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A, FETOCEFL S I HAZLKFE,;, B VHFEFT & 5H
X EILITHATHT IR < FH 0 VARATE 4145, A VB S BEBRFe K F 45 5 AT
.

KPR, i FRHREHTAERE REHL5FHT, RAA R GE
HWRE, FRARSEHE. EHHFTRAGRETRSFRAGHGEERE R
BEDFRAENARE, BFREDFLESF, TR, HFTEEEA,
BEBAERNFRAERRGRE, ERHGFELTEHLAI TR,

KRR

AZPHE QRS —FFHTREBTHRE, FPREVI, 3t
HEX—-RBBHF*, LB 5 e LT HE Y (Valdoxan) b #9 I A bk
], EFINFBRFHAMMLGREE, L& 5 kTN,

AERAGFTREABTHRABVITA FETRRERALAR. BIRFE
BB, BRE. FYHBRAER, PEWME. ChERRK. HLR
Gk, AT EZF IR EXRIET . Ao EE. BIEE. WARE.

AERHH —BHRRET R AT RBVINHEF &, BHEF
ERAERE, FIMEF.

AEAHRX—E GRS HELY, LOSRLANFTREEITH
o A VIIGA 7T 24 A 4 ST ) .

RS TR el B FEAFEM 2, LIERATF o RER K
E4t.
THRBFS T ERGER R ER, ARRAREFGEFREHKRE
RAPEANNE. ANETEFR0ImgE1gZHEHR, TR—RIHSE KR
78R .
AEANFTREAFZITHRHA AT 6 X SR ERAE, LAFES
20 . BB FEFE d. ABxIRE R AT

20° d (A) #a2t 3% B (1%)
10.557 8.3725 32.35
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13.301 6.6509 11.45
16.145 5.4855 10.60
17.286 S.1258 6.19
17.841 4.9675 100.00
19.359 4.5813 10.83
20.089 4.4164 11.77
23.366 3.8040 29.82
24.944 3.5667 21.60
26.128 3.4078 12.47

A X S ERATH R ARL A LERE, A d TREGUERRZ G5
#, stFArRFeER A RERE, BRI, Hide, 2045640 ZRE
EAE A 4102, Bl EFTHEGEEN, ARELEELH10.1 MR
2. Ak, EHRERNERLEMNN, HEERELZREN.

XRD )X 54F:
ALER E: Bruker DS ADVANCE X #t & AT+ 4L
o958 X 8

AR EZ: LynxEye &R %
K& CuKo 40KV 40 mA

2EHR: NiEAR
KB 1°
DivH.L.Slit: 1.0 mm
AN EZ: LynxEye 7R #
ARFX: 0-0 £ R
BRHEE: 3°45°

FK: 0.02°
A2 E: 8.0°/min
FFEEE]: S min
PHRE: R
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DSC K54+
ML EAR5: NETZSCH DSC 204F1
o4
WMIBEAR . FRABHIBERIFE L)
KA HHEK 20 mVmin; KPR FHLEK 60 ml/min,
BELE: £E~140C
iRz &: 10°C/min

TGA MXEH
ME RS NETZSCHTG 209F1
HIRER: ALO;
R42R.: N, 20 ml/min; &RF#A: N; 10 ml/min
BETLE: £E~300C
FRi&#E: 10°C/min

AXARBVINH STk, BHFERETREBET LAWK TR
BETER, RECLTmABRE(RLBRTARRE), BLMAMTE
BB R T B A K 1723 CHATHHE, RERITH, REKLER LR
g

o} o}

N PN

N CHs, N CHj,
H H
MeO MeO
OO HCLH,0 OO HBr.H,0

I (1D

AEAPEGEER, EAETAHHRER, AREBREHN A, HT
AREE RE S #BhE.

XIRMTREBTEAMEEERIEGERKLEA 1 : 1-1.5, 45
Hik 1:1-1.1, PR BEaR 3 6 BR47. BEBR4E.
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AEARTREREF EP, BRERGERBEELS 1:10-30.

EXRZAKBVIGFEF R — ML EETEY, EFRIHR
FL&A 19-25°C. R RAEL 22°CHR 23 Chy, BiLd 3P it KiE e 7
#.

EFH— ALK ERFTET, BLGIFR AR LR ERFAES
20°CHATHHE, Flledldedy 2 o, ERERTH,

EF—ANMRBEGEEFTEF, EMANBRESKRERMKE
30-50°C, fFR\EFG R, FRER G R, Bk b FlekEe
M.

AEPFE T —HHFHHETRELZLTHRBVI, BT, FERETELE
S, HFARKREE, AdNFTEEARYE. SAA KA, RAL
RIF AL Mtk R 4GSR

ARE P B+ F) $3F CN 201010126254.X #= CN 201010126263.9, _Lif
ANRIF X EZTEABHTRLATHHEFT ERHNE, BFEAKH
XEBTHEAAHXE HCl 3 HBr B EH RAKLSY. BARSTEAHFE:
ST REBITEMRTAREIEN, REEN HCl R HBr &4k, B
s ST 6 Bl AR s TR RE W RERITMAZ LA HCI R HBr
BEF T, B RATE G EKRRE. TR, 2oREA S —FFEEN HCI
X HBr &% R4t RIKEEAK, mF =5 &t FEHN T HCl & HBr
HENEHIEE, PTAkie s —FF 75 k.

A9, TR X LTINS SREVERNF, FiHme HCI K
HBr 8558, B34 dhArds 69 BlaRseik. Tk

B AT AR BT X R 3L IT AN B A AN ¥, Fi#Fie HCl & HBr &K
B, BRI EREER. TR,

BT 3| Al ARB G 58 LR 2N A R FIAR T iFHEA RS,

W A 3.8
B 1 RAKAERES 1 AR VI X HX74 B #;
B 2 AL A ERHES 1 BB VI DSC R #4E B,
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B 3 A ARKP LRSS FHHIATREINTE TGA HEB;
B 4 ARKIALHES 6 FHRATREITH TCGA LA,

FARFE AT X
TERBLERAEF GG XE—FHARLA, 1257 B el AL A R
AR RAFEEZF,

EEH 1:

BXNFXEBTELHT.6 ¢)EF AcOH (19 m)ER&RF, oA
KOAc (3.5 g); Mm#ZE 40°C, FRFERER;, ARAH, BEBHEEM,,
F 22°C, EMKQ50 ml), FA~20CHIE2 Iod; &, ARLKES,
50CTEAEZTREIRE, FIGEEIKISg, LLE: 99.8%

P& 98-100C

EHA] 2:

BXIFREBTESWQ g)%ETF AcOH (5 ml), AN NH OAc (0.57
g); MR E 40°C, FEFRER, BRI, BREHTER, T22C, &
AR (150 ml), FAE~20CHH 2 IoF; Lk, AKRKREM, SOCTAZE
TiRERE, FIGERK14g, E: 99.7%

&L 98-100°C

L4 3:

BXNMTXEBTELSHE0 29)EF AcOH (130 mDEZRF, A
NH,OAc(10g); Mk ZE 40°C, FRFER; BRI, BREMEER,
F 23°C, #EMKQ2.6 L), FHE~20CH 2 od; 38, FAKRELEBG
S50CTAZETREEE, FEGERIK25g, LE: 99.8%

P& 98-100°C

L4 4:

BRI, O VI. VI (3F f L84 )R HEAN 40CHEEBRA P, K
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E 20 R, B3 HERANE Rk FAH KGR HHTHE.
1. FEoush B R Z

Gt AT ANREASRAES AR AEAAN; VA 10 mmol/L BEELE
*3AEENAAYT pH £ 7.0)F THFARBRILA 2: 7 HRABEBREH AT
#8; ABRA 40°C; ARREKHN 220 nm, BT NARER ZLE.

R ASAE AR, T, VI. VIEER 1 mgmL #EE, &K
10 pL SENBRAD E N, R EHE.

2. Rt ERE
M FEREHBEENZ T E, AIMFERATANE, 2 LE—:
i...

o A 11 m B T a3 VI o 24 VI
uer Al
E | 2F | thE | 2F | HE | 4 | B | 4%
AEB 99.7% | 99.5% | 99.9% | 99.5% | 99.7% | 99.3% | 99.8% | 99.8%
18 5% 48 A
E 20 K (99.3% | 99.6% | 99.3% | 99.4% | 99.6% | 99.1% | 99.7% | 99.6%
)=
3. KIEMRZ
MZFHxRA HPLC Fik, AMrE#TRE. X TR=:
r=
HJu AR Il a2 VI o 2 VI
SEMRE (mg/ml) 0.301 0.336 0.330

4. B MR Z
R T =R PR %
1) ®rAaBREER@ET 10 X): HEG0T), KE4500x), FHE
(92.5%RH, 257C)
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2) R FHEER 6ANA): BEA 40C, BEA 75%RH
3) KBEBREER 12408): BEH 25C, BEA 60%RH
R =

o AR mA I A VI s VI
5 i v x" N
YhEE| AR v v v
HE y y y
R y y y
KAEEG6MNA) v v v
KPLKEOMNA) v v v
KHkB124MA) N x v

¥ AR x-TAEE

RENXLERED, REAAHFTREBTHHRAVIEAHELE., #&
FMFEREL BT MR YA EARHRYE, A TFRE.

5 HPMEPHREBRAT (R, LEFST)

Ao(FF § £#46) NRBHBREUZEAR T ik, BAYHEREEE
(%2 10 X): HEME0CT), FHBE5001x), HE92.5%RH, 25C); Auig
BWOEEM 6A-A): BEH 40C, BEH 75%RH; KHFEBREH SAMA):
BEH 25C, BEH 60%RH, FHERETELEZMFTARHHE,
SERSEHREEKE,

B b, Rowby RA SR E NS RABLEREFH X-VIEA KRG R

k#p) 5: XIFXREBTEASY
10 g TREBFITMAZ] 100 ml ZERZEERT, 10CEHTREF
N HCI (36%)KE# 4.6 g, PEF 1 AN EF; 1298, BERA TER B 10 ml
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WAERR, OCTTFREFAXNHNEGERKR102g; LhE: 99.8%, KkE:
88.7%.

Cl LE
B EAE: C12E4 1191wt %
RRME: ClE2=% 11.86 wt %

AN XEFTIAHERKAS TR Z:
#AE3 FAF C1sHisNO;, -HC1 -H,0 ¥4 RGBS FH 6.06 wt %.
51 FARKSE( CPEZHEY 2010 8 HFE VI M)
RE#S 5 FHIRITE FRKER R, ERLE[KESE: 615wt %
52 RESH(CFEHAY 2010 & HFE VIILQ)
BREHB 5 FHERITERSAERRK, RFLEHKBAELE 6.67 wt
%, BPREHTEA L HK 6.67wt%. TGA BEFALA 3.

%84 6: XM XEZFTESY

3100 g TR A ITHEAEMT 800 ml T TE T, KETRBMA
HBr KiE#(8.32 g, 40%), HH 1 AN A 298, ERA TERZE 100 ml
BERR, £ AOCTFRFEEGERK 120 g; 8E: 99.9%, 1K #: 85.3%.

2Hr4E R (C1sH;7NO; - HBr - H,0)
HHEAE: Br%(23.35%)
ZRE: Br%(23.29%)

AT XEZBTEAHLERKESERZ:
B+ FAF CisHi7NO, ‘HBr -H,0 F 4 S RGBT 4 5.26 wt %.
6.1 FARKE( (P EZHEY 2010 8 HFE VI M)
IR EH) 6 FHERITEFRKERR, ERNLEHKESE: 510 wt %
6.2 AEHH(CFEHAY 2010 & HFE VIIIQ)

LS 6 FHBBITERSHERMK, RFLERKRKRE 5.70 wt
9
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%, BPREYTAALEHK 570 wt %. TGA BL&FEALE 4.

L) 7. HPWBESHHHE

1000 2 E & F FE: 25 mg)

o 2 VI

$L#E (Spherolac 100)

R PR 4L
Hr(Starch 1500)

F 9 K45 (CMS-Na)

Ac-Di-Sol ® (FMC)
AR5 g

25 ¢
889 ¢
1.7¢
255 ¢
85¢g
17 ¢
34¢g
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AR
1. FXREETHHE, LAAFER 20 ARTHAT X HETHE
RAE:

20°

10.557
13.301
16.145
17.286
17.841
19.359
20.089
23.366
24.944
26.128

3 H IR 630984745 A £ E3K 2040.2089% £ K I8 Be b Sh4K.
2. MXEBETHAHE, LARAAER 20 A. SHEFEIE d fefastBE
F TR AT X S &RATH B RAE:

20° d(A) AR 3% B (1%)
10.557 8.3725 32.35
13.301 6.6509 11.45
16.145 5.4855 10.60
17.286 5.1258 6.19
17.841 4.9675 100.00
19.359 4.5813 10.83
20.089 4.4164 11.77
23.366 3.8040 29.82
24.944 3.5667 21.60
26.128 3.4078 12.47

3 H AR 63098478 A £ E3K 2040.2089% £ A TG Be b S 4K,
3. RAER 1R 2HEGTREBTHRBAHEFT &, BXITR
MR E£BTEAWETER, REeGEPAssg, B3 F28
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BB BRI 1723 CHATHH, REBITE, REKLERHRAD
S

e} e}

PN

N)]\CH3 N CH3
H H
MeQ MeQ
OO HCLH,0 OO HBr H,0

1 (1D o

4. oA AR R 3R EFT &, £F, XMRNFTRELLTELSY
Eetag ey B RkAH 1:1-1.5, 4Kk 1:1-1.1.

5. JeB A ZRK 3R 4TRGBS FT &, FF, BRERGEBOK
# 1:10-30.

6. A AZR 3-5 VAEE—FATRGHEF &, X P, PrdsRRER
B ER AT A BB 4,

7. B AR 3-6 PEE—FRATRGHEF %, LF, EFFIGA
K& H 19-25C. 455 R4 22 X 23Ch, BiEHH PiFloRkELHiTE.

8. AR F| 2K 3-7 PEE—AEYHEF &, L+, BLHHFE
8 BRL & P A K I A 20°CEATHEHE, 1R ST,

9. AR F| 2K 3-8 PHEE—RAREMYHEF %, EF, Eoamigid
AR B A E 30-50C, MR RFHER, RIZERARSY, BTG
Kb FheRkAE s ATl

10. HHEaed, KB AER 1| K2 ARG RERBITHHE
VA BT 3 J 306 SR A

11. ATFHEHHEeRA)ZR 10 G HpasY, FrLHmAaT
ERRBERAAER.

12. ATHE&HHEeBRA)ER 10 B sd, P aT
BT REREAR., BK. BRE. FYHRBRAER, PEWME. ShEK
. ARG, TR 2RO EXBRIGET . HiAroRE. BIEER
FARIE .

13. AR F BRI R 2R GTREBTHRBENE ST HEA,
s T ARBERALAR.
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14, oA ER 1R 2 TR TREABITHHBD AR EHHFHEA,
P& S5 Fia s IR, KiK. RRE. FYRBAER. PEHM
. ShERMK. HURRRMA. AT EIRGRREIET . HFH5HE
IE . RBUE RIPAE.
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