %
i 5,

3) KEMEFT MU UL KEET FU U AR (L1 wiv%) 15 mLIZ A%
J =L Z&MAZT200mL &35,

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

5) FEaaldk FTH LA =L 90 mL & 250 mL DT T AT A
e 7207 b ) o AR (0.2 wivte) 5 mL 21z TRV IEYE, &
W27 AL U AYEIR (Lwivde) 5 mL 2z TR 0 IR 7= 1% 30 4y &
T 5, FIZZOWRICKEILT U w7 AWK 100 mL 212 TRV BE7-%. &
T A AHiEe (G2) THIET 5,
ZORERIEIL, AR L, 75 2RIV D,

B =& =2

fh tH IHTREL 1~3 g &2 0.001 g DHTE TRY . TOMEEZFTEHF L, 250
mL OEIRFIZ AL, A% J——K (2+1) 100 mL ZA0x., 1 FERIIE D
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 ® PUBHANK 4 mL & AR LILECE [T BRI AL, FE AR 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, 77l v A ERER 4 mL &3 O b 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) Tr7mlvatEsEE (DO ADDITED,
3) HWEMET LT T Ahrsm~w 7T T HEREET VI G
63~200 pm (230~70 A > ¥ =) #1% 100 °C T 3 Bfzid 2,
4) Kb U U AWK 1) A DL B,
5y FUALLUA—LIE ()DADNILD,
6) F&aFldK QD ADBN LD,
B = =
il B okl 15 gL F (77l sl LT 1.5~25 mg 4 &)
EHDBTF AMETEDY, ZOHEEZTCEL L, 250 mL D5 KIEFIZ AL,
AL —L—7K (2+#1) 100 mL Z/Nx, 1 WERHR V0 IR T L 7=t i@ 3
5, MR EZ AH (5 FE A) TABL, 77 AMMUBRICHET 23 EHAIR & T 5,
J T DRV HEHEMET VR F 5 g (45~55 9) A4 T LE (R 10 mm) 12
HATETCAL, 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 ) WXIXZ i & [FZ%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

Tr7ual g AMERER 77 m U A [CuHweCINgHCH 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

ERAICER L C, EEEFRKO % A ¥ /) — L CEMICHR L, 1 mL i
To7r Y unaE LT 011l g AT HHAOT T u ) U AERERE
LS R

B & =

Fh s IATECEL 20 g &2 0.01 g OHTETEY ., TOEEETEH L, 200
mL O =f7 7 23l A, TEr=F I L—RX& /) —)L (4+1)
100 mL A0z, 45 RS THH T 5, iR A8 6 e m DI s
IZAFL, 1,500xg T 5 il OB L, EBARRE 1T A0 | I3 5
BHAEWK &3 %,

BT AR RBHRKATMET LI FI =T A (1,710 mg) FHIZ AL,
JEVEE2 LCHI 30 mL &t &5, WiHiik 25 mL % 100 mL O 7237 Z
A A ZIEMEIZ AR, 45~50 °C DK TIZ & A E W9 % & THUERME L 72
%, BERITA Lo BT 5, 7EF=HFJ L= % —)L (99+1) 10
mL Z M2 CEEWEEN L, A7 LA ST 23 HATKR & T 5,

ST NLE N RENAK A R VIS 2 =87 4 (1,710 mg) FLIZ AR,
JEFE®?2 Lt &2, BEHARO A > TW T 772227 b=
FUL—RA% 7 —)L (99+1) 10 mL F> T3 [k L., ikZERI =T
LT Z, FRRICH ESE S, iz, 78 h=hrU =2 % 7 —) (99+1)
10 mL =07 A&, [FEERICHHE & THEFT 5, 100 mL O
T7I7AAI=NTLAORICEE, TEM=FI V=A% —/L (9+1) 20
mLZI=07 LMz, EEPRZLTCT vl vAEZEHSES, EHIR
% 45~50 °C DK TIT L A EHi[ET 5 F THIERME L=k, ERT A &%
> CHL[ET 5,

AK =5 mL & EMICINZ THEREMZEN L, ZOREA T T 7
A VF— (L2 0.5 um LLF) TA@L, s~ 777 0 —icfkd %
REHRIR L 35,

Wik a~ N777 4— 111 o)D B ks v~ 777 4 —DIHIC
X2,

FOBE 11100 B DOHEDIHEIZL S,
7£ 1 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) i3 Z 1 & [Al

LD D
2 PialE 2~3 mL/min & 9 5,
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(%) oiriE ) 7 —

va v

 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

(%) Ju~ b7 A

Bl

l
oo
B
g_ﬂﬂb
L | 1 L ]
0 3 10 13 20

{FFHE,

AmaEH (AAERESfAMICTTOYHLELT
0.5 gt #HHUEHRM) DrYOT RIS LA

2 I fhXAR_— |
2.1 EERBRE
211 k7w~ 77
1) FLrIvrz

T RSN — SRR

EREAN

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

RIS

A EEOR

T h8_— |k [Ci2H1sNO,) 20 mg % 0.01 mg DM £ T
B, ZOHMEAEFE L, 100 mL OBEARET 7 AT ANL, AX ) —/L
EMAZTEWNL, BICERETAZ ) — L EMZ T 3 — MEAEFT
ERMT S (o 1ImLiE, = hXR—=FLLTO02mgZE=EHT D, ) o

EAICEE L C, EmERERO 4% A%/ — /L CEMICHRL, 1 mL Hi
T hAR— [ L LT 025~2 ug 25 H T 2E MO b /3 — NMEAERL A G Y

B & =

ACdéx L. 200

mL ORI =47 7 X3 lZ A, A ¥/ —/L 100 mL Z/Zx. 30 Z7fE7)
TIRETHIE T 2, iR 2 B e ks DR E I2 A, 1,000xg T 5 57 fH

EOTEEL., EEREO A2 A% ) — )V CIEMEIZHIRT 5,
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YT T7 4 — (L 05 um BLT) TABL, ks e~ 757 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
B #R o BN E R (RIER K 270 nm)
BT A 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 Bonlzra~v NS5 — 7 EmE IHHEERD THhE
BAER L, Bt o= hIR— N E&E2HHT 5,
1 YMC-Pack ODS-A (VA =i 4 8) TN EFR%EDLD
(BE) GEAN) TF—va v
< IRINEN SR K OV UK
STy

AMENLER R UK

Y ¥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
BHALI v A2 0.5 3 100 8.0
2.5 3 101 6.5
75 3 99.0 2.0
BRIy 7 %3 0.5 3 101 15
2.5 3 102 1.0
75 3 99.7 15
(%) Ju~ 7T A0
l
o
H
=+
R |
0 5 10 15
{F4505F0,

AmEE ERILIYIR) O/ TS A

(2) BlA R
A HECHHE
1) = h/S_— MEAERE T f X — |k [C12H1sNO4) 20 mg % 0.01 mg DAt
ETRY, ToOEEEZT&EL, 100 mL OBAEET I XA 3T A, AX )
—NVEMZTEN L, BITHERETAY ) — L EMZ T F/X_— MEUE
FiRZHET 2 (Zo| 1 mL iF, = hX_"—=F & LT 02mg Z&5HT
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P

B L€, BEHEFUK O~ A& A % ) —/L—K (7+3) TIEMEICAR L,
1 mL 2= h8R_R— L LT 025~2 ug 2@ HTHEEDOT h/8R_— [ E
R A T 5,

2) HETVIF AT szu~w N7 T7HAPHET VI T (Kifk 63~200 pm

(230~70 A v =) %1% 120°C T2 B E+ 5,

B = =2
il M HTElEl 10 g & 0.01 g OHFETEY , ZOHEAEZFE L. 200
mL Ot =A 7 7 A2l AL, A%/ —/L—K (7+3) 100 mL ZhNx .
30 s ZRE THItE T 5, R A Bt OB 12 Ay, 1,000xg
T5oMmONEEL, BT ALEICHET 2R ENATIR & T 5,
BT LHLEE PMET LX) 5 g (45~559) AT LE (N 10 mm) ICH:
KTRTAL, BT L52HHTD,

REHAMK 2 71 7 JZ A, FIOOWHIK 3 mL 2T, ZOHOWHIIK 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 W g HOERHEE UiEEE - 306 nm, H#REE 350 nm)
BT A FTEFTIATUMME Y B H T A (N 4.6 mm,

£ X 250 mm, kit 5 pm) 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 &
MAMERC L, BB hIR— b EZR T2,
£ 1  Aluminium oxide 90 active neutral Art.1077 (Merck ) % Z 1 & [F%5
DH D
2 Mightysil RP-18 GP (BAH{LFH) I EFFEDOH D
(BE) EAN) T—va v
< IANIENR R e OV UK BE
INANR 2

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
: \_
H
o
HW —
i
2 G 10 12

{FIF0FRE. =
AR (bS5 ARASHARICT F/SR—KFE LTS5 gt HBERM)
DAkl A NN

2.2 MEEERARE

22,1 Wk o~ N7 7k
(it FH %60 - Bl A k)
A HEOCHH
1) = F/x_— NEUERR T f/3_— | [CoH1sNO4) 20 mg % 0.01 mg D#7 %
TEY, TOEEZTHL, 100 mL OBEEET T A AN, AX /—)L

EMZCHEN L, BITHERETAX /) — L EMZ T hX_— MEAREJFR &
TGS (ZOWImLiE, = hXR_R—KLLTO02mgE2EHT 5, ) .

HERICEL T, BEFEO —#4% 78 h=hrU L—K (1+41) TEMIZAHR
L.lmLiice hAR_R— KL LT02~1 ng 2EHTHEEDT h/R_— K&
R & T 5,

2) T L BT sru< 777 ATV (K 63~200 pm

(230~70 A v =) H1% 120°C T2 B IET 5,

B = =
il i IHTERER10 g 2 0.01 g DHTETED . TOHMAETTH L, 200 mL
DO\ = A7 T AT AN, A ¥ —/L—/K (4+1) 100 mL %M. 30
Sy RTINS 5, K & IR LIRS 12 A, 1,000xg T 5 43 fH
WOSHEEL . BB E S T DLEE T 5 RBHAE L T D,
717 NALER | HPE7 LI 109 (9.5~1059) &4 7 A% (N 10 mm) 1282
KXTHRTCAL, BT 2E2RHT D,

REHRIR 2 71 7 DAL, IO O 3 mL 24T 5, D% O 10
mL 2% 50 mL 72 L7 7 A 2ZEMEICAIL, 40 °CLLFOKBTIEEAL
VLT 5 F CRUERME Licth, BV A&k CHETH, 7arK/NLA S
mL Z N2 CTEEWEE L, 7 LB ST 23 ENATR &3 5,

BT LB N AR ABE~Y R T AI =T A (910 mg) F3 A/ ok
SV 5mL T 5,

543



544

RENWAKR A I =H T MMTAI., JEERS LTS E7-%. EHARD A -
TWERLEZ I Aa42 7 ank/bh 10 mL THE L., FEICERIET S, &
V= F =T ) —~FH L (4+41) 10 mL % 2 =0 T A2z T4 5,
50 ML DR LIET7 T AR I =T LD FICES, BB F L5 mLEZI=R
TAIMA, EEEY LT SR — M EEH Y5, EHEE 40 °C LLFO
KB TIEEALHET 2 E CHIERME LR, EX5T A% %> CHET D,
T r=RMU—IK (1+1) 1 mL ZIEREICINZ ., BEWMEENL, AT T
74— ({LEZ 05 um LLF) TA@L, ks~ 777 0 —2ft9 %
REHAKR & T 5,

Wik v~ 777 0— BB K OV = b /S— MR 10 L & iRIK
sa~ NI 7ZEANL, Zu~v N TLEGD,

WESME Hl

o A SAMEOEE R A (MIEE R 270 nm)
BT LA TN Y BT T N (AL 4.6 mm,

£ & 250 mm, K 5 pm) S
woOBE MR D UEBREENRTO— A & 7 —r (1149)
i i : 0.8 mL/min
71T AR ¢ 40 °C
OB Beonlrsu~ T AnbBE—ES RO THREREIERL.
REtF O hoIR— N EEEIHT D,
¥ 1 Aluminium oxide 90 active neutral Art.1077 (Merck ) X Z i & A% D
1N0)
2 ZFOHOWHHIE 13 mL D 5 b bERIT 5,
3 Sep-Pak Plus Florisil Cartridge (Waters #) (2472 R &ED U HF— —%
HEE L2 DXL ZNERIFEDOH O
4  PRIEITHK 2 mL/min &35,
5 Wakosil I1 5C18HG (&t 7 A4 L AFIYEHSEED) x o EFZED L D
6 UVERAFZE T U TL12K90 g (8.95~9.04 g) KONV ER IkFHE
AU AL34g (335~344¢g) ZKITENLTIL ET 5D,
(238) HiERN)TF—va v
< WRINEN R e OV R LS
IR =358

ZUCIENE S SUaOy 3

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
|
il
+
&
| I | I
0 10 20
(R 5

AMER (RBERARASHARIZT F/SR— &L TO0.5 gt HHEARM)
nyav LI5S LA

3 R N=T 1
3.1 Motk
A HEOCHRH

1) fhHESE R 83 mL I 7B R EMAT I L &5 (AR S
Do ) o

2) WEWuN=7 ¢ AR Wl o X=7 ¢ [CisHisClbNs-HCI) 0.10 g #
0.1 mg OHiIETED, TOKMEETE L, 250 mL OBOETET 7 A 2 |Z A,
HWEDOAZ )=V %Mz, 50 °C OKEHTINE LAR2 b Lk limd %,
FIZRBET7 T AaDERETAY ) — NV ENZCTHEBEe =T ¢ PRI % R
T2 (ZoOWImLIL, EBeX=7 4L T04mgaEHT 5, ) o
fEHICER L ¢, BEERK O — A2 A CIEMICHAR L, 1 mL FICER =
N=F 4 LT 2~16 pg x5 H T 2HAOHEB e X=F ¢ VIERER AT 5,

3) W¥HIAE 2-ARFTTH =100 mMLICT B R=hUAEMZTLL &
T 5,

4) RIS T UE'=T KA mMLICTEEEEE A CTIL &5,

5) ~UZvoFERER NV 7 v ol 2.0 g (1.95~2.04 g) ([ZPEEIARE 4 mL &
MZTIRVIEE D,

6) Kbl U oAk KER{EH Y 74 3.09 (295~3.04 g) IC=X /—/L 100
mL Z % TRV IEE, BERREFEHRT 5,

7)) |EMT IS AT L7 a~ 7T 7 HAEEET V) (R 53~210 pm
(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 400 mL 200 &, 1 FREHR VIR CTHiH L 7% 5 o flfRiE
L. filitikz A48 GFEA) TAHBL, 77 LI 230BHAK &35,

717 LALER HHEMET VI 139 (125~1359) =47 % (N 13 mm) [TH:

545



i

At

(&

KXTHRTAL, 725205,

ABHAR 5 mL &7 7 LZIEREIC AL, RIS TAAID Bigsy 6 3 mm D&
SIZET D E T S %., BEEALE 10 mL X OV 5 mL ZHKR S 7 A2 % T
RIS 5,

50 mL OBOLEET7 7 A% 7 L0 FICES, WHIELE 20 mL 27 7 A2
BRI Z, RENSFECTAFIO LN D 3 mm OF SICET L E Tl F L, HER
RAR=T o RS TS, FISEMEE 10 mL 25 7 AMZIEREICIN A, Rk
I S, WHKE IRV IBE TR E T2,

E O ARENERIRICKEE T YV U AR L mL 22 TIRVIBE 5, EHIZZ
DK% ENVIZAIL, STTEW, B2 5K & LR E 440 nm KT 550
nm O ZRJE L, 440 nm OWIEFEHD 550 nm DO FEFE % 7 L 51V Tl
£ (A) Z#RDD,

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

FIRFIC, Mo =T ¢ VEERS 5 mL % EfEICHHROSE & F—5&0
THEAEL TUWORE (D) &R 5,

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

7 1 Alumina Woelm B Akt.1. 02069 (Woelm Pharma ) XiZZh & FZED D
B) gHEANY F—va v
IIEINE S Q0N SUa By s

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

4 FxVV EE

4.1

XYV UBERT IV AT DiRK7 a~ s 7T 712 &k 5 RIS HTE
Ho2HEi 1L B,

5 AT7FU KRy T A

546

5.1

TE B ERIA

51.1 Wik a~ ~75 71

() 71 yr R
A HEOHRAH

1) il A K ) ——K (7+3)

2) A TX Ry 7 AERER A7 F 2 Ry 7 A [CiH1sNsO4) 50 mg %
0.0l mg DHIETED, ZOKMEEFFLL, 250 ML DBEALET 7 A 2T A
AU, FEEEEZ N2 T L, BICER E CTHHEEL M2 TH 7K
v 7 AEHER G 2S5 (Zof 1 mL X, 9% Fy 2 AL LT 0.2



mgxEa7T %, ) .
fEAICER UL R ERE O — A E S CIEMICAR L, 1 mL FicA
TXU Ry 7 2L LT 1~6 pg 25 HTD2BROF T F 0 Ny 7 AERER %
S 5,
B = =2
h o orakkl 1~2 g # 0.001 g DHTE TEDY . TOHIEZFEH L. 200
mL O @Il =/A 7 7 X a2 Ak, S 100 mL 2Nz, 30 /&
RAETHET 5, IR 28 0 LIS 2 AdL, 650xg T 5 4y MO
OyBEL . BV AR O —ER & fh IS CIEfEIC 100~1,000 f5ICAIR L, ik 2
n~ 777 4= T HRBHEIR E T 5,
Wik v~ 777 0— REWEEKOE AT %0 Ky 7 AFEHERE 20 pL
BRIK 7 o~ N7 Z 7IZEAL, Za~v N7 T AEGD,
WESME Hl
B 2R BANORREE R R (RIE R - 380 nm)
BT A FTETIATY T Y ATV T A (R 4mm, £
X 150mm, KifE 5 pum) 2
wOBE W K—AH =L (T+3)
i # : 0.7 mL/min
7R Bonlzra~ NI AnbE— 7 EmE IHEHEERD THh®
MEERL, BREFOATX Ky 7 2EEZHHT 5,
W1 EEERETEYE LREETIT O,
2 Shodex ODS pak F-411 (BEfnE T8 (MR T) ) XTI EFRZED
N0

() FEA R
A HECHHE
1) fhEE QO AD DL S,
2) A T7x Ry AEUAERR DDA DDITL D,
3) TS 7 Lhrm<w 777 HARET LI (hifk 63~200 um
(230~70 A v =) ) 2% 120°C T 2 B9 5,
B = =
fh o ofrakkl 10~20 g (AT F U Ry 27 AL LT 05 mg fiYE) %
001 g DHTETEY, TOHELZFH L, 200 mL OEEILE=HT7 T X2
I, A X —/L—K (7+43) 100 mL %1%, 30 4@ EE THH
%o R 2 B R O I AdL, 650xg T 5 Zrfili B L, B3
R % F1 T DALER | D EHRIR & T 5,
717 LHALER HPET LI 5 g (45~559) &=F T L% (W10 mm) (TF:
ANTRTAL, I 7250 T 5,
REHRIR 2 71 7 DAL, FIO O 3 mL 2T, ZD% oMK%
AT T T 40— (fLFE 05 um LLF) TABL, ks~ 7o 7
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A — I DRI & T %,
Wik a~ 777 4— (LD BOWEKI7a~ 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

(%) Ju~x 77 L0

i
*
&5
,} L
o 4
1R430378, 45

AmEM (BRARSHEN 0/AT IS A

5.2 fREEERRE
521 {ikr a~ ~7Z 7iE!
A HECHH
1) HHEE 511 00)0 A D DICK D,
2) FT7xF Ry AMERERR 511 DD AD QLD AT HY Ry 7 AFE
IR 2R D,

EAICER LT, BRI O — A A CIEMICARL, 1 mL fict 7
FURy 7 2L LT 005~04 pg 50T 28ADATF 0 Ry 7 ZAGEHER %
PS5,

3) T LIS 5110QDADININTLD,



B 7E =

& =
Fh s IIATECEE 10~20 g 2 0.01 g DHTE TEDY ., TOHEE L. 200
mL Ottt =/~ 7 2 3|2 Ak, fiHESE 100 mL 20z, 30 & iR
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 & 71 7 DT AL, PIDDOWRIKR 3 mL 2T, TD% OV MHIK 2
MLEALT T 7 40— (JLE0SUMLLF) TABL, ik~ 77
74— T RENRIR E T 5,

Wik v~ 777 40— REWEEKOE AT %0 Ky 7 AREHERR S 20 UL %
Wr7a~ 7771 FEAL, Z7ua~ T 085155,
WESME Hl
e # s SBANOOREER R (RIE R - 380 nm)
BT A FTETIATI MM BTV T A (N 4Amm, X
150 mm, RifE 5 um) *3
W OB MR k—RAHX J— (T+3)
i # : 0.7 mL/min
FOHE Bonru~v NI ALY - ESNIIEEERD THRERE
ER L, RBP4 7% Ry 7 2BZHET 5,
W1 O EEERETEE LRETIT O,
2 VLI v 7 ADOELAEIT10g (9.5~105¢g) 95,
3 Shodex ODS pak F-411 (BEfnE T8 (k72K T) ) XIXZNEFRED D
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)

B EiEi )
BER (X2 FyP2RELTOL pg/mL) Y/ BT LTS L4

6 HINNKy T A
6.1 WOt EEE
A HEOCHH

1) R suaaRL— AKX ) —)L (3+1)

2) BN KRy 7 AFEAERR TS Ry 7 2 [CuH1oN4O4) 80 mg % 0.01 mg &
HifTEY, TOHMEEHEL, 100 mL OBAaEE T T 2 a2 A, #iHEE
EINZTHP L, FITERE THITEEEZ N2 TN Ry 7 AREAERER %
T5 (ZOWImLIZ, VAR y 7 RAELLTO08MgE=EHT D, ) o

ERIZER LT, BEERIKO —H 2 fHEE CIEMIZAR L, 1 mL iz as
Ry Z 2L LT80ug 2 a T DHNNEy 7 AEURERR &2 R 5,

3) Mk hY vARKK Mk VU DA 100 g (99.5~1004 g) EKEE(LT NV
U LW (0.1 mol/L) \ZENLTIL &ET 5,

4) HIEMWET IS BT aru~ NI T T HEEET VI F (KR 53~210 pm
(275~65 A v =) 1% 200 °C T 18 HfEMEN+ 5,

5 ¥4 vvt AV UE%2500 g (499.5~500.4 g) &5 L DOE—H—IZ Al
g (1+41) 3 L &#MA THhERE 7% 10 MEHET D, ZorA Y v teh
A AHihER (G2) TAHMML, EATHEFL, 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 %

K %E 250 mL O2E7 7 AZHLN LAY 74% 1 cm OEXIZH
Wi T T A A (Gl) TWEIART 2D, RO=AT7 7 2akOH T XAl
ZNAR AL 25 mL 97> C 3 BIgEHE L. FERICRS AT 5, BiIchET 7
A a2 OFERRE T A B2 N 2 TRUBHHRIK & 35,

ABHITHE 100 mL 2 & 62 Uk ) U 7 A5 50 mL 2 Af172 300 mL

DRI TH LRV IBE-EHE L, Z7oaiLraE (TH) 28T
5o BEAWRICZ vk A 50 mL 2N A, RIERICEIET S,

FeRRIRIC ) VR T KFEHD VU U AIEIR (14 wiv%) 10 mL 201z TR < R0 IR,
HiczmaakLs 50 mL Mz, LIV IREEZHZREFEL, Z7ooakRLAE
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Z 200 mL D72 TITE7 7 A3l AND, BIZZ7 vrdk/L s 50 mL § -2 TRERIC 2
FEEL, 70BNV AEE2 0TI T T AallGbEs, 7 aaRLAE
Z 60 °C LA FOKIBRTIE & A EHET 5 F CRIERM L72%, NN-UAF AL
AT IR 10 mL 2z CEREMEENL, 77 2ABICHT 28 ENRR & T 5,

BT L HEHEMET L) 8 g (7.5~85 ¢g) 4T A% (AL 10 mm) (2
THRTCAL, EMICH IR T =N EBEEHEOT-H, NN-DAFAARLVLT IR
10 mL Z Ad, RED T TAFIO LS 3 mm OF SIZET 5 E TRl ST
AT LEHHET D,

REBHAIR Z B 7 DAL, BREHRIK DO A > T\ T 7 7 A% NN-V 2
FARNVLT IR 10 mL F5T 2 BWeH L, BEKE 7 7 LA, Kim2 BT
AEID Vg S 3 mm OEIIWCETHETHRIHESE S, Bl Fr=—7 b
20mL & #7 AZN &, RERICHH S E S,

100 mL D532 77 50 FIZE S, fHEE 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
Vg E L, Z7enhraE (TE) £ T, %K% E 50 mL ofefafE >
T A AND, iR EKRERIGT N U D AR (0.1 mol/L) THEE L., Wi
EROBAEET T A G, WICEMRE TKEBIILT MY U AEKR (01
mol/lL) %Nz %, Z OHROE &% 18t DI E 2 AT, 150xg T 5 4yl
SEEL . EEBAMRITOWT, KERRIKE L THEE 420 nm OWSCEZRIET 5,

RIFFIZ, Z0HTakEl 20 ¢ 2 0.01 g DHTETEY . TOHEZTHE L. 250 mL O
Bt =7 7 A3l AN, BN Ry 7 AFEHERR 5 mL 2 EMCiZ, EiZ
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 #) X = &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
- AR
- 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 UPRE T T VEETERR J T T T T )L [CigHeN20sS) 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 (o1 mLiX, 7o UBET T E

LCO0lmg=EaT5, ) .

IR L C, EHEFRKO % A ¥ /) — /L CEMICHRL, 1 mL HiZ
JTUBEET T NELT 05~7T Wg 58T RO =V BET TV
PEYERR 2 S 5,

B = =2
fh sl SrTEE3~5 g (Z =TT T L LT 6~60 mg fHY &) %
0.001 g DHFETED ., TOEMAEFH L, 200 mL DBl =HA~7 7 X2
ICAIL, AZ 7 —/L100 mL Z 01z, 30 & EETHHT 5, fitiEs
e AR DL I At 1,500%g T 5 il DB L. BB ARIR D —H
BAL ) —)IVCIEMICHIRT 5, ZOREAT T 7 405 — (LR 05
UM LLF) 22 CAMB L, k7 v~ v 777 o — ot 2 EHATKR &+ 5,
Wk a~ 757 4— REHRK KR O 7 = VBT T 7 VIS 20
UL 2RIk 7 v~ F 7 Z 71 EAL, Z7u~ N7 T 8%155,
WESME Hl

e W R AN E RN GER R 320 nm)
BT AN F BTN AT A (N 4.6 mm,

£ & 250 mm, RifE 5pum) *3
woOBE WV VEBREIRT -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 EEBREERETITV., VI ARGHFITNVIBEETHET S,
2 PTFEH% 7 = U BET T IILVOWEMED N E D
3 Shodex Cis-5B (BEFIE TH (HR7EH&T) ) XITZh ERFDO LD
4 VBT KFEHV UL 68g (6.75~6.84g) HAKIZEW/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

() EAfEE (20 1) *!
A HEOCHH
1) 7T UM T T IVEERER 711 OQ)DO AD L) 2k, FZUBE

7T VIR A TR 5,
fE AR LT, BEHEFRERO —f%E A ¥/ —/L—K (17+3) TIEMEIZAR

L. 1lmLPicz7=vies 708 LT01~5 yg 288928 m0s

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 ET %,
B = =2
oo

1) JnEGREFES HrakEl 10 g 2 0.01 g DHrE TEY . Ol % ek
L. 200mL ot =f 77 2aic A, A%/ —/—7k (17+43) 100
mL ZMX CZORMEEER L%, 40 °C T, 30 M, RETHET
24 K % B ke D IR I AL, 1,600xg C 5 SyfifiE DB L |
EERERE S T LI D EERRIR T 5,

2) TOMhOFE SHTEEL 10 g &2 0.01 g DHFTETEY . £ OHEE
gL, 200 mL oIl =M 7 7 X alT A, A& 7 —/L—K (17+3)
100 mL Z Mz, 30 2 ZIRE CTHiH 95, iR & 18 e ki O T
FIZAIL, 1,600xg T 5 i Dol L. REREE B 7 DRSS
RENEIR & T 5,

7T LRLER WHRMET VI F 59 (45~55¢9) &7 L% (N 10 mm) (Z

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,

Wiksa~ 777 4— REHRIE K O 7 = VBT T v T VIEYERE 20

UL 2RIk 7 o~ N7 712 EAL, Zu~ T T 055D,

HE S B
B & SEANBOORE RS (HIERE 320 nm)
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BT A AT ETINNT I MM Y BT A (N 4.6 mm,
£ & 250 mm, BifE 5 um) 3
woOBE WV CVEBREIRT -T2 = MU (4+1)
i #H : 1.0 mL/min
717 MHEIREE 40 °C
it B Bonfz/a~ N7 A0 bEE— 7 HEXIIE I ZRD THhE
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 #) % Z 1 & [FI%E

DH D
3 MBGER &I, ELAETEORGER IR S EN ZMA TN L 21T > 72
HLDEW D,

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

i
fl
AUSNEY,
5
R

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

AR

A ll A

10

]

(3) EAfE (2o 2) !
A HEOCHHE

1) fhHEE K= A% ) — L —fifEE (15+4+1)

2) VT UWET T I VEEERR J T UPEE T 7V [CisHsN20sS) 25 mg
Z 0.01 mg OHFETED, TOEMAEFHKL, 250 mL OBHEEET 7 A2
WAV, A =M TENL, BITERETAY /=L 2N T
TUMRET T MVERERIEZR TS (2O 1 mLix, 72U @BET T
neLTolmgEEHRT 5, ) .

fEAICES LT, EEFIRO 2 K— A% 7 —/ (7+3) TIEMIZHR L,
ImLficzZ7o o gET 708 LT 02~50 ug 25 H T 28807 © R
T T IVEEER 2T D,

B = =2

oo oM SHEE 10 g 2 001 g OHTETEY . FOHEETE L, 200
mL O EIE =A7 7 X a2 Ak, S 100 mL 20z, 30 oM E
R CTHH T 5, iR E2 8 G OIS I2 AdL, 1,800xg T 5 4y
DEEL . BRI E S T DT 5 REHRIE L T 5,

T LB AT EFTIT I ) BV =T A (360 mg) E2 A&
AL ) —4mL LUK 4 mL CTIEKREET 5,

AREHAIR 5 mL & X =7 A AR, EEL TRED T TAR O Loz
T HFETHE 1 mL/min FRETHHIES, 10 ML OLE7 T Aa%xI =
TLADTFICEE, K—AHX /7 —)L (743) 10 mL Z#I=h T A2z, JEF
LTyt 1 mu/min BET = VBET TV ERNSE S, BICE&ET T
AaDERETK—AZ ) —)L (71+43) 2z, ZOROEREZ T T AF »
7 8w DR EE (& 1.5 mL) 12 A4, 5,000xg T 3 srf B L, RE
R EWRIE 7 v~ N 7T 7 4 — T 2 BHAIKR & T 5,

WKk~ 777 00— REHERE O 7 = U BRE T T VEEERE 20
UL 2RIk 7 o~ 7T 7IZEAL, Zu~ T 055D,

WESMHE Bl

B & EANBOORE R SR (HIERE 320 nm)
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a7 A F BTN IR Y BT A (N 6.0 mm,
£ & 150 mm, RifE 5 um) 3
woOBE WV VEBREIRT T = MU (4+1)
it I : 1.0 mL/min
717 MEIRFE ¢ 40 °C
it B SBonl-7u~ N7 A06E— 7 HEZ RO THREREZER
L, #Apthorxzvmges o rrarifiti+ 5,
F 1 EBRBEIEETITY., T7ARRFIT LV IBEECHET D,
2 Sep-Pak Plus Cis Cartridge (Waters i) (2472 F 2D U — 3 — %
ELELOXIIZN EFRSD O
3 YMC-Pack ODS-AM (VA =L H) XiZZnLFR%EDHD
4 VU TIKFEHY T 68g (6.75~6.84g) HAKITIENLTIL &L,
U g (1+10) T pH % 33 IZi%T 5,
(B3%) HIEAN) T —va v
« WNANENN SR e OV UK BE
IR

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)

R

0 4 8 12
#3350,

AmER (FARFEERRABEEFAMICIIVBESVTILELT
30 gt HHBERM DY/ LTS A



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 1 mL (X, 7= BT 702 LT 0l
mgEaEfHT 5, ) .

A LC, BEEFIRO a2 A X ) — )V CEMICHRL, 1 mL Fiz”s
TUMET T NELTO005~1 ng 2507 28D 7 = BT T T VIR
a5,

2) WHMET IS NT AT v~ N7 7 HEEET VI (R 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 (0.45~0.54g) Z/AKIZIEMALTI1L &L, Kb bV 7 AR (1 mol/L)
TpH % 9.0 ICFHE%ET 5,

B & =3

i o oHretEl 10 g 2 0.01 g DT ETEY . ZTOFEAETLE 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,

BT BALER | WHRAMT VI F 59 (45~565¢9) 2F 7 LE (N 10mm) (Z#z
KAETAL, BT 25T D,

HBHAM A T T DAL, 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 CHEREMAERN L. 7 LA
T 2 3RBRHAIR & T 5,

NT LN AT ET AT I ) B VI =T A (360 mg) ER &
A& 7 —/10mL, 7K 10 mL & OVREE#& TR 10 mL THERBEEHT 5,

REHNAKZ L =5 T DAL, JEE®Y LTt S8 7-%. BEHATRDO A -
TWeERTIET T A az AL ) —/b—REEFEEK (1+41) 5mL CTHE L., Rk
WZHEET D, 50 ML DR TT 7T A2 I =T LD TICES, AX ) —)L—
FEfE (200+1) 10 mL # =7 A2z, EEH LTI/ Vv BET VTV E
WHSE 5, KA 50 °C UL FOKBTIEZE A LHET 5 E CRIERHE L 7-
%, BRI ALk THEAT D,

AR =2 mL ZEMECMA TR EENL, ZOREAT T 74
LB —E5 (FLEL 0.5 um LLF) TABL, ks o~ 79 7 0 — 2tk 53
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 #) XX Z L FRIZED
D
3 Sep-Pak Plus Cis Cartridge (Waters $) (23 Y 72 R EmD VU ' — /N — ik
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

ZERRVOANEEDOIOT TS5 A
AR (7o oBET 7 0E L T5ngiEA)
B : WA (BB AFENC 7 = BET 78 LT 05 g/t FiY &
wn)

558



8 ZIUAREZNNRAF Ly |k
81 JZURXNANAF Ly NERAF LT NL—DHIKI o~ N7 5745 K

BEONEHC L 5 [RS8 E
o221k B,

9 /mbt R—
9.1 k7 e~ s 77k
A HEOHH

1) il AH ) —)—T =T K (24+1)

2) 7 nmv N— ViR 7 1t K—/ [CsH/CI,NO] 0.10 g % 0.1 mg DHiE T
B, TOHMEEFELL, 100 mL OBERET T A 22 AN, MHEEZ N %
TN L, FICHERE CHHBEEM A2 N2 T7 v e F—UEERIEZHRT 5 (2
D ImLIZ, Z7rER—LLLTImg2EaHT 5, )

BERICEE LT, BRI O—H%E2 A % ) — )V TCEMICHIRL, 1 mL Fic7 e
ER—=LELTI10~25pg 25T H8E 07 n e R—/VIEHERZ T 5,
B = =3

fh H SHTEEE10~20 g (7 BB R—/L & LT 1.6~25 mg fHY4 ) % 0.01 g
OHTETEY ., TOHMEZTHEF L, 200 mL OBt =M~7 5 23 Ah, il
HISHE 100 mL 202, 10 22X B THit 3 %, K o g7 2 im0
REAE IZ AL, 1,500xg T 10 il Dol L, EBAREA LT 707 404
— (fLEZ2 0.5 pym LLF) TAHAM@L, k7 v~ N7 7 7124 2 BRI & 3%,

W7 v~ 777 40— REHEEK O 7 B © R — IR 20 L 2 iRk 7
nv 77 7IZHEAL, 7~ N T LA EHD,

WESME fl
B # BN E R A (MIEEER © 260 nm)
7 LTI 7ae Uk U AT A (N 4mm, B S
150 mm, HKifE 10 um) *!
wWOBE W 7B R=RU =K (49+1)
i = : 2 mL/min

R Bohirue~ N T ANDLE—7E S UTEMEE RO THRERZE
L, REtPos7e e F—LE&Z2HEHET 5,

7% 1 LiChrosorb NH, (Merck 8 (H7E#T) ) XTI Zn L FAFEDH D

(B%) GIERNY) T —va v
 WINIEN S fe OVl UK E

e ; WIRE . WNER =R R UAE
R ORME (g EL T g RSD, (%)
9 95 FAEL A AR 100 10 101 2.3
200 10 93.8 1.6
7 A 7 —ai B A e 100 10 98.0 3.0
200 10 96.6 6.0
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e 5 HahR FAR O RINEBE WONEIEE R L SRR
Rk oo FEEE HorRat
R O et =S (g (%)  RSD, (%) RSDg (%)

7a A 7 — i AR A R 4 0 150 78.7 3.6 5.8 0.75

(%) 7ua~ 7T L4

R

JJ

0 10
Bl ey
AmE (o4 >—miARAERAER) OO IS A

10 Y=rLIFR
10.1 WA
A HEOHH

1) Y= NERER Y= F/L I R [CgH7N30s) 40 mg % 0.01 mg OHriE T
/Y, TOEEAFE L, 100 mL OBELEET 7 AT AN, TE =KL
—K (17+3) ZMATHEM L, BITERETTE h=F VU L—K (17+3) %=
A TCYV= MV REEFRKREZFHMNT S (20 1L mL X, Y=hVIFELT
04mg = EHT D, ) o

BEHICEL T, BEEREO —H427 8 h=FJL—/K (17+3) TIEMICAHAR
L. 1 mLHIZP=rVIRELT2 pg 25HT 5= LI FEHERZ R
T 5,
2) TS BT Lrav N7 T7HEHT VIS (R 74~177 um
(200~80 A v v =) 1
B = =3

Fh i SIHTEREE 10 g 2 0.01 g OHTETEY . TOEEZTEE L. 300 mL &
=77 23z A, T h=FrU/L—7k (17+3) 65 mL Z/lx. 50 °C ®
K CTEE EXRVIBERN S 5 MR L T L2 ika 4 5,

TR PET VT 12~13 g 212 T 5 IRV IRE., Z D% 100 mL O
BET TR T AAHEEE (G3) TAMBMT H, EO=A7 7 AafOHTT7 A

AEREIAREEDO 7 h= KU /L—K (17+3) THE L, LKELOT T A

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

% & HAEWEK 4 mL $o%2 50 mL o —H—3 1 (A, B XN C) ICIEHE
WAL, HIZE—=H—C 2P = ML FEEHERK 2 mL 2 EfEICINZ 2%, FikE
50 °C DK THLE T 5,

NN-TV AF VRNV LT I K=K (19+1) 10 mL Z B —F —A ([ZIEMEIZINZ T



W &N, R, NN-VAFAHELVLT I K=K (19+41) 2 mL #E—%
—B RO CIZEMICMA TENENDERBEMZ WP LIk, =F L7 I8
mL ZE— 7 —B KO CITIEfEICINZ TRAasE, JEICHT 23 HERKR E 35,

) & 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

g ; WP, NI =2
RO FE A (gt R L (%)
JiiC 5 F B fl 22 1 91.6
44 1 92.9
66 1 915
110 1 84.2
176 1 90.7
220 1 90.7
T uA T — &M A 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 94.3
220 1 95.1
- HRIFABR
S we  AAE THER BINIRE WINEIRER SesoE UHE SRS
AHOME gk mEk @0 (0 RSD, (%) RS0 O
fic £ ik 5 0 125 69.4 3.8 38 0.47

11 Av77zx /%%
1.1 EEHARE
11.1.1 k7~ 77 7k
1 FLIvr=A

A HEOHH
AT 7R ) XYY o REAERR ANT 7% ) FH U [CisH12N4O2S] 20 mg
Z 0.01 mg OHETED, TOHEMEATLHL, 100 mL OBOEEET T A2
WAL, T b= U AEMZCTHEML, BIZERKEFTCTE = ) V%
MZTANT 7% X9 UEREFREZFART S (20K 1 mL ik, AL>

X/ FVVLLT02mg 2 EHT 5, ) .
B LT, EERKEO —HZ2 7% b= U /—/Kk (4+41) TIERMICH
WU, 1 mL FcALT7 77X 7 %9 UL LT 25~15 pg 28 HT 5580

AT 7 X ) XY AEUER A R D,
B & =2

il i SrHTelEF2.0 g 2 0.001 g DHTETEY, ZOMAEEH L, 200
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mL Ot =A7 7 X2l AL, 7 Fr=FU/L—JK (4+41) 100 mL %*
Mz, 30 2 RETHIE 3 5, filiHik 2 18 f dde i D IR A I i,
1,500xg T 5 4rfilimOsmli L, EEAEO—EHAE T b= UL —IK (4+1)
TIEREICAIRT 5, ZOWREA T T 7 4% — (FLEZ 05 pm BLF) 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 R AR E RS GIERE ;- 240 nm)
BT A FITETINA I VT A (N 4.6 mm,

£ & 250 mm, RifE 5 um) 1
woOBE WKV UEREENRT -T2 =R UL (743)
it # : 1.0 mL/min
717 MAEIRE : 40 °C
H) il Sonl-7uo~ 775006 —7 G S ITHEBEZ RO THRE
MEERL, BREFOARLT 7% ) %4V v BEBEZEET S,
¥ 1 Shodex Cis-5B (WFndEE T4 (A7 T) ) XTI EREDOH D
2 UURTIKFEAY UL 68 g (6.75~6.84 g) HAKIZIENLTIL &L,
U Fg (1+10) T pH % 3.2~34 [T 5,
(BE) EAN) TFT—va v
« IRNTEN R OVl UK E
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 g
B =4
L __: I-_ T L] . li_ ——
0 5 00 0 5 10
{F3t=HE, o7 S350 5

BERRVAIMEHNOIOT LTS A
AR (A7 7% %% Y & LT5ug/mL)
B: ihaEk BHF LI v 7 ACALT7H 7 FH UL LT 12 gkg Y
IR



2) BEAEE
A HEOHH
ANT xR XYY AEREE AT 7R FH U 2 [CuHN0S) 20 mg
Z 0.01 mg ODHTETEYD, TOHEAZFTE L, 100 mL OBELET 7 A2
WAL, T2 b= U AEMZCEML, BIZEREFTCTE = ) V%
MZTANT 7% X9 UEREFRREZFART S (20K 1 mLik, AL>
X/ FPVU L LLT02mgEEAT D, )

ERICEE LT, EHEREO —H %278 h=1F U /L—/K (4+1) TIEFEICHA
WL, 1mL FCALTZ 7% %YYL LT 25~15 ug 28 AT 5850
AT 7 xR ) XYY AR AR S,

B & =
il tH IATECE 10 g &2 0.01 g OHTETEY ., TOEEETEH L, 200
mL Ottt =A 7 7 A2l AL, 7 hr=FU/L—JK (4+41) 100 mL %*
Mz, 30 2 RETHIE 3 5, flHK 2 18 3 e i DI I Ad,
1,500xg T 5 0oL, RBARKEA LT T T 40 F— (L8 0.5
UM LLF) TABL, ks a~ 7o 7 0 —ictiid 2REHNERE 95,
Wik n~ 777 4— AR K O A7 7 % 7 9 ) U HEREE A
UL #EKk7 e~ NI 7IZEAL, 70~ N T 85185,
HIE AT B

o M A FSMIOEE R A GRER R @ 240 nm)
BT L FTETINTIMET Y BT T A (R 4.6 mm,

£ & 250 mm, kit 5pm) 1
OB WV UEEREENRT -T2 =K UL (743)
it # : 1.0 mL/min
717 LFEIRFE ;40 °C
IR BoN-r7u~ NI LML E—7EE IR EZRD ThE
WAEERL, BRETPORLT 77X %9 U B&BEZEHHET S,
¥ 1 Shodex Ci-5B (BAFNEE LR (Mk7Ef T) ) XL EFREDH D
2 UVER T KFEHY UL 68g (6.75~684g) HAKITIENLTIL &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
|

BETH ‘ 10
{43038, 55 {F4505R8 4
BERRUAFMEBODIOT LT T L
A BERERR (AT 7% %Y & LT5ug/mL)
B : wmakkl (b4 5 FRABLAEEHC A LT 7% ) %4 VU L LT 60 git
FHY B HRI0)

112 fEE ERRE
1121 k7 v~ 77 7k
A HEOHH
1) ANT7x )XW Y AAEHER ANT77x 7 FY U [CuHNOS] 25
mg Z 0.01 mg DHTE TEY ., TOEEAFLHEK L. 250 mL DtGEAEET T A 2
AN, T =R UAEMZTENL, BICERETTE =Y LZ2N
ACANT 7% %% AAERERK 2T 2 (20 1 mLiX, ALVT 7%
JEXVPVLELTOo0ImgEEHETS, ),

AL T, EEFIRO —#% ) VEEEER -7 h=K VUL (9+1) T
EMEICHRL, ImLHPICALT7 7% 7 FH U &L T25~20ng &5 HT 5%
MDANT 7% ) X4V AERER RS D,

2) U UERAEEIR U UlEkE T FU T A 12 Kk 9.0 g (8.95~9.04 g) K



Ul Ik#FEN Y A 34g (3.35~3.44¢9) ZAKICIENLTIL &T%,

3) 7eLHI UK Z7u #3010 g (0.095~0.104 g) %7 & b AZIEN
LTC25mL &9 5,

B = 2

h o ekl 10 g 2 001 g DfTETEY . TOHMEAETLEL, &oT
200 mL ofgtadtr =47 7 2 a2 AL, 7 =KV 100 mL 2Nz, 30
Sy E R THRII T 5, IR &8 a3tk IR EAE 12 AdL, 650xg C 5 4y
BE DA BE L. BB E T LB 2R ENATR &+ 5,

717 ALBR R RE A7 2T I Y SV =57 L (360
mg) FUZ AR, WIOOFHIKS mL 24 T5, TO®%OFHK 5 mL % 50 mL
DGR ET 7 A TTEMICAI, FICERETY VEBEERE M A, 2k
izl 3 2 3 phER & 3%,

Ak RERAM 5 mL 2RBREICEMIC AN, 7r LI K 05 mL 2 IE
MIZMx TRE LT-tE 1 oMEET L, ZOREAL T 7 402 — (Sl
205 um LLF) TAHAMBL, K7 u~ s77 7 4 —ct+ 2 HATK & 45,

[FIRFIZA AT 7 % ) 20 U RS 5 mL 2 2 alBRE I 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 R coaeRmdEy B E 410 nm, ®OEIEE 0 490 nm)
BT AN FIZETFTIATU MU 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 ) [CiE Y 7R ED Y HF—/\— %
FELIZbO LN ERED H D
2 Nucleosil 5Cis (Macherey-Nagel ) (X Z L ERZED 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

AR
T

{RIFIE, 55
AnaEE (RBRAETARSHARICAILIZR/ FHYLELT
0.5 gt HHHUEFRM) DrYOT KIS LA

12 Fa%xxr—h
12.1 & &RBRE
1211 k7 e~ b7 o7k
(1) FLIvrA
A HECHHE
1) fhHES: HE{e LA 10g (95~104Q9) ZA X ) —NITEMNLTIL
LEd %,
2) T aFxr— MEER T aXxx— K [CxuH3sNOs) 40 mg % 0.01 mg D7
EFTERY., ToOKEETHE L, 100 mL OBEAEET T XA 3l A, HiHE
BEAZ Mz T L, BITER E THEEEZINZ TF 2% 3 — MEAERIK
ZRET S (Zo1mLlE, 7axx—hrELT04mMgEzEEHT D, ) o
FRICER L C, HEHEFKO % A% /) — LV CEMICHR L, 1 mL HiZ
Ta¥xxr—he LT 18 ug x0T 5HEDT 2 F x— MEWERZ RS
Do
B =
il o okt 2~5 g (F 2% x— k& LT 20~50 mg fH4 &) % 0.001

el
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g DHIETED, TOHMEEZTE L, 200 mL Otk =447 7 X 2|2 A,
FHHVREE 100 mL 20 %, 40 432> X IR TR 3%, flHIK &2 ek Ik
BT AL, 1,500%g T 5 Srffi DBl . REEAEO—fHAE A X ) — LT
EREIZHIRNT D, ZDREAYT T 7 405 — (L2 05 um LL'F) TA
WL, W7 e~ 777 0= 2ENEK E T 5,
W7o~ 777 40— REHARKOET 2% 32— MEHERS 20 uL 21K
Koo~ N7I 7 ZFEANL, 70~ N7 T 85155,
WIS
oo R Bobmitss (B E ;0 326 nm, #ORKE 384 nm)
T A F BTNV Y AT T A (N 3.9 mm,
£ & 300 mm, Kifg 10 um) 1
wOBE Wby 450109 (0.095~0.104g) & A X —L—K
(9+1) I LTIL &5,
it ;1.0 mL/min
7R Bonr7a~v NI 506 EE—7EE LR ZRD Th &
BEER L, REFOFaxx— b EEZEHT 5,
£ 1 pBondapak Cis (Waters ) X2 & [F%ED D
(28) EAN)T—va v
- WHNIENCEE B 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
i
-+
B
0 4 ]
IR 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 =] =

na =

WM oWk 5~20 g (FaFRr—hE LT 02-08 mg FHY &) &6
T AMTETED, TOEMEAETE L, 200 mL O =H T T 23z A
AU. FHHEASE 100 mL &%, 40 232 ZIRE T35, i 2 i
DR IZ AL, 1,600xg T 5 iDL, BEERKE AT T 07 4
NE— (L2 05 pm LAF) THAML, K7 e~ v 777 4 —1cft3 2
BHEIR LT 5,

Wik7a~ N7 7 14— (VDB ODFEKI v~ 777 4 —DIHIZL D,

A" ()OBORROEIZL D,

(B3) HERY T —va v

« WRINTENIN 3R fe OVl LA

- ; WIRE .. AYIIEI & - SRy i
HFORR (g R (%) RSD, (%)
3 5 HEA e 20 3 98.3 6.8
30 3 106 1.1
40 3 103 7.4
gt 5 A LA R R 20 3 106 2.4
30 3 103 5.1
40 3 105 15
7oA 5 — FRELA R 20 3 99.3 15
30 3 99.3 5.0
40 3 95.3 5.8
o He[EEER
e . FohaE AR RINEE BNENY R Srdr UkE  SEmERE
AROR  gay man (git) (%) RSD, (%) RSDg (%) HorRat
g5 A 6 0 40 99.7 2.4 2.4 0.27

(%) ru~x 7T L)

AR

N kuL
0 . 4 . E . 1-2
{RIF05R0.
AR (BEEHEE) ovav TS LA

12.1.2 @6 EA
(H FLIvr=R
A HEOHH
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, TOBEEZTEEL, 100 mL DBAEET T X 3 A, HHE



A2z T L, BITEMR E THIEEZ N2 TF 2% 3 — MEAERIRK
ERETS (o iImLiE, Taxx—rELTO03mgEEHT 5, ) o
fEICER L, BEERR O — M2 i E S CIEMICAIR L, 1 mL T
A% RX—hELLTOUg ZEATDHT aF3— MEHERZHTT D,

3) A~ 2T A AR A~ 7 3T H CRifE 74~149 pm

(200~100 A v+ =) "1% 120 °C T 3 BFMH8ET 5,

B = =2
h o okl 1~2 g # 0.001 g DHTE TEDY . TOHIEZFEH L. 100
mL O3 =7 7 2 3l Ak, fiHESE 50 mL 2%, 20 MRV IEE
THIH S 2, flHK & e 5m O ULE (I A, 650xg T 5 43 il Do B L .
P AR A VA C AL 50~500 fE I AR T S,

ZOFRE 10 mL L7 2 e A/L A 10 mL & 200 mL O 43 E RS IS ERELC
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,

BT LA A~ 7 %7 05 g (045~055 g) & 3 ADH T LE

(N7 mm) (ZZNZENFERTHETCA L, FICHBEST FU v La (MEK) 0.2
g (0.18~0.229) Z*NLNICHEE L CTH T L&2RES 5,

ARENANE 5 mL 25 1 OB 7 MIIEFRIC AL, RS ML 2E 2 Oh 7
LZEMICAN, ZaaiR/LA5mL 283 D07 LI AND,

R AT TAFIO LS 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® RURNAR. AR L O BRI IS W ORI R 330 nm L OvHEE
JEIE K 390 nm CHOLERE A HET B,

iR ffonlcuatmENS Bt oTadx—rEEZRENT S,
H 1 7r UYL (Floridin i) XIXZZNEFREDOH D

2) BEAEE
A HECHHE
QLD AIZLS,
B = =
fh tH IATREE 10 g &2 0.01 g DT E TEY ., TOEMEAETHF L, 100
mL O3 =/ 7 7 23T Ak, fliHESE 50 mL 2%, 20 MRV IEE
THIt 9%, #2364k D IR EE I2 Ay, 650xg C 5 4rfiE D BT 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
ARV LfE (TE) 2 RBRE A, BEOMES MY va (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 ! (DD B DN T LAEDOIEIZ L 5,
il £ () BORIEDIHIZ LD,
#FOH (DOBOHEOIEIZLS,
(BE) SEAN) TF—va v
< IINTENRE R f OVEOR UK BE
VRN

NICIEVE S SUQY o 3

=l b 4 S
AR ORI gv  PEL T g RSD, (%)
7% %5 A A f sk 20 6 93.1 3.0
30 6 92.0 2.4
40 6 94.1 2.6
- JL[REER
o e AAER TEAIRR WSONUREE WRONEICER 0 URE RS
SRl o fEyg AT oRATw HorRat
ARORE gy men (g/t) (%)  RSD, (%) RSDg (%)
B & fi e 6 0 40 86.1 2.7 5.4 0.58

12.2 flfEE &AL
1221 &K~ 777k
() 7LIvr =R
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, ToHEATHEL, 100 mL DBALEET T 2 a2 A, kD
N T A=A X ) =R EINZ TN L, FIERE Tl LY T A —
AR )= NViREMATT 2% x— MEEFRKZRES 25 (208 1 mL %,
Faxxr—heLT04mgEEAT D, ) &

EAICEE LT, EERERO 4% A%/ — /L CEMICHRL, 1 mL HIi
TaxR—hELT540 ng 23 H T 2EE DT 2% 10— MERERZ TS
Do

B & =2
fh il ATEEL5.0 g 2 0.001 g OHTETEY, TOEMEZTEHE L, 200
mL Ot =/ 7 F7 A a2 A, Z7euek/LA 100 mL Z01%. 20 57fE
DERETHHET 5, MBEZ250 0 COEEORET N ¥ A (JEK)
EOREDEAMTHBL, BT LLBICHT 2RENATR E T 5,
77 N SUBTNVI=AT 5 (690 mg) “lAE 7 onmik/bs 10 mL T
Wi+ %,
ARBHAIR 10 mL % X =7 7 ACEMIC A, JEER2 LTt s 5, 7



grR/As 10 mL Z2I=0T7ACMA, FRICHHSE, I=0T7 2%k
35, 10 ML OEAEET TAAEI=NTAOFIZEES, AX¥/—/18
mLZI=07 LMz, EEP2LTCTadr— MEEHSES, TlcaR
TIAADIERETAL ) —NEMR, ZOREALT T 7 408 — (4L
£ 05 um LLF) TABL, K7 v~ 777 ¢ — ot 23EHATR &

60

Wik o~ 757 ¢ — PUEHAR M O T a2 32— MEUER A 20 uL 2%
Ko~ 7o 7ICFAL, ZJa~x NI 05155,

HERME B

B
VU
w Bk
it

=
0

it

W

H

A7 LAEIRE
i H Bonl-7ua~ T ANLE—7 mHI 2RO THREREIER
L, ®ABHOTFaxx— NE&ZHEHNT 5,
7£ 1 Sep-Pak Plus Silica Cartridge (Waters ) [ZH# 4 2K EDO U — "—%
ERE L bOXIIZNEREDH D
2 YL 2~5 mL/min & 5%,
3 Wakosil 5CISHG (RDEAEEE T3M (K T) ) T I EFFED

H oD

CHOBM AR (B R - 326 nm, #0384 nm)
cF I 2T N I AT ) VT T A (R 4.6 mm,

£ & 250 mm, RifE 5 um) 3

b7 5 1.0g (0.95~1.04g) & A% J—/L—K
(4+1) \ZEMLTIL 2T 5,

1.0 mL/min

40 °C

(2E) SIEAN) T —va»
* BNMENR =R K O Lk BE

AN B IUCIENE S SUQWY ;3

SRk o il A (g R L (%) RSD. (%)
TuAF—E AT LI v s R 0.2 3 100 3.8
0.5 3 92.7 2.2
0.8 3 96.7 4.2
THRERA LI v 7 0.2 3 107 3.0
0.5 3 101 8.9
0.8 3 98.0 8.2
FHFLI v A 0.2 3 104 8.5
0.5 3 103 6.5
0.8 3 101 9.2
- LRI EAER
B ; AEhE BERR WRONIREE WOINEICR snd i M
ARORE g maw (o) (%)  RSD, (%) RSDg (%) HorRat
WRIAT L2 7 A 6 0 0.5 97.0 6.4 7.1 0.40
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(%) ru~x 7T LM

WA

| | |
0 10 20

{FF505 R85
AmEE (FEERAILIVIR) O8I+ S 4

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

EAICEE LT, EERERO—H% A%/ — /L CEMICHR 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 oMk 50 g & 0.01 g OHTETEY, TOHMHELFIHK L. 300
mL OB =ZH 7T 23z A, Zaak/bs 200 mL 202, 20 43R
RECHHET 2, M2 00COBEOMEET FY v A (K) 20
HDRAMTAB L, BT DFICHET 2R BAIR & T 5,
7T DALFR (DD B DB T LLFRDOIEIC L 5,
Wik a~ N7Z7 4 — (VDB ORI a~ 777 4 —DHEIZL 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
R O BeEs =R (g (%) RSD, (%) RSDg (%)
T aA T —fh b AR AR 6 0 0.1 96.8 5.7 9.0 0.41

(%) 7u~ 7T L0
\ l

0 12 24
EEi s Ry

AmEE GLA4EREEFAMICTIFR—FELT
0.1 gt fHEEHM N/ OT LTI L

HorRat

HAREE

13 FA TNy
13.1 & maBRik
13.1.1 &K a~ 777k
1 FLIvr A
A HEOCHH
T A TN Y R F A T33P [Ci3H1oN4Os-CsHsN2OJ 25 mg %
0.0l mg DHIETEY ., ZOHMEEFEL L, 500 ML DB ET T XA 2T A
oo NN-UAFILHRL LT I R 150 mL 2 Z., BRI E Ue s BIED)
L7ettiimd 2, HIZRET T ATDEHRET NN-PAFAKRLLT IR
MR TTAANNY AFEFTIR 2R 5 (Z0#E 1 mL i, FA
LTSN EERET S, )
A LT, EEFRO &% NN-Y A F LRV LT I R CEMRICH
WU, 1 mL ST A DR E LT 1~20 ug 26T 250 FA v
N IR TR 5,
B & =
i i ATkl 1~2 g 2 0.001 g DHTETEY . ZOHfEEZFEL L, 200
mL OBt =A 7 F 222 AfL, NN-Y A F LRV AT I K 100 mL %
MMz, KB TLEEEEEVIEERMND 15 MINE L Tl L 7= 0k
mI o,
FhHE 2 ke DI B I AL, 1,500xg T 5 Sy O mBEd 5, BES
% NN-U A F LRV AT 2 KT 50~100 f5ICIEREICAIRL, AT T 7
A NF— (FLFE 05 um LLF) TABL, ks e~ s o7 0 —icfid 5
REHAKR & T 5,
ks v~ 8777 40— RBHRK KR O T A DN Y A RERERR A 20 uL &
Wk e~ N7 7I2FEAL, Z7a~ 7T 852155,
HE S B
T H AN E R AR GAER R 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 ppm) 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
A5000 15000 o
n
35000 4 r\ — (|
g 15000 Eﬁ 1
5000
-5 * * v * ¥ * * * i . r : r - T T T
g 8 10 12 14 B 8 10 12 14
{F4503RE. 1R300,

BEBRRUAMA#OIOT LTI L
A MR (A N Y & LT 10 pg/mL)
B: isIEkEl GEH T LI v 7 RTTF A IRy & LT 25 ghkg FHYETN)
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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 &) A
T AMTETERD . TOEMEAETE L, 200 mL OB A=A 7 T 22

WAL, NN-UAF LRV AT 2 R 100 mL Zx, kb cLa s
BB IRV RT3 5 15 S ME LTI L 7= s 4 %,

i H R % A LR I Adu, 1,500xg © 5 il L yBEd 5, EEA
WaEATTo 7 4 0H— (FLEL 05 um LLF) TABL, k7 a~ 7
77 4 =T BRI E T 5,

Wik a~ 777 4— VDO BODWEEKs v~ 777 4 —DHEIZKL 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

J 3500 12900
% 17500 % 13500
-'Eé 500 E 00 4

500 1500 L

1500 1 ’ * ’ - - v 2500 T T - -

[ 8 10 12 14 6 8 10 12 14
{F3FFRE. " E i )

ZEBRUVEMEAHOI AT RIS A
A FEERE (FA BN & LT 5 ug/mL)
B : WINELEL (A 7 —Ri AR A SN A AT & LT 50 g/t 1HY
)

13.1.2 Wtk fEyEs
1 FLIvr=A
A HEOCHH

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

AICE L C, BEEFKEO % NN-U A F LBV AT I R CIEMEICHA
WU, AmLHICFTA DN R LTR5ug 2G5/ T DT A DAY HE
b R T 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) KELTFT MU U ARIK  KER{EF RV 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 B Y 7 AR 2 mL I
Z ) —/V&EAZT100 mL & L, Lo L T REBAREREZ WD (RIS
5, ) .

B = =

oM SEE1~2 9 A2 0.001 g OHTETEY . OB AT L. 250
mL OB Ite =47 7 222 At NNN-U A F LRV A7 I R 100 mL %
Mz, ©2<te%E L TEINR ETe & X HPMEIEYIRE RN O ihEE
ATE TN CTHItH L7223 5, fl R 2 e imt O R B LI AN,
650xg C 3 srfHliE Loy BET 5. EEAH A NN-2 2 F LRV LT I R CIERE
12 50~500 fFIZAR L. T LA 3 2 3BHAK & T 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
TIRZEZOH T LA, REDFETAHO LG 6 3 mm OF S IZE#ET
HETHHSE, 77 253 0T 5,



PUEHAWE 25 mL % 1 7 NMTIEREIZ AL, WA FE TAHIO B 6 3 mm
DESICETHETHREESES, FIZTNN-UAFILRLLT IR 30 mL &
W& /7 —/L 20 mL ZNER S T M2 2 TRERICHH S # 5,

50 ML ORET T A% N7 LD FIZES, =% /—/L 40 mL 277 A
WMATHFA NN 2ERESE D, RICRRET7 T ATDERETES
— &R, AECHT 53BHAK & T 5,

RIRFIZ T A XY AERERR 25 mL IC oW T, REHAIK DA L RIS
BEL, WEICHT 2R E 35,

Al E o OREHAR IS mLEZREN 25 mLOLE T 7 A3 A KB IZIE
fEICAIL, RET T A3 AICKBIEST NI UL - =& ) — LEEKR S mL 20
X CHOIE, BIERET=Y ) —LE2MZ 5,

EETT AT B OERETZY ) LEMATRYVIEY, 2877 A2
ATRIZONWTERET 7 A2 BiRZ xRk & L TR 430 nm OWOGEE 2 &
T 5,

[FIRFIZ . FEYERR 10~20 mL OB OBEEZ ENEN 25 mL OR®ET 7 X 2|
EREIZ AL, ZRENICKEBILT R O A - =& ) —VIEKR 5 mL 212 T
FEIHE, ERETZY ) — L ENZ, FRIZOWTZHX ) — /LXK L
L T E 430 nm OWIEE AR ET 5,

) 1 BONTRSCENSREREZIER L, BT OF A DY
‘rREET 5,

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

(2) BlA Ak
A HEOCHHE
QLD AIZLS,
B = =
i o oHrElEl 10 g & 0.01 g OHFETED, ZOEEAZTE L, 250
mL OB =47 F 232 AL, NN-YV A F LRV AT 2 R 100 mL %
Mz, BB ez L THR ETE X EXHWMEIRVIEE R0 O U EIE
AT THNEAL CTHIME L 72 um 3 5, flH ik 2 e i D TR BB 12 A,
650xg T 3 /rfim DB L ., BB E B T LB LT 2RI &3 5,
VAN K | (LD B DA T LLEDOIEIZ X 5,
HoOE () BOHEIEDHEIZL S,
R (o BOHEOHEIZLD,
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(2E) oiEN) T —va v
IR R K OVl UK 2

o ] IR E . WINENNEE R U RS
2ol ¥ b BINg
SO0 R (@0 ™= %) Rsp, (W)
HAMELOFE 100 6 %38 26
150 6 96.0 2.0
200 6 96.6 18
- e [FRER
- e ARNE BRI FEoRE BNENNER mNEOEURE SRS
— 7 ~, HorRat
WHOME iy man (g (%) RSD, (%) RSDg (%) o
Bl & fil B 6 0 125 93.1 4.7 4.7 0.60
e R ERE

1321 k7o~ 7o 7k

(i 4G - 2 D)
A BEOBN

1) '}‘/r 7J11//\“/‘/$%@{T§Z 71‘/( 7\7/1//\“‘/‘\:/ [C13H10N405'C6H8NZO] 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 (743) MR T A INANANY U AEREFR 2SS (20| 1 mL 1%, F
AN E LT 2EHT 5, )

AL C, E¥ERKEO a2 A% ) —NL—T% =k (743) TIE
MEIWCAIR L, 1 mL o T A IR L LT01~5 pg 2 & AT 2H DA
TN RERER 2 RS D,

2) MEEMET AT 721D AD2AIZE D,

B = =3

i H IIHTERER 10 g 2 0.01 g DHTETED . TOHKMAETH L, 300 mL

DRI AIL, 7T F= KU/ 200 mL Z/%x . 30 2 [HE Y B ChHH 4
5o Hitikz A %) TAHAE L., WRcitd 523 HRK E T 5,

¥ el FBHA W 100 mL % 300 mL D3R FIZIEMIZAiL, 7 F=Fh

UoLafn~FH% 2 75 mL 0%, 10 SRRV EE-%HEEL., 7' =1V
Na (FE) %300 mL DT 77 Al Aid, Z D% 50 °C LDk
WTIEE A LCHET D E CHIERNE L7c#%, ERT A L% CTiET 5,
ThIZ7ERRT7Z 20 mL 22 CEEWMEEL L, 7 LLERICHT 5
RENAR & T 5,

717 LALER WHEMET VIS 49 36~44 9 7 Tk N7 7 lEES

HTH 728 (W10 mm) 1T LidA, EmEA R TAFO B 6 3 mm O
EMSICETHETHM ST, V7252 WT 5,

REHE I 2 1 7 DI AL, REHEIKD A > TWe kT T7 7 XA ax27T 7
ERe7Z73 mL$oT2 RS L, WRZIERD T LI2MA, KA FE T
AEID Edgrs 3 mm OEIIWCETLHETHRINSES, 778 k7T



10 mL 25 7 ATz, RIS S, 17 2%2%%E3 5, 100 mL 725
77 Aa% 7 LOTFTICEE, 77 kar7—A% /77— (9+1) 60
mL 257 LMIMATHFA IR Y U EREHESES, WK% 40 °C LLFOK
WTIEEALTET S E TR L%, EFH A 2% CTHRET 5,

AL ) —)—TE =RV (7T43) 2mL % EfEICINZ TEREWMEZEM L,
CDWREALT T T 4 F— (LB 05 pym LLF) TABL, Kik7 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 BN E R A (RERR @ 340 nm)
BT LA IETINTIMMET Y BTV T T N (A 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 AFIYEHMEERD) 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
oo | -
11000 - ’ 11000 N
Y= y
o | el i
100 I\ w0 1 |\ L
1000 T . : ' . 1000 r v v '
6 i 10 12 14 G & 10 12 14
#3308, 7 {F3R o

ZEBRUVEMEAHOI AT RIS A
A FEHERE (FA BN & LT 1.25 pg/mL)
B : WnEEr (BB AELAEIEHS A " L LT 0.5 g/t fHY &R

14 ~a7Y ) R ARAFLUANVIKR RV T A
14.1 & &RBRIE
1411 k7 e~ s 77k
1 FLIvr=A
A HEOCHH
B KEZEBR g 72 =R B KZBE a7 v
[Ci6H1sBr2CIN3O3] 20 mg % 0.01 mg OHFE TEY ., ZTOHMELEHL.
200 mL O&ET 7 A 3T At, HEEE (0.1 mol/lL) ZMx THEMAL, HITHE
ME TR EINZ TRALKER N0 7 ) EREFIR AR T 5 (2o 1
mL %, BfbkFER N0 7Y/ LT0ImgE2EaHTS, ) .
EAICE LT, EEFRO M Z 8 (0.1 mol/lL) TIEMIZHRL, 1
mL B AL KFERE N0 7Y ) & LT 05~5 ug =5 a 3 D E8 0 RbkE
a7y ) MEEREZRET 5,
B = =
i M ok 2.0 g #0001 g DHTETEDY, TOHELFIHK L, 100
mL O =H7 T X3l A, BFEE~7 F/L 25 mL K OWEEE (2+3) 50 mL
Mz, 30 SENZIRETHIH T 5, iR (T) ZE0LEEIC AR,
1,500xg T 5 syffiE Lo T 5, EEAK 2 mL 2H 600 UDRBEI LT T
205 g (0.45~0.54 g) K& UVK 15 mL & A7z 50 mL O &7 T A 2 (Z1EHE
Nz 72% 30 EEET 5, BICEET T AIOERETKEMZ, 20
WA TTo7 404 — (FLEE 05 um LAF) TABL, k7o~ ko
77 4 =T 2R BNAK & 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 T A A IETINNI MY BV T A (N 4.6 mm,
& 250 mm, RifE 5 um) 1
wOBE WK BFRRAEEIRT 2 A X —L (1149)
i # : 1.0 mL/min
717 LAEIRE ¢ 40 °C
& B Bonl-r7avw M I anb Y — 7 &S VT E kD Tha

BAEERL, WALV RBFTO AT ) VR RAF LU ALK Y

N A (C (glkg) ) ZEHT S,

Ax3125

Y

A RERNOROIZBAKFER N N7V ) OEE (ng)

1 Wakosil 5C18-200 (& L7 A /L AFIMEED) I ER%DO L O
2 HEBRT =1 1 485g (4.845~4.854 g) M OWERE 7.5 mL % /KIZIED
LTIL&L, B CTpH Z 43 IZFHBELZH D

(BE) SEAN) TF—va v
< IRINIENR R f OVER UK BE

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
ﬁjvzyyxm 7 0 25 97.4 3.0 3.7 1.1
(%) 7a~ b7 7 L6
l
e
H
g_JL |
0 5 0
e i ey

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

BAVKERR AT 7Y ) AU LD A XY BALKFERE N0 T ) R
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PR 2 T 2,

B L C, RO —F 2 HEE (0.1 mol/L) TIEMEIZAIRL, 1
mL T RALKFERE N0 7Y ) L LT 0.4~1.2 ug & H 3 D E DRk
FWpNa 7Y ) SRR AT S,

B = =2

h o o#Takkl 5.0 g 2 0.001 g OHTE TEY, TOHKMEZFTLH L. 50
mL O OREE I AL, BREE =TV 20 mL R OVREET N U U AERHK
(1 wiv%) 10 mL %Nz, 15 MRV IBE T3 %, iz 1,500xg
T 10 myfEE Ly BEL . Big=F g (BF) % 300 mL O iEiwFZ A
%o
e D DILEE \CEERE = F L 20 mL ANz, FRRICEREL, B F L
J& % de DR A S, LIRS 4 BIEEL, BFBR=F VEE LD
SR HZ A b ORI 23 BHRR & 35,

B o BUBHAMICHERE (0.1 mol/L) 10 mL 2%, 547 ME Y IRE 7%
FiE L, KE (FHE) %200 mL 737 7 A3l And, RERICER
(0.1 mol/L) 10 mL Z Nz TRARICEMEL . KEZ DR THT 7 X alls
b¥25, KE%50 °CLLTFOKB TS mL £ CTRUEEM L72%. 20 mL o
BRI TAIIANND, KORTIET T A2z bE&OHEM: (0.1 mol/L) Ty
WL, WiREEo2E 7 I 2 E5bEy b, FICE2BET7 T AaDERET
g (0.1 mol/lL) Mz, ZOREALT T2 7 4% — (4L 0.5 pm LA
T) TABL, ks~ 777 4=l R EHEK E T 5,

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

R Bonl-ra~v NS ANLE— 7 EE IHEBERD ThE
WMAEER L, KRWCELVRBTO N2 7Y ) VR RF LU ALK N
v aE (C (ght) ) 2#REHT 5,

CZAXE

8.5
A REMRNORDOT-BAAKFB N0 7Y ) o OEE (ng)
(B%E) HIERNY T —va v
« WHNIENEE R OV UG
R — WO gl WINENCR Rk U

(git) L (%) RSD, (%)
7 uA 7 —Ri AL 40 3 80.2 73
7 uA 7 — R AR Tk 40 3 81.0 5.6
B3 5 Bl A kL 40 3 83.1 7.9
spu 3 AR R TN WRNEIER s LRE  hmsim
SRk o Rl M e ey HorR
PROTR  max wEx (g (%) RSD, (%) RSDg () o
7 514 5 — G NBRA 7 0 40 78.2 4.5 5.1 0.54




14.2

(BE) va~ 7T L4

R

— —

0

!
.

{R ISR,
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 HEOCHRH

1) RAbKFEEE A N0 TP URERERR 1311 OL)D AL LY BAbkFER A N0 T
J KRR & T D,

fERICES LT, RO —H 23 H (0.1 mol/L) TIEMICAHRL, 1 mL
P RALAKFERR N0 7Y ) & LTO0.1~0.8 ug 2 &H 3 5 Hum D RALKFE#E
n7Y ) NEERE T D,

2) WrRkEETR WERAT B =7 A 49 g (4.85~4.94 g) M OEERE 7.5 mL % /KIC
WL TLlL &L, BEfRCpH % 4.3 IZF% T 5,

B = =3

il o o#rakkl 5.0 g 2 0.001 g DT ETEDY . FOEEEFEL L, 50 mL
O IAETE DR I AL, BERE = FL 20 mL R OVREET R U 7 A (1 wivd)
W 10 mL 2%, 15 23[R v iR 7=#. 1,500xg T 10 7y M008B L, e
fecF g (EE) % 300 mL OSKIRFIZAND,

SO DILEE ISR F L 20 mL 2N Z., FERICERIEL, BiR=F L )E
RO AE DY D, BIZFEERIC 4 FE(EL, BFB=T Vg xS0y
KR A o TR R 2 30BHR IR & 32,

B o BUBHAWICHERE (0.1 mol/L) 10 mL ZNx., 547 ME Y IBE =%
EL., Kg (FE) 2100 mL D37 7 A2l Aivd, FREIKRICHEE (0.1
mol/L) 10 mL # /%, FIERICEAET 5, KIEZ 50 °C LL FOKIETH 5 mL %
THWEREM L, H 7 LBt 23 EHATR & 45,

BT LB AT BTN Y Y BV =T A (1,000 mg) F A&
A& 7 —/L 10 mL K TOVK 10 mL TIERBEE T 5,

REHRIE &2 71 7 DA, IR FECTAFIO BN S 1 mm OF SI2ET 5
FCHHEE%., RBHRBDO A > TWERTIET7 I 2Aa%K 5 mL 5T 2
MWL, WK ANER A 7 DNz, FRRIC|H EE %, K 5 mL, A%/ —
=K (3+2) & 5mL (2[8) KUOYEEE (0.1 mol/L) & 5mL (4[8]) ZINAR D
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T A&, T 5,

50 mL ORTIT7 T AaZ2 0T LD FICES, AX /) —)L—7anakiLh
(9+1) 10 mL ZH T LMz T 7Y ) v AEEESE 5, IWHik%E 50 °C
UTOKBTIEEALHET 2 E CTRHERME LG, EFT A Z2E o THzlH
T 5,

K—7% b= F VUL —HEEEFEE K (62+23+15) 1 mL % [EFEICINZ THEEW
EWN L, ZOREAST T 7 4% — (4L 05 pm 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

e & SAMEOEE R A (MIEE R : 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' =YV —FEERRETR (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= A><i
8.5
A BRERNPOROIZEIAZER 2TV ) OEE (ng)
£ 1 Mega Bond Elut C18 (Agilent Technologies H, U ¥ —/X—7%& 6 mL)
XTI EFFEDH D
2 uBondapak Cis (Waters ) XX Z & RFEDOH D
(BE) piEAN) TF—va v
« WRANIENR R e ORI UK BE
TN e

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 e APR FERIR WRINUREE WONEINR sedEUre s

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)

4 12-__ 2{] . “2_3“
5430908,/ %5
AmEH (RBAFARSHAHICN\NAOTIS ) URYAFLUR LK UEE

AL LELTOSghHYEERM OryOAT RIS A

15 77U R~
15.1 Wtk
A HEOCHH
1) 77V U NUEERER 77U K [CgH7N30s) 0.10g % 0.1 mg DHTE TH:
D, TOEMEFTHK L, 100 mL O®BOETET T AT AL, NN-T X FILEL
AT I REMAZTEHEN L, BICERET NN-UAFAKRLVAT I REMxTY
7YY RUBERKZFHRT S (2o 1mLix, 77V U RFr&LTlmg%
5HTD) .
RICE L €. RO 5% NN-V A F LRV LT 2 R CEMRICHR L.
ImLHIZ7I7 V) RELTO0lmgaERTH7T7Y U RAEREREZRIST D,
2) T LFTAHA T hrsa~ N7 T7HTAIF (KR 63~200 pm
(230~70 A > ¥ =) 1100 g (99.5~100.4 g) (Zfefb~ 27 %+ 7 L 40 g
(3.95~4.049) ZMMATIEML, HITKSEmL ZINZ TEMT 5,
3) HERE BTV -z=/t RTT=7UL020 g (0.195~0.204 g) % KIZVEEH
LT20mL & L, W(ZHiFE (10 mol/L) 20 mL #h1x % (AR5, ) .
4) BrIAEK A KFa¥d 77 A4 MR D A209 (1.95~2.04 g) ZKICHE
22LTC100mL &3 % (RIS 2, ) .
B & =3
Fh i IHTEREL 10 g 2 0.01 g OHTETEY . TOEEZTEE L, 200 mL &
B =475 A2 A, NN-UAFLFRALALAT IR 50 mL #00%. WhiEKe
1G5 MMM L7214, 5 IRV IBE CTHi+ %, #hikz A% 5 A) T
HiE L, HREEEOKTHRL TH T 2AHIHT 2 EHRIR & 15,
7T LA 71T LFETAH 259 (245~25.59) = H 7 L% (NEE20 mm) (ZHE
KTHERTCAL, BT 25T D,
RENAIR & 717 DAL, IO OWIIE 5 mL Z#C, % O% O % K % JE
(T D REHAIR & T 5,
FIFFIZ, 770 RSN S mL % 100 mL O£ 87 7 X 3| TIEMIZ A,
NN-T AF VRN LT I K 45 mL fOUK 50 mL 200 %, LA FsREHEIROSGA &
FARDOBAEZATV, JIEITHET 2R & T 5,
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o E BEHATE 5 mL & 30 mL O dRRBRE A KB ICENFNIEMEICA
AUy [FIRFICAEYERL 5 mL % 30 mL O HAeRERE C L O D IZZ NE I IEREIZ AR
Do

RERE B KON D IZEILANRIK 2~3 MEzZnEhinz, 5 2RV RS -1%,
20 ZrMFHE L GRS 5,

WIT, HRBREIRARE S mL 22NN TRV IRE, 70 °C OKIBH
T25 MMV L CROESHE 5,

FRBEEZGBHAL, ML 10 mL 22 NEEMIZINZ, 5 0 RHEY iR
% 30 wEFEL, & Mg () 120 THEE 440 nm QWL 4 I E
T 5,

R BonkBkENS, Ao IV Y FrEEEIT S,

7 1 Aluminium oxide 90 standardized Art.1097 (Merck ) XiZZh tR%ED b
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 7L RAFx
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
F LTVE BN EHC X BRI STE (2o 2 fail)
W24z A,

18 AF LT —

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

586



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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Vv

5

588

arsie

253 3Tk

FX VI BB ORT VAT ORI v~ ~ 7T 712X 5 RIS HiE
Q) Htrxgibay FXVI BB T AAF L (2 /%5
(2) ik

A HEOHH

1) A%V VU UBIEERK A%V U W [CisHuNOs) 10 mg % 0.01 mg D#7 %
THEY, ZOHEEZTHL, 100 mL O2&ET T A3l A, KT U oA
Wi (0.1 mol/L) 1 mL RONAZ J —)LZ& Nz, BFRAHE L TR L, FIoHE
MRETAY ) —NVEMATAXY Y CBERRRE T2 (208K 1 mL i,
XYV UERELTOIMgZEHT 5, )

2) TIVA X NEUER K 7V A X [CisH1FNOs) 10 mg % 0.01 mg OHrE T
By, ToKEELEL, 100 mL ORET T AT AN, A¥ ) —1LENZT
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=hFU— b= (3+41) 1,000 mL {ZFE2 2 mL Zinx
Do

B & =3

h H AR 10 g 2 001 g DHTETEY . TOHMEELEHE L, 200 mL ©
=47 T Az A, K220mL ZANZ, 30 oMEFET D, HIZ02%A XY
VBRI — 72 =R UL (3+2) % 100 mL Aix. 30 SRR 0 R CHiIHT %,
200 mL &7 7 Aaz7 7 —jR}FoOTICES, itk az A (5 # B) T
Bl Al L7-th, DO =A7 7 Aa KOS ZIEK 02 %A XY VEEEK—T &
F=FUs (3+2) 50 mL T¥H L., FEERICRSIAET S, HICTEET 723D
TETO02 WAX U VAR -T2 M= UL (3+2) ZMx 5, ZOHK 4 mL
Z 100 mL D727 7 2 2 TIEMEIC AL, K10 mL 2z, BT LRI
LREHRR & T 5,

BT LE AT AT ) BV =T A (500 mg) AT R
=R U5 mLJOVKSE mL THIFT D, REHRKZ I =0 7 AT A, JEET?
L CHRE N TAFIO Eilic#ET 5 E Tt &85,

KOOI =HTZLDOTIZ, &BENPLOTE RF=1FV /L 5 mL LUK 5 mL TS
L7 7774 Mh—RrI=h7 2 (300 mg) *3 ZiEiEd 5, REHAKDOA
STWERTIET 7 A% 02 vVIVFTBEK—7 2 h=KY /L (1+1) SmL$
T 3 EIBEE L. WRAZIER I =75 22 A, EER?2 LTHEAFT TAR O L
UllETDETIMELTCAF VYV UBE R TINVAX o Z T T T 7 A M I—R 3
=T LNIBITSIE D,

WIS, A7 BTN I VAN =D T 2 %13T L, 50 mL D7 LIF
TIAART T T 7 A A=K I=HTLOTFICEL, BHIEL 15 mL 27



At

FTI775A M=K =2 TAIMATAERY IV VBBERT VAR 2 &S

Do

WA 40 °C L F ORI TR 1 mL £ CHIEREM L%, BETAE2%E-T
WL[E T 5, K—AK /7 —/ (7+3) 2 mL Z EREICINZ TEEBMEZRNL, AT
TUT 4N H— (4L 045 um) TAHABL, k7 o~ v 777 0 —1cftd o
BHAK ™ &35,
ks a~ 777 40— REHERK OBIRAIERERS 10 L 2ikik 7 v~ b7
F7WEFEAL, Za~x NI %5D,

WE A Bl

R

7

B
5PN
1

2

3
[A]

4

Hj Jo1]

= A

HE R
H

7 LB

Aot RS (BhEKE 325 nm. #OGIKE ;365 nm)
AT HE TN U D VT A (N 4.6 mm, F

& 150 mm, RifE 5um) 3

0.2 VV% XK — A % / —/b (7+3) —15 min— (4+6)
(5 min PR FF)

1.0 mL/min

40 °C

Bonra~ 7705 E—7 HIEXIIE S 2RO TRERZE
REFFOAX VY VBRIV AX L B&ERMNT S,
InertSep SlimJ C18-B (¥ —=x/LH A = A 8) TS ABBEDO Y F—R—
FEAE LI O TN EREDOH O
JEIE 1 mL/min &%, WMo~ =R —/L REHEH LTS Luy,
InertSep GC (Y —= LA = 2l UHF— —3KE 6 mL) XiTZie

FEDOHD

AREHRIK T A T I AN D,
5 L-column ODS ({b=WE FEMMFZEREMEEY) XIT TN ERED S 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

- R TR (BRI L SRR Fx VU B 05 gty LA
F oo B 0.3 g/t
(%) 7ua~ 7T L4
DA

A AV BE

WAREE

0 14 8 12 18
(#3030,

AMEH (RERAFAREGHEARICATVIVBRUILAFZFUELT
SgtfHHUEFRM DY/ OI LTS LA
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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 URAZNANAF Ly MEREFIK 7Y RAZNNNAF Ly b [CosHzoCINs]
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
AA vy MEKFIRZFHST S (ZO 1 mLiX, ZUVAZLL 4Ly hEL
T10ug =EHT 5. ) 6

2) AF LT —EUER AF L7 — [CisH1sCIN3S]) 10 mg % 0.01 mg
OHETEY, TOMEETHL, 100 ML OEET T A3 Z AN, 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
NAF Ly 82 (CV-do) 5 mg KOLZERNMFIE#R AT L7 —%2 (MB-ds)
5mg % 001 mg DHIETED, ZOEELFLIL, TNENE0 mL OEET T
AAZAI, AZ = NVEMATENL, BIERETA Y ) =V EZ MR THEE
E RN I BRI 2R T 2 (A b 0% 1 mL 1%, CV-dy XY MB-
ds & LT100pg 2 ENENEHT D, ) &

T, BAEHERTES 1 mL 2 100 mL 027 I 23l A, 7 hr=rU L
—7K (1+1) ZEEHRETMZ T, 1 mL HIZ CV-ds XX MB-ds & L TENLZEH 1
Mg Z & AT DIREWNIEEREZRRS 5,

4) BRERIERAERER  BEHICELT, ZIRAZARLF Ly REOAT LV
TN —RERE R IR EWNEER O —HZ2RE L. 7k =Y L—K (1+1)
TEMICAHRL, 1 mL FIZZVRAZAASNLF Ly REORAF 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) 7 WE— Y UIRIREIR 7 = U fg—/KF¥ 63.0 g (62.95~63.04 g) % /KIZ
W21 T 1,000 mL & L7z, Vg —=7hrU DA 12 K 228 ¢
(227.5~228.4 g) Z/KIZ¥EDL T 1,000 mL & L7-¥A#E 110 mL £ 2 12 T pH
Z 3.0 IZHEET %,

6) U UEAREMEIK VB —KFEAY UL 271 g (2705~2.714 g) ZAKIZEMNL
T1,000mL & L, KEE{EF MU T A% (Imol/lL) TpH % 7.0 IZHHHEET 2,

B = =3

h H SNTEREL 10 g 2 0.01 g OHFTETEY, ZoKEETHEL, - T
200 mL O =MA 7 7 AT AL, IBRAEWEER 5 mL KO/ = fB— U %
TR 20 mL 22 721 30 pMFFE T 5, LT =KUY/ 100 mL Z00% .
30 SRR VIR THItH T %, 200 ML OB 7 I 23427 75 —RI} DO FICE X,
itz A#C (5 F B) TWEIAWT D, DO =A7 7 2aRUKIZIERT &
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592

F=FU/n 50 mL THHFL, RRCERSIABL, BIZEET 7 A aDIERET
T hr=h IAEMZD, ZODHE 4 mL % 100 mL O =47 7 A3 TIEfEIZ AR,
K40 mL VY VU ERREMETR 5 mL 2Nz 7-% . KE{EF R U o 28R (1 mol/L)
TpH Z 7ICFREE L, &7 2 3 2 EHRR & 15,

BT DALERES BRERMERG A A AR S =4 T 4 (1,000 mg) F4E AKX ) —15
mL & OVK 5 mL CHERBEET 5, REHEKRZ I =7 7 JMZANES, KR8 F T
AFND FIGIZET D E TR F S5, REHEKOA> TWe =7 7 X ax A X
J—J/L 5 mL T 2 BI¥EE L, SEIKENEK S 7 A4 TRERIZHH &5, 50
MLORTETZTAa%2I=NTLOTFICES, A%/ —/L—HE# (1,000+1) 10
ML Z3I=HTAHIZMZTITZIVAAIALSNALF Ly v, AF LT I)—, CV-ds &
O MB-ds Z ¥ H S H %,

WHE A 40 °CLL T ORI TIE L A EHET 5 £ TRIERM L, S8 A&k
STHET %, 7 b= hVUb—K (1+1) 2 mL ZIEMEICIN 2 THREMAZEI L.
5,000xg T 5 il vl L. EEREEZRIE o~ N7 T 72 0T WE By
Bratic L2 @It 23 RHAIR & T 5,

k7 v~ 777807 MEESHEHCE2HE  SUBHAR K O M &8
RAAERE A 10 uL 2k v~ 7o 7 % o7 ARV B HTRHCIEA L, &
RSBt 7 o~ N7 T L5155,

HIES B

(K7 v~ 77 7H)

71 7 L AT BTN I BTV T A (FER 2.0
mm, £ & 150 mm, Kif& 5pum) -0
B At WK 5mmol/lL ~7 % 7 )L aEERIEIE— 7 =1V

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 Ezzvr bhuerTr—AFA4b (ESD) #E (EA A4
E—F)

X7 7 A4 Y — H Z: 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 KT MB-ds O & — 7 i % 3K 6O THAEHEIEIZ K 0 &6
ZERR L, REtF D7 Y AZ AR F Ly NEK AT LT A—EE2H T 5,
F 1 EEBREITE LIREETIT ),

2 RERAMAEEHRDELE L THWDLZ VRAZANRNALF Ly REOAT L
TNh—lE, ZVAZNLANALF Ly bedy KOAF LT —-ds (WFTHLH IR
MIBETER) VT Zh b EREDLO

3 JiEIE 1 mL/min BBE L T 5, BEIL U TG~ =A— FE2HEHT 2,

4 Mega Bond Elut CBA (Agilent Technologies ., U #—/N—%& 6 mL) X
TN ERFDS 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
« WINENR SR K O U RS EE

/ 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

. e ; et FTEHR RIS EE FOMEI R R UK E  smmsis

A% AROIR  paw men (g (%)  RSD, (%) RSDg (%) Ot
VAN W% R A R 8 0 0.02 94.5 34 75 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

AFLUTN— R T A R 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

| BRI A A Lk AF LT -
%Z \

; o |
e 3 |
—— H!’IE | |

126 13 134 —

ESisin iy 84 87 9
ESEisiii iy

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

3 T ANV = RuA,axTIuA )= DK u~ 8T T T 2T L

594

BUE BN EHC X DR HTEE (20 1 falh K OE AR
(1) gL Ew ~ T4 N TV = kPuafa~vThA4 T —2 (2 5157)
(2) wwEAHPH KOS R
(3) HTiET!
A HEOHHE

1) ~T0A4 7V = kOuAa~xwThA 7Y —FEAEREE 2 ~7AA4 k
7 U —2 [CauH2sCIN2] 10 mg O A a~T7 A4 27 U —>2 [CaHwsN2) 10 mg
%001 mg DHIETEY, TOKEEFHEL, THLTN 100 mL ODLEET T A2
IZAIL, AZ =N EMATENL, RIERETAY ) — L EMZ T~ T A
7= kaAg a~wTdhA N7 —OREERKEZFHLT S (D 0RE
I1mLi, ~F 404 U= RUOBAavFHA F7 ) —2 L LT 100 ug % %
NENEHT D, )

2) RERNAERD G IEREFR L NESNEER RERMEER~ 7 4 b
7Y —2%3 (MG-ds) 5 mg K OZEFRMEEF A a~TFHA NT Y — 53
(LMG-ds) 5 mg % 0.01 mg DHiETEY, ZOEEAFIE L, £4LE4 50 mL
DEEET T AN, AKX ) —NVEMZTHENL, BIERETAY ) —VE
Iz CH L E RN B FUR A R T 2 (2D Ok% 1 mL 1%, MG-
ds X OV LMG-dg & LT 100 ug 2NN EE6T 5, ) o



W2, FERERKO —HME2RAL, 7 F=FU—/Kk (1+1) TEMIZHR
L. 1 mL FIiZ MG-ds X} LMG-ds & L CENE 25 ng 25 H T HiRE AR
Rz S 5,

3) MEMIERAERER FHICELT, ~70A4 V= klaAfa~vTh
A N7 U — U BRI IR EPERERO —# 4278 h=1F U L—K (1+1)
TIERIZAR L, 1 mL FiZ~T A NV —v ke a~wThA4 N7 —>
L LTENFI 05~200 ng Z&H L., 7> MG-0s X LMG-ds & L TENEH 5
ng & &H T D E RO EHRIERNIEERZ RS 5,

4) I fE— ) CRERREIR 7 = fE—KF¥) 63.0 g (62.95~63.04 g) %Ki
WL T1000mL &L, UrEEAKFE T bU ¥ A (0.6 mol/L) 300 mL F2 /%
ZMZTpH % 3.0 IZFAET S,

B & =3

h H INTEREE5.0 g 2 0.001 g DHFETEY ., TOEMEATEH L. 100 mL
O IR DILBAE IZ AL, 7 = o — Y R ER 10 mL KO h=RU b
30 mL 2z 7-% 5 MEE T 5, FICZ0ELMEBEICIRAPWERER 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 REBREELLAUD Y7o A& 25 mL RO RY A5 g
(4.5~5.4 g) Z# A7z 100 mL O 53R FIZ AL, BBHEIK D A > Tz DIE
BEEZDEOT h= MU L THE L, RiREZRBHAKIZE DY 5, 2ikN}F%
1 DRV IEELEZFHREL, 7= I r—YrmnAx&VE (B8 2556
MU 20 g Pl EOEREOFEET MY w s (MEK) F4E2 A8 (58 A) O LIS
JE SE 7T 200 mL ORI T T A AHABT D, FLONHR KONARKE
ERADBEDY 7 mm A2 TG L, WKEFRERICAE L TAREGDE D,

A% 40 °CLLFOKIB TR L mL £ TRUERME L, ER T A&k THIFE L
7%, TERF=RMUL—EifE (19+41) 5 mL 22X CHEEMER L, 7 L0
BT 2 3BHEIR & 35,

VRN I RUBUANVK= AT mE LU ML U BV =T 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
T W7 7 Aa%2PbEaO7TE M= I /L—FEE (19+1) TEHHF L., HiKZE 2
=T KNIMZ, Rk SE 5, BiZ7' e 25mL, A% 7 —/5mL K&
O7ER=hrUA5mLZIARI =07 HMTNA, FERICHEH S E 5,

R=HT L% 5 SEEKEEET Lck, 50 mL ORTR T I 2Aa%2I =07
LDOFICEE, T b=FrI =T oF=7/K (19+1) 10 mL % X =8 7 A2
ZACYTHA RNV = kPuaAf a~vwThA N7V =V EEHSED,

WK A 40 °CLL T ORI TIE & A EHIET 5 % TRERM L7k, EHR1 T X
ko CHIET %, 7 =KV —JK (1+1) 5mL % EREICIN 2 THREY % %
MWL, AT T 7404 — (FLEE 045 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 N}

: DU ARARYVE B M e

Ly AT L—A A4k (ESD) ik (EA A2
E—R)

: N2 (340 kPa)

A Nz (350 OC)

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 7 DBV ESHTEHS B 2 110)
fi H o T EARAE &5 AT E
A4 F v fb E:xLZ braxTFr—AF A4k (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~THA N7V =2 MG-ds LT LMG-dg D ' — 7 [ fli & >R b TN HEILIC K
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 74 M7 U —2 [CuHaxCINZ) 100 mg X, ~F WA 7 U —2 L

I e [CsoHsaN4O12) 12.7 mg IZHHY T 5,

3 RERNMEEMRE LTHBATLI~YI0A NV = RUOnAa~vThA
N =3, T A N7 V= ds K aAfa~T A4 7 U —2 ds X
FINb EFRFEDOL D

4 PCBRBRHIRE TN EFED L D

5 Bond Elut SCX (Agilent Technologies #) T4 2K ED U H— \—%
LTI ZINERED S D

6 Whl~v=A— FEHWTHEIERT D,

7 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i &[R4 D ¢
%)

8 LC/MS I (Bsifbfl, S+ 74 0 AREHERE) o h %D
%)

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

10 Micromass Quattro micro APl (Waters H) |2 & 2 5445

597



(B8) IWiEAN) T —va v
* RINEI R B N LRSS
TR INR 53 44 BB F A

BINBRE

3 WRINEL R Mok UK

=

(g/t) (%) RSD, (%)

~IHANT Y= i 5 B AR LA A R 0.005 3 87.9 1.8

0.1 3 84.2 0.7

TR E R B A R 0.005 3 85.6 1.4

0.1 3 90.5 1.6

F 72V F R AL A Rk 0.1 3 73.7 16

o 0.005 3 78.1 2.4

0.1 3 814 1.2

nAaAwIAANTY—r TS F kA LA R 0.005 3 94.5 1.9

0.1 3 95.2 16

TR E AR B A R R 0.005 3 98.3 1.1

0.1 3 99.0 31

EX A=Y i e TR 0.1 3 93.9 1.9

ok 0.005 3 85.0 3.7

0.1 3 77.1 2.6

- R FAER
. - N Hahak BTHR WINMEE FINEER R URSEE  Shesme

e AHOER  gaw man (git) (%)  RSD, (%) RSDg (%) HorRat
<5 H Ak IR LA 9 0 0.002 93.8 40 5.4 0.25
7y =y % fo A A ARk 3 0 0.005 101 1.7 2.7 0.12
% fo A Rk 3 0 0.01 94.3 11 12 0.56
am 9 0 0.002 86.1 3.9 7.4 0.34
DA a<Sh  FRESARARE 9 0 0.002 100 3.9 6.1 0.28
A NTY—  EARRAEE 3 0 0.005 102 1.0 7.8 0.35
e R Rk 3 0 0.01 101 1.7 8.2 0.37
s 9 0 0.002 91.3 46 16 0.74

C R TRR (BRI K D iERR) Bk 0.002 g/t
(B%) sa~< k77 LH

TIRAE = ju{ﬁv%twbﬁu-p
. f

s 9 13 14

E i i ey (%3050

AmMEE (BRICISHhA T )—2RUAAAITHA T —2
& LTO0.005 gt MEEFM DU/ AT LTI L

4 =TNA TV = kPuAf a=wInA M) = DRKIn~ NI T T 2T A
RV R AT RS X D RIEEIATIE (202 fagl)
(1) IR EY YITNA TV = kPuA awT A b7 Y= (2 5l5y)
(2) WA gl
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(3) HHTiET!
A HEOCHH

1) ~ThA TV —=vkQuafa~vThA b7V — 2 FERERHRT? 2 DEB)D A
D NZE D,

2) ZEFNISERD ERERERIE L NEENERER 2 0@ AD 2)Iickbv, 1
mL FICLERNAEH~ T A N7V =253 (MG-ds) K OV JE RN A
A a~ThA 7 U =58 (LMG-ds) & LT 100 ug 2 T ZNaa+T H8LE
[N AR R AR U 2 TS 2

I, BAEREFIRO—HERE L, 72 b=V LV TEMIZARL, 1 mL #
IZ MG-ds 2 TN LMG-ds & L TENFN 1 pg 2 & H T HIRENEERER 2R 5,

3) MEMRIERAERER HHICELT, ~ 704 MV —rv kRS a~vIh
A 7YV — B ERR TR A NERER O —Ma4 7 b= KU L—K (1+1)
TIEFEIZARL, 1 mL FlIZ~T A NV = kPuaAfa~ThA N7 U—
ELTENFN 05~20 ng &AL, 2> MG-ds XX LMG-ds & L TENEN 5
ng % & A 9 D EUR O ERRERTARER 2 3 5,

B & =3

Fh i SATEVEF1.0 g 2 0.001 g DK ETREY, TOMEAEFH L, 100 mL
O IeAe i DR I AL, IREPAENERR 50 uL % EfECNz 5, 72 h=RrU L
—WEfE (19+1) 40 mL X7 & b=k U fafi~F 4> 10 mL Z/Nx. 10 5
RYVIEETHIE T %, 1,300xg T 5 pHELaBEEL. ~F V8 (BE) 28T,
TEr=bMUAE (TR 23 EHRKE T2,

VAN (B RV AVKR= LTy U by U BV =87 A (500
mg) *4%&7 & b=k VU/L—FERE (19+1) 5 mL T+ 5, REHAIE 4 mL % 2
=7 HMZEMIZAIL, WWEDAFETAKO BimlliET 2 ECRbisE s, 7
Y25 mL KO R=FUL 5 mL ZIERI =0T A&, RRICHEE 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,

WK A 40 °CLLFOKIBRTIE & A ERIET 5 F CREREM L%, 510 X
ko CTHIET 2, 7 h=FU/L—JK (1+1) 1 mL % EREICIN 2 CTHEREY %= %
2L, 5000xg C 5 i LmBEL, EEARERIK a~ N7 T 78T L8
BESWRHC L DHEICHT 2RENEIR E 95,

WK v~ s7F 7% 07 AAVEESHTFHC X 2 HE 2 D(R)YD B Dififk s 1
~ NTT T E T DRVEESHEHI L DHEDEIZ K D,

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

H1l ~70A4 7 —UREMKERBDEDERPEZVHDLZ LG, &
BREMEZ EOITIT Y 2 &,
2 774 N7 U—2 [CxuHxsCIN) 100 mg (&, ~7 A N7 U—2 L@
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 —v ds KA a~T A4 27— ds X
TZNBHERFEOL D
4 Bond Elut SCX (Agilent Technologies H) (24 72 B ED U W —/— % 8
FELTZbOIIZ N EREDO LD
(&) 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

7oA = O w5+ —
fhe}
i &
e e
& 9 13 14
{FI503R5. o {FFFOSRE 4

BAmEH (BHICISAA M) —0oRUEOAMAITHANT =2
& LTO0.002 gt MEEFM DY/ BAT LTI L
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