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0. 5/KEW. 2 KEW. 4 KEWH, HHE—ZEKEWTTRANFE &G (HAHE
HIAE, BN 2 KEDRAG RGN 25°C AR, 2 50°C 208 TG M2
MR A — V&, JLTRAEWHBRAENS, M 53°CH 115°C AL R AW
IR, RIR SRARVEIIRIE B2 R T K 51

TR X RTHHE

M D/MX-TIIA X S 4674, M k. 35kv, FHVE: 30mA, FAFEEE: 10°/min, £

Ko 0,020 /25, HHE, Mgs. RO, PK wavelength(A) 11,54, {75 20,

10
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ARG 3-60°, W5E T A INFR R A S K SR R X SFEATH R, 2FRIe A &AL 0. 20
20 W

E—ANSE T, RIADR R X FEATHREN R, e M 20 (3-60° O Ml
L, AR B B INER 22 0.5 K mT AAE BRI 2 0 {8 00947 HL A AR B R 1A C P
K 2): £ 5.06, 82, 10.2, 11.0, 13.1, 13.5, 14.6, 15.4, 16.6, 17.6, 18.9,
19.2, 19.6, 21.0, 21.3, 22.3, 23.0, 24.6, 26, 26.4, 26.8, 27. 4, 40. 0, 40. 2.

TESy— AL, FAPB R X AT REN R, 7EAT9 M 20 (3-60° O Ml&E
WP, AR ER 2 KEYPUIEERENT 20 {EFRAE R -AAHN KRR

(B 4) 29 5.03, 9.08, 10.06, 10.58, 11.56, 13.17, 14.38, 15.29, 17.55, 18.51,

19.67, 20.28, 21.31, 22.16, 22.79, 26.51, 29.31, 30.51, 33.92.

EIRSAR

AR W IR F A K SRR AT o KRR IR 27K S AN TS K W R Jin ER
TG RARE AT 5 R R A3 I B IR 3 T0/K A (Rt 1 el & (R R A
KRR 0. 5 JKEW TR B IMMEICE YY) (Z76 30k CN101367747A HITJT
A FIARMKEML 5g, BT HREERR DS, FHRE, 25C. M
RN 70% /A, 20l 15 Oh AT 12h HRRE, THESBIE R 0%, SR ExR, &
KPR AR KGR 2, AR IR IR R 45 K& YRS O 4f A 2
FARA R 1.

# 1. 5l RER
IURE I [A] (12/N) H0o/NeAHLE, BEEY
B FE2KEY (375 %) 0. 1%
BInFRERO. 5/KEW CSEMaf) 192504 0. 2%
B E IR 1. 4%
BRI e 1. 3%

HARSEHE T

SR 1 BN E 0.5 KAV %
1) 9-FHFK TR H R 1 4
KM E (1, 100g, 0.202mol) #AET ASLAEHIZ] 0°C 1Y 300ml IRERER

11
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RIGTE-5-5CF, ZZLEMAIHEM (22.4g, 0.24mol BURMAEEZ 11.3ml, 0.24mol), M
SEIGAE-5-5C FAREARFE 1.5 /DIy SRS 241 AT Ok, EuE, D@EIKIF
CRE Bt WA [ 44, 40-50°C F L2 TG I (U 9-FHFK T AR iR 6 (2, 124.8g,
27 90%) .

2) 9-Z K IR F I 2%

O-HHFKIBIAR “hiEREE (2, 100g, 0.143mol), 2%4ER (40g) 5 300ml 2N [K]
DRERE R LA K 400ml & — B2 5 R R Sl b, IR &AL 1.5 /DI ZE A, SRR AL,
PERELE AR 3.5L 0-5CHIRNEET, s mMetsiad, 40°C THEA T, h 9-2k
KR IR E: (3, 86.8g, £ 87%).

3) BIER RIS
9-Z K TR 32 LA N-BUT 28 SRS N-#U T 5 4 e e e An

9-Z I KGR AR L (3, 20g, 0.029mol), TEERHN 15g, VAT 1,3- HILH
FEMR (400mD FIZME (100mD FRG I, SEBEFE M N-BUT H LR (9.1g,
0.058mol) F 1,3- ~HIFEPFHEAR (600mD) /ZJE (150mD) KW, ZREEHFE 30min,
JREE, IOANFEE 10ml 281k s OSBRSS 3 v, R IR 6
MhTih, YRR R AR, MBI EIRRREE (5 HCL 13.2g, 0.021mol, % 72%).
BN IR IR AL L B 1K T, 10% 20K pH o4 7.0 /oy, Mo 4, o
I, AR ESS G, 4CHE 8 /DI, ik, [EfE 40°C T EA T 2h, HEE
IR ZEAKEY (9.6¢); MS(FAB): m/z: 586.5 (M+H) , 585.5(M); & KyEMEKSD N
1.79%, Pt FEREL 1.58% (MK 1, XS5FEME 0.5 MK ESF (B
WAE 1. 52%) ERZEJEE W s X OB KA Bos R 0RE R (R 2D 5 adbki. v™
e CM ‘3440, 3312, 3197, 2968, 2936, 2871, 2871, 2792, 2724, 1641, 1614, 1531,
1390, 1367, 1282, 1242, 1205, 1179, 1105, 1057, 1024, 998, 971, 873, 805,
704; JUESHT BEG(H: C 58.57%, H6.78%, N 11.78%; SZll{E: C 58.66%, H 6.89%,
N 11.89%.

B/ S ARSI [ AR =0 0E 60°C iy T ZBEAFAE Y, HAT 24h UL E, G4,
JCE 12h, fRHTEAKY).

SMEB 2 IR 2 KGNl BB, KO- LB EOR I AR AR IR

12
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£k (15g, 0.022mol) 5T HE (11.6ml, 0.11mol> LLK 100ml FEEIR &, iR HE+E 30min,
LR R UO0E : IEMIRRIRAR, R, AUk, KES S, 4CLUNSCE 8h
iy, TR, 40 CEA T 2 /AN, HRIZIRE A, BN ER 2 KG9 (9.3g); ESI-MS:
m/z:585.5 (M) 3 REEMEAS N 5.96%, Habr FEREL S5 4% (HE 3 ,
XSRS 2 ANEERKIEE R GEIR{E 5.80%) ERZEHM; X M ARATH SoRw]
SRR (B 4) LRSS BER{E: €56.03%, H6.97% N11.27%  SZill{4:
C 55.91%, H 6.79%, N 11.34%,

S 3 IR 4 KEWIIEIRS AR, B 9-FARCBEEOR I IR R
(10g, 12.9g, 0.022mol) S T W& (11.6ml, 0.11mol> LLJ 100ml FHEZIR &, iR
F 30min, EPELVOIE: BRI ARAE, P VI/E R KSR, P HEE . KES S,
ACULRBCEIER, HhE, [ 40°CHA T 2 /i), BB Osd, hENHER 4
K& (8.3g): MS(FAB): m/z: 586.5 (M+HD) , 585.5M"); R IEMEKS A 11. 34
%, WM CFEREL 10.83% (MK 5 , RSFEMEH 4 MK RE R (g
6 10.96%) fERZENE N X B AR B BRI, oot M. C
52.96%, H 7.20%, N 10.65%; SEM{H: C 52.90%, H 7.34%, N 10.57%.

STHEI4 VETHRIRIEA B INER KA 10g (4 S8 1 s e 191 2.2 o i
T3 B S ) v 4D, ININERFRIEHEAE R, N 8k 10g, EDTA4$40.05¢, n/H
MO BVESR FK160~220mlAe A, fHAEEE, HIMAS A BB R I AN TR 25— A
R pHA5.5~7.0, MIEERR0.01~0.5% (W/V) $i4£15-30min, 38, FHO.22%ck
TRALIEMEIE R, $%20.05g/ 0. 1g/M 3, BB, R, B,

SIS VTR E A B INERE KA 10g (4% S8 1 s S5 191 2.2 o i
WG 3 B S AVE R 4D, ININERRRICHREA, nFLME10g, EDTA—%10.05g, M4

AT S 7K 160~220mU A Ay, SFRAEVE, FHIMZS A R BERR IR AN B R S, — B VK
WA pHA4.5~7.0, MIHEMERK0.01~0.5% (W/V) #itHE15-30min, T3, F0.22080K
FLIENEIL 38, 120.05g/MMBk0. 1g/f7rhe, AV THE, 28, 3R

S 6 F IR SKEY I E T (50me/f)
W5 BN RLRKEY 50g

13
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MO L AL 320g
(PELEHR S 20g
IRHUARER A JE AT 2 3% 10g
TR IR R B 2g

R R G K G Gt 1 sCSitif) 2 753l 46 BUc il 3 ssciifs) 4
A ER AN AT IR N AT et iR IR e 100 HF, R
5, KR, S IZ O 18—24 AR, Koo

S 7 IR 2 KEWH (50mg/lid

J7: BIMM R SR G 50g
H LB 320g
AT HE R 20g
IRHUARER A JE AT 2 3% 10g
hefi g 1 2g

Ve IR A SKEY GRSEIE] 1 ssEiig) 2 7570 4 st 3 st 4
A LA AT YE R L IR N R AT YR . iRk 100 H, R
51 RO, PRI R 18—24 HIIMRL, &

SO 8 BINEAE 0.5 KEW A (100mg/ F)

Jis BMIME 0.5 KEW 100g
H = m? 185¢
fIREAFR N AT Y 5% 45¢
5%PVP K-30 (50%[11 LEE/KEHD T
hefi g 1 g

K IERER 0.5 KEW CZI2Hfl 1 014 HaERR . AR N EELT4E R i 100
Hif, W85, H 5%PVP K30 1) 50%[K LB K E0E &Rl dil s, i 18—24 B
FiikL, TR, 1 14—20 HERRRLE, IR &, .

S 9. AR MM KGR (3225 S0me/ki)

Wy EMIREK A 50g
IR 2

R 0.5 AKEW LS 1 st 6l 2 vA w6 Bt 3 s itifl 4 v

14
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%) LR AR e R it 100 B, 1RA, HERIREE.
SETER] 10: AR BB ISR K EWVRCERIH & (25 100mg/fi)

77 BIMMEKEY 100g
IR DA R 4g

BRI ER 2 KEY) (RSf 3 s sz 4 4 UL ER IR & e 4 ) ok
100 Hif, A, WMERREE,

SEHEE 11 B IR R4S K SRR (50mg/kiD

W75 B ERE KE 5g (100 RrBRD
&L 4000 110g
LW 1500 60g
H Sml
SRS 30g
EDTA 4 lg

Y IER R G K AW (FrSeitif] 1 B 2 VA% B 3 B 4 v
HiO. Hil. RAEE 15000 A EE 4000, &Y. EDTA —HNRA, KB
W, BEEE. FRaidh, BEREES). WIEGIN SR IR AR TR E A, R
P, R AR, R

A LABEARE, AT, ARZ AT AR S ] BEIK,  IXTFAS AL PR A A A B
[FIAR i, AR IF AR B3R SR o

15
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WOR B Ok B
- BRI RS SOKEY, AT 2708 CpH3oNsOg: nH,O, n=0. 4~4.
- FRAEACRIEESK 1 BT I IR R A K G, HARHELE T B I E 0.5 KRG
R
IRFEBOMZESK 1 PR R I ER 2 S K G, FORFIEAE T A INER 3R 2 KRG
IRFEBOMIZESK 1 PR I ER 2 A K G, FURFIEAE T A INER 3R 4 KEH
 ARFEBCRIZESK 1 PR R I ER B A kA, ol Uk, HORRIEAE T H %
PARCSRGE
JIE ACK IR ZE B KSR %
9- K IR EE DL N-BUT 2 SISl N-BUT 5 R B4
9-FFOKEM R IR, TRIRE MR IR SR, WA T 13- “H &
PHEIRAN Co-Co UK R AV, SR T N-BUT 2 SIS 1,3-—
HEEHEIR/ Co-Co WARUE VA, ARELHIFE 0.3-2h, RMEE, INA Ci-Co IR
TREEAE RN RV Ci-Co FIR T HE . Co-Co ARG . BE Co-Cs IRIK R ThE
A LR D, P RER AT &, kRS s (0 gk A, W InER R ERR #
BN FE IR IR LB Tk, &K pH oy 6.8-7.8, Mribighdh, Wik, [#
K C-Co MARHUR KRS . Ca-Cs HIKZLER . C1-Co RIMIK 7T HE . Co-Co KR
N5+ Co-Cg IAIRZLHER . Cp-Cs MK IF X, Co-C1p HIF5 B A — b ale SR RBEAT — IR B L
RS, B TR B IR 2 45 oK S
BB TTVE B BN R SRR S R A
9- B 1R LI 2 K PR AT Ak
9-IRfR LA KT FE AWML 9-F R LKA IR FZ IR R 58T e A
Ko C1-Co IR TEORS, SIRBEE 0.3-2h, 1 pEHF20ive: MRS IRAT, R
YK C-Co MRHUR KRS . Ca-Cs ARG . Ci-Co MK T HE . Co-Co KR
N5+ Co-Cg IAIRZLEE . Co-Cs MK IF X, Co-Cia HIF5 B A — b ale JUFH REAT — IR B L
LG, LR, BN R SK A
b, RN ETHE R E R — BTN 9-IRAR LB ECK I IR R AR R
5 9- AR ORI R R #h(g): AT HE (mD: Cy-Co ML B2 (ml) =10~15:
10~20: 100~200,

D =

) N SN VS |

16
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6+ HRARBCRIEESR 1 k0 H INFR 2 45 Rk &, SURFIEAE T 4% S i I FR 22

RESA Bk s EHEN LIRS

70 HHRRCGRIEER 1 FA I INER Z 48 ROk &9, FORFIEE T B4 A %S mer

L ROK A 2 AL

8. HRARBCRIESR 1 Frk 0B INER R A5 Sk A0, SO EAE T F 400 % 8 Al

VRS B, R USRS PR R AR 0 T R . e

WL

O, HRARBCRIZER 1 k0 INER 2 45 Sk &, SRR EAE T+ T A 2%
SRR U R A L SR AR TR BN NP R G . F
WR S, TR WA RGO « RIS . H AL U J IS
WL AL 8 1R BT 10 2540 o

100 HRARBURIER 5 FTE 08 INFR 2K & Mok, SO T e e
K BT TS T K SR 2 L TR SRR | o SR 2B
SRR, RAMAES. BT BT, SRR SRR s —
TR

17
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