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1 AT 5

THF. NaH. & F k. Ok OB, BRIREMN. flEE. 228, GALBN. BRMe St [ g3 sobhd:
WRHEARAR, B, KRR BN ROl =R, T™MDS W H EigERT 5 T AR 0
AIRAF, =BG R, SRR, . R BB SR ERERA AR, 2],
CWE. KOH. St . A Ckp — W%, 3, 5- “HARRHE, 4- " HEEMERE P B2 m IR A#A,
To7K F 2R A 2 AR PR A R S, R R R AR IR AR . BRAE S A B
B, BT TS I A 2 ) it S R 8 i — B AT A Y
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2 A RLTETRRAE

2.1 {XBRIRIE
F ChemDraw ¢ 1 7 I 3% $2 4 TH-NMR A1 13 C-NMR 256 i & ,

2.2 BRI

(1) 1, 3-ZZPE2-1R-2-FE R ZBEBRAA B 4 J0 7K DU S0k iRg rh 0 BBk 25 - ¥4 (8 7. THF(10ml)
¥ 80%1) NaH (20mmol) 43 #U AN Herbr, DL BT 2UH1 & 17 TR M A RS NI B & 2- 20 56 7
TR LW A R, R SR A A E SR O A 2Bk (SomD) A EE, AR R IR S
2 (30ml) « 10%fk BR &L ¥ /K 9 (30ml) A A1 & #h7K (BomD) e %k, JFH L/KmimR e+, HR/ET
AR, BERARYAIE CR PRI IE . &5 A RIEW, BRI mmRWaAr=y, IR EE M, H O
FUKELE G, B3 2-R-2-FER B 8. T EN 75%~88%.

(2) 2-R-2-FER_MIER: 161 T =B 2 H b I8 08 4= 7= 1 96 S IR FLAR T AT | B, g s
KIS E S, ¥ 2-E-2-KEN R - RIS S S AR LY, AlE RG%H
WRALIR, 7E Infors f G 7 LA 800rpm F1 30°CHE ) [ MR A1) 48 /MBS, i N IE &4 R 4% 1B R
WA LA FE S 43 B LA 13000rpm 80 [ BLIR A W , GE  TE VE TIOR8 1k 4 BT AT BLAR LA
Tk = 2 70%~80%:

(3) 2-1R-2-2KFE-1, 3-WEEMARL: I = IRAHH B T8 K 2K 1 Z R A 4 (5 mmoD) ik, 72 JL
G YRR /N 0 R 18 K TMDS NV OB B8 B 3090 A8 i S R 8 £, 7E 60°C R Ik
RIRA Y. 15 /NG, B B4 TH NMR B8 i) i 25 o0 e, U 2542 46 MR} 58 4 e 1k
AR, ERE BB ENT A, BRM . BTN 54%~60%.

(4) 2-1R-3- (3, s-_FHHEXPBERE) 2-RERE 3, s-_HEEXPREMOETHR: E£=E T3, 5-
T HFEFEHER (1.65g, 11.0mmol), DCC  (2.37g, 11.5mmol) Al DMAP(0.49g, 4.00mmol) [ 3% W 7E — &
Bt BomL) i HE 1 /M. A (1omD) Hin 2-9-2-EE-1, 3- =i (10.0mmol) , #f i
REMIEEE TR 48 B SIERBREY, WAH 3% E AW, HEEEOREEGmE/ 2R
Mg, 30 @ D) aifbyRss tah, 2. Bt F N 90% 4 4 .

(5) 2-[ (3, s——HEKXHABEE) FE]-5-FE-2-FKE-3-RE-1-F 3, 5-—HEEFREN A R:

7E 0°C N ¥ i-PrMgCl1(5.0 mL, 2M 7E THF #, 10.0 mmol, 4.0 24 5) Jii N2 3-H & -1-T 4 (1.4mL, 10.0mmol)
3
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f¥) THF (10mL) &, £ 0°C R A= N 40 5 S B 30 43805, K CuBr(215mg, 1.5mmol, 0.6 24&) JNAZ]
A KRR AYEZ FHEE 30 ME0EIREWHIIN 2-JR-3- (3, 5-HIREZRHIB A —2- %K
PFE 3, 5- T HEERHRREE (0.30 mL, 2.5 mmol) . K SWEIN 5 A, WAIE=ER, BEmE AR
AL B K Wb (100mlD) , B0 32 BUKZE (2x150ml) , FIZE /K B A HLE o e I T0 /K B R b
FRAVZE, RGBT Y. Tt~ %F: 75%~85%.

(6) 2- (3-HET-1-poF) -2-KE-1, 3-IW_BEWE R KW H AN 2-[ (3, 5 PR HIE
S FIE]-5-F R -2 OR -3 dE-1-0E 3, 5T HIESRHERER (0.5 mmol) B 10 mL [ i ke i
FE = T B N ImL IM KOH VA (RS D, BEHE 5 /NI Jd@ sl i A KR 2R 2 Big 32 5 )
KK AW, L KBRS E DL, BRI T & I G HLZ IR 48 - AL Z BT (O e/ 2. £ 18, 9/1)
HiIR G, BRI . BTN 78~85%.

(7) 1-B-2-BUFF B -5-F R -2-FE-3-TCHRIEKL: ET TR 0°CHHEBKME (0.772 38, 11.36 ZJE
R, 15 ME) o =RHERE (297 3, 11.36 ZEE/R, 1.5 &) At (2.87 3, 11.36 ZE/R, 1.5 4&)
MBI = E PN 2- (3-HEET -1-JIE) -2-2K3-1, 3-H R (1.65%, 7.6 Z/E/R, 14
) PR ER CHEBEEENRRD b . REHIEEWTE 0°CHitE 3 /N, JHilid CCM Wil /& v .
J S 5E FRE FH VLR AR B R AV e i, BB 2 R, KRR B TR A HUZ IR 08, fEE bk
WV o B e LA RE/ SRR A (9: 1) BB, KA A ETE A E R 7= T %08 70~75%.
(8) 2-{[ (2-{[3-hydroxy—2-(3-methylbut-1-yn-1-y1) -2-phenylpropoxylmethyl} -5-methyl-2-pheny
lhex—3-yn-1-yl) oxy]methyl} -5-methyl-2-phenylhex—-3-yn—-1-ol HJ&: ¥ 2- (3-HIE T -1-%k3L)
—2-FKFE-1, 3-H “EIAMT 20mITHF &, ] NaH 4 COMAIIA)D , fFESAREN B )E, @i
PR N 12— BE -5 R 2R R -3-CUbk, FE IR AR R AW 3 NET, FIE ARSI B R
WK, HOROERZER, HAERER, BB T AMmE T, HERBEEER, £ 120°CT A5 2

2i7 dh . TRy 80~87%.

Tt & =% R 13%
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S SN R RE R TE « ERERR 14 -

\/O Ov
(0] (0]
IHNMR:
I I I I I I I
8 7 6 5 4 3 2 1 0
PPM
3C NMR:
I I I I \ I I I
180 160 140 120 100 80 60 40 20 0
PPM
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Br
(0] O
'HNMR:
8 7 6 5 4 3 2 1 0
PPM
I3C NMR:
1 éO 1 éO 14‘10 1 2‘0 1 60 8‘0 6‘0 4‘0 2‘0 0
PPM
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'HNMR:
12 10 8 6 4 2 0
PPM
I3C NMR:
180 1é0 14‘10 1éO 160 8‘0 6‘0 4‘0 2‘0 0
PPM
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8 7 6 5 2 3 2 1 0
PPM

I3C NMR:

1 éO 14‘10 1 2‘0 1 60 8‘0 6‘0 4‘0 2‘0 0
PPM
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OH

"H NMR:

12 10 8 6 4 2 0
PPM
BC NMR:
I I I I I [ I I [
180 160 140 120 100 80 60 40 20 0
PPM
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A2

"H NMR:

8 7 6 5 4 3 2 1 0
PPM
BCNMR :
I [ T I T I | [ I T I [
180 160 140 120 100 80 60 40 20 0
PPM
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880

"H NMR:

8 7 6 5 4 3 2 1 0
PPM
BCNMR :
I [ T I T I I T [ I I T [
180 160 140 120 100 80 60 40 20 0
PPM
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X

F

HOV\/OH
|

N

"H NMR:

8 7 6 5 4 3 2 1 0
PPM
BC NMR:
I I I I [ [ I [
160 140 120 100 80 60 40 20 0
PPM
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X

Z

8 7 6 5 4 1 0
PPM
BC NMR:
I I [ [
160 140 120 100 80 60 20 0
PPM
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X X X

Z Z Z

HO\/\/O\/\/O\/\/OH

'HNMR:
J“L e
I I I T I ‘ I ‘ T
8 7 6 5 4 3 2 1 0
PPM
I3C NMR:
I T I I T T T T
160 140 120 100 80 60 40 20 0
PPM
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