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1. #)& 9-F A SR 7 ik, CLIEERVAA RFTIE 9-A A S At a8 4R
F Al AT, % 20- 45 £V —F AN R LA E ) —F LA AR A
BETHRNBEEN.

2. BANER | ¥k, EPATE 20- B8R SN 3849 20-E AT AR
20(S)-E- 1 a5,

3. BANER 2 e9FE, PR 20-E 4T A 20(S)-E 4 A, ELPTiA
O-FH A EATARAZ 9-FH HL-20(S)-E# A,

4. WAV ER 1 F %, PRI, = A LR = A OB,

5. BAER 16975 %, 5L ATk TAUFHER 35 %2 KNOs; NH,NO;; LiNOs;
AgNO;; TINO;; BiONO;; Cu(NO3), 2.5H,0; Hg(NOs), ‘H,0; Ca(NO3), 4H,0;
Ba(NO;),; Zn(NOs), - 6H,0; Mg(NOs), - 6H,0; Co(NOs), - 6H,0; Sr(NO;),;
Pb(NO5),; AI(NO;); 9H,0; Fe(NOs); 9H,0; Cr(NOs); 9H,0; La(NOs); 6H,0;
BE RS

6. BRANER | 895k, £ PR RAFHER R 2 ) WAF L AURE R 3 4%
;f’b/a\%o

7. BAVRR 6 695 %, E P AL AHAER L .46 KNO, F= 2 ) —7F 1
1, T ALFY R 2k

8. M A& Ta 6 894 ik, ¥ PTid RALAER B .45

KNO; #= Cu(NOs), - 2.5H,0;

KNO; #= TINO;;

KNO; #= Hg(NO3), - H,0;

KNO; #= Ca(NO;), * 4H,0;

KNO; #» Ba(NOs),;

KNO; #2 Zn(NOs), * 6H,0;

KNO; F= Sr(NOs),;

KNO; #= Pb(NO;)s;

KNO; #= AI(NOs); - 9H,0;

KNO; #= Fe(NO,); - 9H,0;

LINO; #» Hg(NO;), - H,0;
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LiNO; #= Cu(NO3), - 2.5H,0;

LiNO; #= Co(NO3), - 6H,0;

AgNO; = Cr(NOs); - 9H,0;

Cu(NOs), - 2.5H,0 #= Fe(NO;); - 9H,0;

Hg(NO;), - H,O #= Fe(NO;); - 9H,0;

NH,NO; #= Cu(NO3), - 2.5H,0;

KNO;. TINO; #= Cu(NO;), - 2.5H,0;

KNO;. TINO; #= Zn(NO3), - 6H,0;

KNO;. TINO; #= Pb(NO;),;

KNO;. Cu(NOs), - 2.5H,0 #= Fe(NO;); - 9H,0;

KNOj;. LiNO;. Cu(NOs), -2.5H,0. Hg(NO;), - H,0 #= Zn(NOs), - 6H,0;

KNO;. LiNO;. Cu(NO;), - 2.5H,0. Hg(NO;), - H,O #= Fe(NOs); - 9H,0;

KNO;. LiNO;. AgNO;. Cu(NO;), - 2.5H,0. Hg(NOs), - H,O #e
Fe(NO,); - 9H,0;

KNO;. LiNO;. Zn(NOy), - 6H,0. Cu(NO3), - 2.5H,0. Hg(NO3), - H,0
Fo Fe(NOs); - 9H,0; 3,

KNO;. Zn(NOs), - 6H,0. Cu(NOs), - 2.5H,0. Hg(NOs), - H,0 #=
Fe(NOs); - 9H,0.

0. RAER 1 67k, LOIERAAEEERL O- RS KA P IR,

10. AFIER 9 895 %, HYMEEERASA TR AT
0 BB AT

11, AR | 695k, L OIEHMTEE T FIRITIRLE 0-F K A5,

12. 9-FH A E AR, HIEEH 268°C, H¥iZ O-AH AR EMTAREA 4o T 45
AiE -

1) 'HNMR:1.05 (3H, t, J=7.40Hz, C19-F & & F), 1.92 (2H, m, C18-I
WA FF). 3.82(1H, s, C20-OH), 5.40(2H, s, CS-E& ¥ £ & -F), 5.55(2H, dd,
J=14.21Hz, 14.21Hz, C17-& ¥ & & F), 7.70(1H, s, Cl4-H), 7.92(1H, t,
J=8.40Hz, C11-H), 8.48(1H, d, J=8.35Hz, C10-H), 8.55(1H, d, J=8.35Hz,
C12-H), 9.36(1H, s, C7-H);

2) R m/e (AA3T3RE): 393(M', 100%), 364(M-C,Hs, 35%), 349(48%),
334(25%), 320(25%), 293(35%), 274(8%), 262(8%), 246(15%), 234(6%),
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218(20%), 205(8%), 190(9%), 177(5%), 164(3%), 151(3%), 137(5%), 123(4%),
109(5%), 95(5%), 75(3%), 60(23%); #& % /it #% :393.096( % % 14 ) ,
393.096(CaoH;sN30g 3+ F-48).

13. A2 K 12 69 9-FH L ERTARA LY.

14, BRF|BRK 13 0948464, Ak O-FI A SATa2 b CBEAR A AL 48
EF| g b i A2 R 4T

15. A A E R 13 8928640, ZBAMRR TIE7 RENEEY.

16. B A EBF 12 69 O-FE A ERTaRGG b b ik, ©I5A LB HAL46%
F1E O-FY A ERTARS AT obILITAR, BT A4 9-FH R E A AR AT IR 5 A 268°C.
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H) & Fo R 2 9-FH R -20- S A AREY 77 E AR
9-FH £ -20-E M Bk A 4054

ApEwHFELEED A 1998 F 7 A 10 B FH 54 “98807978.X” .
iwzﬁ%“ﬁ%%Jé9ﬁﬁaoamw%ﬁ%”%ﬁﬁ%@&¢%
PCT/US98/14532. B AT 24 WO 99/07709 #) & 8 & #| w569 58 &35,

R ARAR 3,
KL REFH &FRE 9-FH R -20- EATA(ONC) Y 7 EH AR 9-FH K
20-EABA LS.

FEHAKR

0-FH H 20(S)-EM BB L/ R L R A EE T CRT H KA A& 3L
KRR 9-FH A -20(S)-E R AR AT T AR A Fe RSN R 48 9-5‘%’2&
20(S)-E AT AR T B o)l KK F .

B AT 4% ) B i 59-51288 F AL —FF A AL F 49 RA B IR SRR
B P 4 I8 EATARR B S O-REA B AG R, 2R, BMAIZFIEN, 152
TR F E 25 B i& 64 ONC &4 ¢ CEALY 3%-29 T%. A9, EFEFETRE
B8] o, Blie TE RS, 12-F A EME(12NC), £F INC 5
12NC #9529 1-3. F @ 89 R KA TR A B An BRUBR 69 RURL .

OH:.O
oNC [OH

!O‘-
CcPT

{e LB R, REZ4 12NC A& 54, SIENE 60%. 7@ ONC
WRAKBAF S 8 74, o EFReh ONC #9774 % el 8 A4 5t A K,
et —F K ONC a9l R, Rk, §E2F —HRF INC l&%ﬁﬁ&frﬁ%
B VA4S ONC 89 7k P A 8915 % 8 7 4.
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A A B

AEReH—/N B 2 RS E O-AE SRR T ik, ZHERFE S
6 9-F A S AT ARICE

ALY F—E G RTAE—FP bk O-FH AL AT ARG B A R T Uk,

KK EAL R 49k EA S AT @B F LA, AR5 T AL
BB A A A Bk, AKXk B 4 Ao L B T B 1L LB B e P I
BB R B R P AR EA B SRS R F A LE.

A T AP e Fo A AR S FARIE R K BA6 B &), JE4o X 2 BARAeIR
IR, AKAE L T4 E O-MEERMHN S %, E 7 ENTREIE 20-
SRt B —F R ALK BR 3 BB F A — AP aTAR AL A AR AR B TR 2Ly
B . 1R AR VA R, 9-Fl A S A AR B A A BT ] T

AL B R T AALE SR 9-A A SR 7 ik, MARASTE
vk v Au T 2 F A 69 R BLRL

By, AEXPARBT o THHEATE:

1. %)% 9P B ERTARM F ik, QIELERVAA AT O-FE R B AR IR
B Fnta T, ¥ 20-EME 2 —F AR B A0 £ ) —FF B A AR AH

B E T A BB .
2. W 1k, AR 20-ERTARA SN 4269 20-EATARK 20(S)-&
AR B,

3. R 2 ik, P AR 20-E AR 20(S)-E AT AR, HATE 9-FHAE
a5 9-FH 2 -20(S)-E AT AR

4. 1k, B PATRBMR IR, A LB A TE.

5. 17, B P AR AU ER 3 E KNOs; NHyNOs; LiNO;; AgNOs;
TINO;; BiONO;; Cu(NOs), - 2.5H,0; Hg(NOs), - H,0; Ca(NO;), - 4H,0;
Ba(NO;),; Zn(NOs), - 6H,0; Mg(NOs), - 6H,0; Co(NOs), - 6H,0;5 Sr(NO;),;
Pb(NOs),; AI(NO;); 9H,0; Fe(NOs); 9H,0; Cr(NO;); ‘9H,0; La(NO;); 6H,0;
RE RS,

6. M1 M5k, EF A AMAMEBRE R E ) AR AV L 4 REM,

7. R 6 thF R, EPATA AR 4 KNO; f2 £ ) —FF E A4k LA

FHER & .
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8. 6 thH ik, HFATEALNAEE 4%

KNO; #= Cu(NO;), - 2.5H,0;

KNO; #= TINO;;

KNO; #= Hg(NO;), - H,0;

KNO; ## Ca(NOs), - 4H,0;

KNO; #2 Ba(NOs)s;

KNO; %2 Zn(NO3), + 6H,0;

KNO; #= Sr(NO3),;

KNO; #= Pb(NO;),;

KNO, 2 AI(NO3); - 9H,0;

KNO; #= Fe(NOs); - 9H,0;

LiNO; #= Hg(NOs), - H,O;

LiNO; ## Cu(NOs), * 2.5H,0;

LiNO; #= Co(NOs), * 6H,0;

AgNO; #= Cr(NOs); - 9H,0;

Cu(NO;), - 2.5H,0 #= Fe(NOs); - 9H,0;

Hg(NOs), - HyO #= Fe(NOs); - 9H0;

NH,NO; #= Cu(NO;), * 2.5H,0;

KNO;. TINO; #= Cu(NOs), * 2.5H,0;

KNO;. TINO; #2 Zn(NOs), + 6H,0;

KNO;. TINO; #= Pb(NOs),;

KNO;. Cu(NO;), - 2.5H,0 #° Fe(NOs); - 9H,0;

KNO;. LiNO;. Cu(NOs), -2.5H,0. Hg(NO;), - H,0 #» Zn(NO;), - 6H,0;

KNOs. LiINO;. Cu(NO3), 2.5H,0. Hg(NOs), 2.5H,0 %= Fe(NO3); 9H,0:

KNO, . LiNO;. AgNO;. Cu(NOs); - 2.5H,0. Hg(NOs), - H,0 #
Fe(NO;); - 9H,0;

KNO;. LiNO;. Zn(NOs), - 6H,0. Cu(NOs), - 2.5H,0. Hg(NO;3), - H,0
F2 Fe(NOs); - 9H,0; 3

KNO;. Zn(NOs), - 6H,0. Cu(NOs), - 2.5H,0. Hg(NOs), - H,0 #=
Fe(NOs); - 9H,0.

0. M 1 47k, LEOIERAEEBRE O-FATABE T IR,
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10. R 9 #7 ik, H¥ARAEE#EA SR WA krhi A TR R
BARAT,

11. 1 847k, LEIBAMNTE T BIUTRLE 9-F1 K E M.

12, 9-FE & ERTAk, HIEEH 268°C, HFTiZ - A EHABRELA o T 4F
AE -

1) '"H NMR:1.05 (3H, t, J=7.40Hz, C19-¥ £ /7 -F), 1.92 (2H, m, C18-I
WA F). 3.82(1H, s, C20-OH), 5.40(2H, s, C5-L F & /F ). 5.55(2H, dd,
J=14.21Hz, 14.21Hz, C17-& ¥ &/ F), 7.70(1H, s, Cl4-H), 7.92(1H, t,
J=8.40Hz, C11-H), 8.48(1H, d, J=8.35Hz, Cl10-H), 8.55(1H, d, J=8.35Hz
C12-H), 9.36(1H, s, CT-H);

2) Rk mie (FAXTIRE): 393(M, 100%) 364(M C,Hs, 35%), 349(48%),
334(25%), 320(25%), 293(35%), 274(8%), 262(8%), 246(15%), 234(6%),
218(20%), 205(8%), 190(9%), 177(5%), 164(3%), 151(3%), 137(5%) 123(4%),
109(5%), 95(5%), 75(3%), 60(23%); #& % /i i :393.096( % ¥ 14 ),
393.096(CaoH;5N;O0g 7+ HAR).

13. 23R 12 #9 9-FHAA S AT AR89 4154 .

14, 313 69444, H P Frid o-RH L S AT AR o LBR AR A A 46 57 69
4 Ak it A2 7 AR Y

15. 3 13 654864, 46N AA T RENEED.

16. T 12 4 9-FH R E WP ak e 4iAb 7 ik, QL35 LERAE ARAEIE AL 9-
Wﬁéﬁﬁﬁﬁ%%ﬁﬁ,%%ﬁ%%ﬁ%éﬁﬁ%@ﬁﬁz&cy

LK b d— A T @ 6 A AR T e R b e, B
Pt — AR B KR A A

R EkT X

— A%, 4] & O-FH R ERTARGY F R 018 20-E RS 2V —FF AR
HAnsT AL AN B BT A E R B T A B R . R AE R A AR, 9-AK
A E R R AY R A 18] T AT,

% F B, PR E A AT VA RAEAT 20- B4 B, AR 49 B AT ARA SN I A
49 20-EATER(BF 20(R, S)-EAAR)R 20(S)-E k. EhiLaY 20-BEHTHBE
20(S)-E A A, FTiE ESTHRA T 7 L 5T WA B 3L 5 K A (Jintao) FHR T A 2

8
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8) £ B, STALRATATLE 6 EATHR, 12 20- S AT 8RS E AL 29 85%-29 99%,
FHREE VL 92%., 5 E D —F R & Fo—FPIELAE RAEE TA K
WBRE 0 20- BB ETUARMEFIE, REAERBEAH RS
.

FAUFEEL ST A R A0S A R AR E TR, AMEBTREL
RREEE BB 9L LR AR A, A & 66 F s R kT
KNO;; NH,NO;; LiNO;; AgNO;; TINO;; BiONO;; Cu(NOs), - 2.5H,0;
Hg(NOs), H,0; Ca(NOs), 4H,0; Ba(NOs),; Zn(NOs), 6H,0; Mg(NOs), 6H,0;
Co(NOs), - 6H,0; Sr(NOs),; Pb(NO;)y; AI(NO;); - 9H,0; Fe(NOs); - 9H,0;
Cr(NO3); - 9H,0 #= La(NOs); - 6H,0. |

EAERAYFET, EV—FANEBRERATREY, £TUER 3
FrAAFERE, Blde, AR EATRE S AT RRE G AAAHBR & 7T VAR Ti%
B, R RAEHBR G ARt T 9-AH R BT R ) B S 4L
O-FH A EATBAE T 5 12-FH R EATBULE | 4408 IRAME], VL
BAEFEALE BB 3 R S F0/ KB & 4 0B -5 K.

FoMRY B 3R A 4 8 B K T e dEf KRR T OKNO; A=
Cu(NOs), * 2.5H,0; KNO; #= TINO;; KNO; #= Hg(NOs), H,0; KNO, F»
Ca(NOs), - 4H,0; KNO; #= Ba(NOs),; KNO;#= Zn(NOy), - 6H,0; KNO; #=
Sr(NO;),; KNO; #= Pb(NO;);; KNO; #= AI(NO;); - 9H,0; KNO; #=
Fe(NOs); © 9H,0; LiNO; #= Hg(NOs), - H,0; LiNO; #= Cu(NOs), - 2.5H,0;
LiNO; #= Co(NOy), + 6H,0; AgNO; #= Cr(NOs); - 9H,0; Cu(NOs), - 2.5H,0
Fa Fe(NO3); - 9H,0: Hg(NOs), - H,0; #9 Fe(NO3); - 9H,0; NH,NO; #=
Cu(NOs), - 2.5H,0; KNOs, TINO;, #= Cu(NO;), - 2.5H,0; KNO;, TINOs, #=
| Zn(NOs), - 6H,0; KNOs, TINOs, 2 Pb(NOs)s; KNOs, Cu(NOs), - 2.5H,0, %=
Fe(NOs); - 9H,0; KNO;, LiNO;, Cu(NOs), * 2.5H,0, Hg(NOs), - H,0, #=
Fe(NO3); -9H,0; Zn(NOs), - 6H,0; KNO;, LINO;, AgNO;, Cu(NOs), -2.5H,0,
Hg(NO;),H,0, #= Fe(NOs); - 9H,0; KNO;. LiNO;, Cu(NO3); - 2.5H0,
Hg(NO;),H,O #= Zn(NOs), - 6H,0; KNO;, LiNOs;, Zn(NO;), - 6H0,
Cu(NO;), - 2.5H,0, Hg(NO;),H,0, #= Fe(NOs); + 9H,O ; #= KNOs,
Zn(NOs), - 6H,0, Cu(NOs), - 2.5H,0, Hg(NO;),H,0, #= Fe(NO;); - 9H,0.

Fe BN P A 0 RALAEER 3 60 B (5 B T AL A 6 B AR L)AL

9
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R ERBE, ERAEZKTEMRBEL 2424 3 BUER), LR
k57 M T 3% _E )40 Aldrich Chemical Co., Milwaukee, WI 3% %],

AL B kAR R BRI A RAEE B TP RA . BRAHBITE
A RILFRAS. A LMK ACHE., LAMAE RE” FJBHHAR
BAth R E RV 95%, FAREY 96%-2 98%. RN FIEHE &N E
50ml-120ml/g20-CPD, #4ki% 100ml/g20-CPT.

B ARE BT RN, BT UAETRF AR EET, R
SlE—A AR 9-FAEREK. BRAWAREE T IRAF IS0,
Bk G G BN EA R BYREEBT, REMANER B L
WAEL . RAME TR THIREE VLY 72 D E, ALY 72-29 96 )
. ARASWEETSRINE, THREMHIEIAKK T B B H AR
it AR EFRAEFN O R TIRER, FERURT R B AR
40T R JUN BT

Yol E 1 AT, EEE XA TERM 1 F AR AT 9-FH RS
a4, 12-FEA SRR S, Ao i) F 4. ik AALRE R AT B B g
O-FH £ B ERAn 12-F5 A ERTBRVA B 3 9 B AL R Fa ik 8) S R (B
245,

A2 VB R LR AL RAREL T AR TR A AL )RR AL AR
'@m@hﬁ%%ﬁ%@%%%&%%@ﬁﬂ%9%%%%&5uﬁ%éﬁ
W], TINO; F= KNO; £ ALk b TAUREEL 3. R 3 RS AT AR
b4 ) B AN R ) T AL BR 3k 4 JURT R4 A A, O-FH R B A AR K3 FT AR &
125 st B AL A A KNOy/TINOs; KNOyZn(NOs)y; #2 KNOy/SI(NOs),. #l%s,
KNO/TINO; 494864, 5 343 JF) FHBR AT S FH BRACAE S AL BURL 1T B e 42 R
Pods, IRAET MGG O-RH A EATRAR 12-AH A ARG IS 1:1.4 VAR FH &Y
O-FH A E AT EICE 29%, KNO, F= Hg(NO;), 89 415- 44 B 7 B itk o O-FH AR B
Bide 12-FE B EATARA L) 1:1.2. & 4 AR TR AP R R 4 A AR H4F
A AT & T IX S 40 M R T VAR R 6.

£ 5 WA R ) pb AR 4 BE BR 4T Fo BH BR AT R IR BLBA T 69 40640 A AL B4
WAL R, AE S TIHUA R ERILY AR SR 1.4/1.0-1.0/1.5
o] 84 KNOS/TINO, B, 7FE24X 5B ;i E 6 9-FH R S RTAOA R L8] 9-
FEA E AR 12-FH A E AT ARE L. EARAAEA 1.3/1.0-1.0/1.0 4

10
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KNO3/TINO;. A L pe ) o7 vA 133 sh 6y O-FH A S M sk 945 T o900 % 20
1%, ®—8F HF36ER S 5+2%,
T 5] i) —F A AK B, [2iX ke ) R A AR,

5 H#4]
BT RGP, PIARBNLELEEALIAE 7102 10CTFRTES
2 B, 5.5 F MEL-TEMP 15 &5 5], TAE. £ 10%(w/v)CDCl; &
49 'THNMR /) JEOL GX-270 WB NMR &4 4 270.05MHz F4%3]. ¥/
BUER 7 ¥R BITROGIE), Aw T AR AT, 2i05% NMR #45
i, BAVEA THES: A T80 FH(0),%0S), —F%3d), =
Fi(), K (bs), % F¥(m), £5. KEAHSHE 10000 49 VG ZAB-SEQ
J g AL(EE VG Analgtical Co.)itk. ®HER 4B F Bl e 25 A — 2 F It
2T Fadr AR, A &5 69 4802(230-400 B, Aldrich)® T AT A & 4895
., fAE B &E(TLC)F 12 A Eastman &348 (A7 2 UM 69 & A48 7 69 42
J2), £ NMR #BEFHERAGOHFERIHEM 1 AT,
20(S)-E A B P AR EF BRI T RAEFEF LN ME, FAR#®
A . FrA Hop T HLRE BS 3k Ak Aldrich Chemical Co.(Milwaukee, WD) 3£, 42
TR | |
RARLER IR JE 96%, o Fisher 173, 5230488 .
&34 1
B LEF B aaS KNO; 8 R H
¥ 0.50g(0.0014mol)20(S)- & #f s F= 0.50g KNO;(0.0050mol) 4z X £
100ml ¥4 e R 69 B AR T 69 30ml TEF. RAME TR THHE
24 N, FAEBIET 4 LB 500ml koK, BEF R A AR 200m &
B 35(200m] x 3)EIR 3 k. A6 E AR 20g RAREM TR G I, A
R#BHAEBNBE_ATHRE, FlahhaEL B Y EIR 4 Dif, £LiER
EEAF TR 4DNEFINGZHRERE EH R, HPLC ST A TAE TR T
F AL KNO; AL FE T, A4 69 EATAR 100%EHL(R 1)
A 2
B EAT8E KNO; 69 B
BB FE#4) 1 PO RLARRE G F R EAT BT, BE &~ 4 8

11
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HPLC 47 A B AL 44 69 E-HF Ak 100% = 4L
A 3
EZRTEF EM L KNO; 4 B
AL FZp 1 AE 67 EE EABANALLE, R RAYE HPLC
SATEIBER | T,
L) 4
Fe RIS F S48 KNO; 69 FH1L
¥ 0.50g(0.0014mol)E-#f 48.F2(0.50g, 0.0050mol)KNO; B} &f A2 A £ 100ml
FA RV R B0 B R 69 30ml R T RS AETIR TR 1 R,
FEAESLH T EIREIN S00ml KT . & EeRFRAEFR 200ml ZAF
$(200ml x 3)FE I 3 %, AF e E IR jtyk .u@zaéﬁaﬂsﬁ 1 R, BrsERE
RAaB AT, FlemEsaB TR 4 ., EAHNEZTRERED
ZEERFIOEEDREE %ﬁ%ﬁalkoﬁr%A%%%ﬁxﬁﬁ
HPLC 41 %& 1 ¥ AT+,

Q

) S
TEFRLER P B AR R BTt RE B 2L 64 FE AL
F% Z 45 #4(0.50g, 0.0014mol)F= 7 B& 4%(0.56g, 0. 0070mol)7bﬂ)\4"£ 100ml %
BRI B 0 B RIEARL T 49 20ml JRARER P . RAMAEZTR T 72 )
B, ARBAEBH TE S00ml skkF, AEK 200ml = F FH(200ml x 3)
EI 3R, AF 69 FE IR A HR 100ml 7K(100ml x 2)#eE 2 k. % 2 K ehik
A, AER 100ml Z & FA(200ml x 2)F B 2 K. A EBOR(~
600ml+ ~ 200ml)ya-5F, F % (Na,SO,, 20g)4 1B, RBEAKIFE G & F K
FB 4, AH INC(19%), 12NC(41%), K E AL 89 ERa(25%), Foi
PB4 (15%).
AT i s B 69 HPLC 944 AR 2 F &,
k#1456
FEFRLER T B AT AR R PR Y TS ) RE BR 3 40 A4 4 A AL
¥ E #FA5(4.0g, 0.0115mol) A AE 250m] = & J2H#R F 49 100m] JRELER F .
BF RS FBINF LI K S IR NIRRT (£ 1530 454p). 44
KNO5(2.32g, 0.0230mol)#= Cu(NO;), 2.5H,0(2.67g, 0.0115mol)E] & v A 3% %
BP . RAMETRTHE 72 K, ERFETEA 1500ml koK. Ak

12
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P& & BT IR A AR S00ml ZH FA(500ml x H)FEIR 4 K. A A ERE
A RKFEAT IR 8 Dot FALES BREM. EAREELES B A
¥iRE, F3FHEH ARG E 4, 2F INC(24%), 12NC(50%), *
BRL 4 ERTR(6%), Ao i@ = 4(20%). A X sk #i40 R & HPLC 447
ERER3FHF.
F ) 7
BB T BB ZA R E S A RAUFBR B 40640 64 AL
F ZHER(4.0g, 0.0115mol)EF F /£ 250ml FA RS 3 25 69 B R AR,
F 89 100ml RAREL ¥ . AL 30 4P (AL B EATARJLTFIEMR)E, Bl e
KNO4(1.16g, 0.0115mol), TINOs(3.0g, 0.0116mol)#= Cu(NOs), - 2.5H,0(2.67¢,
0.0115mol)89404-4). RAMETR THME 72 J8F, EHHETHEA 1500ml
KoK, FEBEFRMA AL S00ml A F(GS00ml x )FER 4 k., HHHE
BUR ) KN TR, TR, FoRA. REEEHARMGIELFH, 4
H 9INC(25%), 12NC(44%), RE L&) EH(10%), Foitbd] = H(21%). FF
A XS FEAL B 89 HPLC AT RAEER 4 F FF 7.
) 8
FEFRER T BT8R TR ) tb 4] 89 KNO; A= TINO; 28447 89 R AL,
¥ EAFA%(6.0g, 0.0172mol)m A A& 250ml FE A AR A 3B ¢4 = 0 i+
49 100ml RABRY. EZETHHY 30 9475, RiTmA KNO,(1.74g,
0.0172mol)#= TINO;(4.58g, 0.0172mol) ¥ 4844 . Rb-h £ T35 T3 72 /s
B, EHAE T BN 1500ml kKT . & & &FRAEK 500ml =R FH(500ml
x HEI 4R, A FEIRA ALK NaySO, T4 8 1B, ERAest AL %
B ZAFTRE, FRREHARGARE F4. 24 INCQ26%),
12NC(49%), RKE L &9 EHaR(11%), A=Ak 8] = 4(14%). PTA Xk R 49
HPLC & RAEER S ¥ AT,
LA 9
B R EARAR G EBR T B4R KNO; F= TINO;(Fb#): 1.0/1.3)89485-4%
&9 FH A%
R LS 89— F ik, RZ KNO;# TINO; 5 & 6 Ffat) RE 4k
PR —RER ., GREER6 T T,
A 10

13
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B 9-FH AR E AR T ik

Y E AT A(4.0g, 0.0115mol)Ie AFE 1000m] = T EHF 49 300ml JRALEL
¥, EHIY 1S 2475, BlE A KNO;(2.0g, 0.0198mol)F= TINOs;(5.0g,
0.0188mol). BAMA TR FHIF 72 0T 5 AL THEIA 3500ml KK+ .
& & &% %A %5 3300ml — A FH(500m] x 1; F2 900ml x 2)F IR 3 k.,
A F Y EBOR A KK AN TR 8 B, BB RRERL RS BIER,
Rl ka8, ey O-FH R S ARE LK LB F =R 2-4 /N At A
ML BE T BiR A3 E) 6 46 5 (ONC) A X F &4 K, (mp 268°C, 41L& 20%)'H
NMR:1.05(3H, t, J=7.40Hz, C19-F &/ -F), 1.92(2H, m, C18-& ¥ & i ),
3.82(1H, s, C20-OH), 5.40(2H, s, C5-L& ¥ £ /& F), 5.55(2H, dd, J=14.21Hz,
14.21Hz, C17- % A7 F), 7.70(1H, s, C14-H), 7.92(1H, t, J=8.40Hz, C11-H),
8.48(1H, d, J=8.35Hz, C10-H), 8.55(1H, d, J=8.35Hz, C12-H), 9.36(1H, s,
C7-H); mass m/e(485F3% & ): 393(M", 100%), 364(M-C,Hs, 35%), 349(48%),
334(25%), 320(25%), 293(35%), 274(8%), 262(8%), 246(15%), 234(6%),
218(20%), 205(8%), 190(9%), 177(5%), 164(3%), 151(3%), 137(5%), 123(4%),
109(5%), 95(5%), 75(3%), 60(23%); #&% % Ji & :393.006( & ¥ 44 ),
393.096(CH;sN;0¢ T 44,

34 11

O-FH Z E A pk ey HPLC 8948 B 547

ME: ML B4 BEAME HPLC £%, FTEAIEH BEAMAA 110A &
Fo2ml A EiEHE. UV AR EZ SPD-110AV £ 45 2 (Shimadzu, Kyoto,
H A). HPLC Mm% F F XM A 220nm ¢ UV B, oA 8 E b4t 2
EZC Chrome(Shimadzu, H A)#» FLO-ONe/beta(Ra-diomatic Inserumenes,
Meridian, CT). C-8 Microsorb & & Rainin Inserument(Woburn, MA). HPLC 4~
M RAFEE)RAR HPLC 5478 L - L B8 LB -KASARR R #EAT, SMAET
BT VAR Iml/min #47. ONC JKE 4 0.1mg/ml TR A ¥F LiETArd s
F) b )&, BOE —4r B0 300ul, Ar 700ul 0.1% LEA KRR T . ERDD
29 10 # 5, @#iT 2ml &% 100p] LRz AE T, A 70%EF 0.1% T8
b 7K Fo 30% LIFVE A AAARAT EE ST HE —A 5 o%h. RE RN 4
SAT R B AEAZ A E 100% M. £ 15 24PN 133 2469 HPLC /. ONC
4 23RN AL 254nm 49 UV @ R Feit B 5 ONCHER X 498 440k 2 .ONC

14
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dhE R 96%. FRiX AT 9-FH K EATERA IR G BTIE) £9 6.5 44T
A 1. BERE AR T EATEHA KNO; 89 #1L °

{
s .WO Sowmt W‘N

1 !w OH

CPT ONC 12NC + 8
A | %ONC  %I12NC  %CPT  %& ~4 ONCYI2NC! %% Ak
L 0 0 100 0 0/0 0

L BF 0 0 100 0 0/0 0
TFAA" 4 8 23 65 1/2 12
FLER 21 47 26 6 12.2 68

=

a. EAtER: 0.5g, AHER4P: 0.5g, &7 30ml, KRB E: 24 DB, R
mE EiR.

b. TFAA % T = 2. L BT,

c. %CPT & T EHM A% E B & F= CPT AT EH 4.

d. ONC 4.7 9-# A E A s A 12NC &7 12-F4 K S A5,

J.2. EFBR P E AR ST R ER 3k 6 FEAL °

12Ne + &7 &
FHBR H: %IONC %12NC  %CPT  %&| =4 ONC/12NC % % 1L
NH,NO; 19 41 25 15 1/2.2 60
KNO; 23 52 19 6 1/2.3 75
LiNO; 22 38 0 40 1/1.7 60
AgNO; 19 43 18 20 1/2.3 62
TINO; 24 49 15 12 1/2.0 73

15
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BiONO;
Cu(NOs),2.5H,0
Hg(NOs),H,0O
Ca(NOs),4H,0
Ba(NOs),
Zn(NO;),6H,0O
Mg(NO;3),6H,0
Co(NOs),6H,0
Sr(NO;),
Pb(NOs),
Al(NO;);9H,0
Fe(NOs);9H,0
Cr(NO;);9H,0
La(NOs);6H,0

11
22
22
20
17
21
23
21
22
18
17
23
13
11

17
53
43
49
54
44
45
41
36
50
46
51
28
34

48

24
24
35
30
20
16
23
38
41
19
36
26
13
54

1/1.5
1/2.4
1/2.0
1/2.5
1/3.2
1/2.1
1/2.0
1/2.0
1/1.6
1/2.8
1/72.7
1/2.2
1/2.2
1/3.1

28
75
65
69
71
65
68
62
58
68
63
74
41
45

a. STEABEL: EATH: 0.5g(0.0014mol), H,SO4:20ml, FHELE: 0.0070mol.,

72 B, FRER,

k3. AABL T BT JR A NE) AHER 2 4A - 4h e AL °

CPT

AINOs)/B(NO;},

S0 "os o on ‘
9NC 2| /= oo
ANO;)/B(NO3),” | %INC %12NC %CPT %&| =4 INC/12NC %% FH1k
K/Cu® 24 50 6 20 1/2.1 74
K/Ti 29 41 8 22 1/1.4 70
K/Hg 21 25 12 42 1/1.2 46
K/Ca 18 42 3 37 1/2.3 60
K/Ba 20 39 0 41 1/2.0 59
KJ/Zn 26 50 10 14 1/1.9 56
K/Sr 29 45 3 23 1/1.6 74
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K/Pb 24 49 12 15 1/2.0 73
K/Al 25 50 2 23 1/2.0 75
K/Fe 18 41 0 41 1/2.3 59
Li/Hg 17 38 17 26 1/2.2 55
Li/Cu 22 47 10 21 172.1 69
Li/Co 11 30 2 57 1/2.7 41
Ag/Cr 18 37 1 44 1/2.1 55
Cu/Fe 17 33 1 49 1/1.9 50
Hg/Fe 23 45 2 30 1/2.0 68
NH,/Cu 17 49 2 32 1/2.9 66

a. STEANRE: S48 4.0g0.0115mol), FREX: 100ml, 72 1B, F2EiR
b. ANOs), & B(NOs), #9F Rk 2.0:1.0.
c. K/Cu £ T 48 49 KNO,/Cu(NO;),2.5H,0, FIAHA T A eab-4.

E A ERBRT BB AR E S AFHE et PEAL

NGy
cpr —Roems” § e i o . ) X o
S0 e lr‘ OHO m
INe 12NC + 8
KA %INC  %I12NC  %CPT %&| =4 INC/12NC % % Fi1L
K/TI/Cu® 25 44 10 21 1.0/1.8 69
K/T1/Zn 25 46 0 29 1.0/1.8 71
K/TI/Pb 25 46 5 24 1.0/1.8 71
K/Cu/Fe 22 48 6 24 1.0/2.2 70
K/Cu/Hg/Zn 24 57 2 17 1.0/2.4 81
K/Li/Cu/Hg/Fe 21 44 12 23 1.0/2.1 65
K/Li/Ag/Cu/Hg/Fe| 24 50 4 22 1.0/2.1 74
K/Li/Zn/Cu/Hg/Fe | 23 44 7 30 1.0/1.9 67
K/Zn/Cu/Hg/Fe 26 50 4 20 1.0/1.9 .76

17
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a. STHEANRAL: E4Tsk: 4.0g(0.0115mol), FLER: 100ml, 72 &, F=EiR,
b. IR GGLA M F PR FEBR EE 09 BE R LR R 1:1:1.
c. K/TU/Cu & 748 2 #) KNO,/TINO3/Cu(NO5),2.5H,0, R 48 F 2 Ak X 7).

£ 5. BT EATBA KRR A 69 KNO; = TIONO; 28444 ¢4 Fi 4k,

NO,
|

KNO TINGs '
CPT LSO % Q
4

! OH NOz

aNC

KNO4/TINO; | %9NC  %I12NC  %CPT  %&| /=4 O9NC/12NC %% Ak
3.3/1.0 26 47 5 22 1.0/1.8 73
2.0/1.0 29 41 8 22 1.0/1.4 70
1.4/1.0 27 46 10 17 1.0/1.7 73
1.3/1.0 28 49 6 17 1.0/1.8 77
1.2/1.0 27 50 8 15 1.0/1.9 77
1.0/1.0 26 49 11 14 1.0/1.9 75
1.0/1.3 27 49 1 13 1.0/1.8 76
1.0/1.5 26 47 12 15 1.0/1.8 73
1.0/21 | 25 38 9 28 1.0/1.5 63

a. STEAB R ERA: 6.0g(0.0172mol), ALEL: 100ml, B, AREE,

% 6. RERBARARAT AT KNO; #= TINO, 2054 A1 89 80k 2

NG, o o
L 1
K}}'O‘ﬁW03 ; . ~
T N - T 0
Cone. Hy S04 \"*‘—\/?(‘*O NN
[ OB  NO: [
aNC
125C LB R

H,SOs(ml) | %9NC  %I2NC  %CPT %32 Z4 ONC/12NC %% F§1k

100 29 41 08 22 1.0/1.4 70
200 25 49 15 11 1.0/2.0 74
300 28 53 09 10 1.0/1.9 81

400 29 45 10 16 1.0/1.6 74

18
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a. EHTAR: 4.0g, FHBRAT: 2.0g, AHER4C: 4.0g, RALETIE: 72 0B, RAE
= EiR,

LR, A E ) — R A S @ e 3F L AR T B 6 A L B 14 4G Ao
RIARRBERRY QAL R —F 5.
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