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10 %, 1.0L,2.5M, 175 4%). £%4-70°C THREMFHG 6 EFKY 20
S4r. MEERIFRAEKT-65C T, £30 94 Nlen 3-KARRK
¥ B8 (PGX-2)(234.8g, 1.43M, 1.0 & &)8y w9 SeA s &R (400mL). H5 57
FFRARALL-T0°C FTHEE 2.5 0B, AZE TLCAMNARRELTE.
BREL 0°CE, @ithAKBOOM)BER B, AT T A
15 (1.0L), 1&R4% 45 5. HHAMKG x500ml)FE B, @idhA 10%
B (% 110ml) A FF e KARBL Z pH 34 2. =R T A F AR
(2 x800ml, KB #H 5x500ml), 383644 Wudh Fl FABR 4T 4%,
iR, AT AT AEG00ml) kR AES, RLFI ARG =Y
(240 4g), B/E#AB(bp152-156°C, /&7 8 x10°-1x10* #)7F 5| JLF £,
20 E R e (2-FMR-4-RATHOMBR — FE(214.1g, 58%).

H3CO
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F 45 3: (1S,5R,6R,TR)-7-3K F Bt & A -6-[3- B AK-5- K& -(B)-1- 545
£ ]-2- 8,2 IR[3.3.0]F #5-3-BA(PGX-6) 44 4] &

Y

I (i LiCl
/P\)]\/\ ()=fAXTE
HyCO” | Ph

OCH, (ii5) PGX-5

PGX-3
PhCO PGX-6

EVERE AT, HME2E5(PGX-3)(176.2g, 0.69M, 0.95 % &) T
5 FKTHE(1.8L), AenfAb42(153.4g, 3.62M, 5.0 % &). 4%;&/—\%1%\
2 E4-15°C, RERFAZREAT, £ 10 547 AlATK=
Che(178.1g, 1.38M, 1.9 1 8), #t3k4 100 4-4%, 4%%7;;1/;1;_2@-15 'C
T, A 20 H4Y R e AR A BE(PGX-5)0 Rk — R P RIEZR(CR 8 4
) 1)(f&3 0.72M, 1.0 % §). A LBH TIRA LRI R ERERE,
10 B ZE TLCHMEF A4, HeAsK(200m]), HFRRALTRE AKRE
K6 TRy, 12 F)42 697 1K (Q2.0L)F= 8k B (2.0L)id 4-Ae..
S B A MAL, KABA LELLES(2 xS00mL)EER, AibFKk(Q2x1L)
ESITH AN R TIR, TEE, AR EERN, Fied
T 540g, BEEALPHANTKE( L), I TAHE 4°C 90 447,
15 E L B, A O CERTE 412 x200ml)kiAE, EIRERE
TAZTRIFE G EBARIKE(1S,5R,6R,7TR)-7-FK F Bt £ L -6-[3- A4k -
5-F A -(B)-1-/5 4% 3]-2- 8.4 s 3R [3.3.0] F 45-3-BR(225.8g, 77%).

S48 4 (R)-m9 £-1-F £-3,3- =% £ -1H 3H-s 745 [1,2-C][1,3,2]

20 ZzBE=4 (Corey FE/LF] )64 %) &
HaC o CHa
; g N - H o
] 07
> N Ph
\ Ph + o\8 0 v
Ph B
HO ()3H3 He o
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EHEERT, HR)-(+), 1,1-=3F A 1% £ 52(15.20g, 60.0mmol)
AR T R(600mL)F, e = F AR ELR(7.57g, 60.3mmol, 1.0 &
‘&), HRASRMMEEIR, KA Dean-Stark(il 42-#7 1% #,3%) 57Kk B
RIBHH—FH TR, BhANFRGE50mL), E4£5%A Dean-Stark 4~
5 KEEAE, HBEEIKES 710ml 48 R4, KB MR RS A
ERBEBE, 43 025M R)-m&-1-F#£-3,3- =K £ -1H 3H-vtho& 5
[1,2-c][1,3,2)%4 22 BB 6 F 3R

364 5:(1S,5R,6R,TR)-7-3 ¥ Bt fA-6-[3(S)-3-#2 £-5- K £ -1(E)- &
10 W A]-2- 205 KR [3.3.0)F 4%-3-BA(PGX-7) 4 4 &-

H ph
N Ph
Ph !
e B ~ THF

HaC (o]

Mpe-— F A4

Olitteese

PhCO PGXS Phco” PGX-7
EEHARAT, 35 PGX-6(225.1g, 0.556M)A#R 4L £, 7K w9 £ o4 7
(3SL)F, A ndzBB L4 4 %844 Corey 4EALR](0.25M &4 ¥ Fin %,
223ml, 0.1 H &), HFREARSIEL-15°C, RIFBELEL-15CT,
15 Ha NAR - = F AR 4 A-4(10M BH, iR 48 %, 41.7ml, 417mmol, 0.75 %
F)hG R Kem f ek B (450ml)isiR . AL IR ERMATRIRAR 2 )
if, B 2| TLC AMHESR R %4, 4 30 447 ) An A F 82(200ml),
WFiRARIBREY 0°C, HEM 10%E&8(1.21)8 4. s LB LES
(24L), 9B 4& L. K488 T E(1x0.8L, 1 x 04L) KB, A58
20 A AR K (1 x 1.6L, 3 x 0.8L)F= 2k /K (1 L)esk. A AiBR4EF 1%,
I A R KAFE ARG F (ST ¢ 3(S)-F AR PGX-T #o
AEE 6 3(R)-FH4% PGX-8 ¢49:25-49)(242.7g). 4 FFiG =it &
SR YR LB CE 2:1(720mL)+, 2% 60(12.8 Kg) BEArsik, A
ZR Y CERTEE 2:1 A mbPlik, F4 PGX-T #= PGX-8 i&A-4h ¢

<

\9]
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10

20

RFHHRL, EME LM T EREEN A, 5574 PGX-8(d
TLC MAENGEHHSFRL. EFEBETAT TR, BIMEHEE
E) Ak 64 = 4 (1S,5R,6R,7R)-7-3 F Bt A L -6-[3(S)-3-#2 £ -5- K k-
1(E)- S A)-2- B 22 R IR[3.3.0]F 42-3-87(167.9g, 74.2%).

s 4 Sa: (1S,5R,6R,7R)-7- K F Bt H A -6-[3(S)-3-52 £-5- K £ -1(E)-
SR )-2- 8 2 3 ER[3.3.0]F 5 -3-BA(PGX 7)#4 4] &

PhCO FGX-6 PhCO PGX-7

AWBBRAEAT, ¥ PGX6(315.2g, 0.779M)ia it 12 /K w9 Scrkh
(5.7L)%, Aax Corey #4651(0.25M &4 ¥ 3ixi&, 312mL, 0.1 & &).
FRARAHEL-15°C, RIFBEALELY-ISCT, IeAFR-— TR
Bk 4649 (10M BH, iR 45 %, 58.5ml, 0.585M, 0.75 & )44 K wg &k
5(630mL). M/EEIZBETHRARMIE 2 of, HE TLC A2RE
B RS R A, JE 30 4F A An A T EE(290ml), 4 RAR iR E 4 0°C,
3£ 10%8 8 (1.7TL)84L. A CERCB(3L), 4B & E. KAaA
L8 CEs(1 x 111, 1 x 0.55L)F B, &~ 644 Autadok A K(1 x 2L, 3 x
1D A2 (15 Lyskik, AAREBAETIR, TEFLERLIFEHRY
A= ) (4 PGX-T o NG B4 7 #14K PGX-8 &9iR4-49)(349.3g). FIiF
b WA 5 BB AR Sb 8 R AT ERAL,

=
FEEAG SPTREYERFET, A2 H_ATFK TERT
B RAR A R B (MPLC) ) ARG AR 64 2RBLiE, XAF4R B R
EANBETETHEM, THREZHITLBESHRLRSE 5K

61
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w8 B ZE51/635

8B, Ak, IHGFTETERAXENE I RBR, WUA
BERFRKGIE, AT d—A Bt ey 5 ik (544 Sb):

5441 5b: (1S,5R,6R, 7R)-7-3 P Bt EA-6-[3(S)-3-72 2-5-F A -1(E)-

N

10

St A )-2- 8 2 R ER[3.3.0]F 1%-3-BA (PGX-7) 5 (1S,5R 6R,7R)-7- K ¥
Bt Bk -6-[3(R)-3-# A-5-FK A -1(E)- Rt A ]-2- A4 K2R [3.3.0] F dx-3-
BR(PGX-8) 4 4 &

BBt ey ik, AR Sa RS RFTEHFHEAFMN
45 PGX-T/PGX-8 #4385 544 (686.58) & B 5484 LB TLES(7:3) %
v ST B RAEE LR 00 £ 8 F AR PGX-T F= PGX-8 ¢ sk it B4
(480.4g). H kiR ALITE 54 PCX-T/PGX-8 Z /1 ¢4 id Ky
(150.3g).

PTG SRS MR AR TR LB LEEQ)RSRY, £
2R (A). Wit R A ) 42 PGX-T/PGX-8 RSB =R F I
LER LB (2:1)RAR T, 1538 4 B), MedidaikizyEE
#(MPLC)¥4 44K PGX-7 &5 PGX-8 4B, #HBATAEFIRKIEH
N R F 5 A

54T 1 JEA SR PGX-7/PGX-8 482 (A) Y 43548, FlkE 6
A-th bl PGX-T Fab-Z2 PGX-T 693E & seBl3r 4. MUB R RBLRIT HAL,
VA S B AR kY PGX-8,

sEST 20 JEASh4R PGX-T/PGX-8 442 (A F 454, FHIES
At by PGX-7 FabZ: PGX-T 693E & ikBidng. MUE A T8R4 sis,
RSBl T4

ST 3. EAAZe PGX-T/PGX-8 44:& (B)# £ 4-i8H, FKES
o th 6 PGX-7 Fob-2 PGX-8 ¢9:& & bAL3R 4. FHARIRA #1886y
IR EH AR, FELAR.

ERFERHFRGT PCGXT 878, FEBLATHBREZMNEEN
FANT £,

oA o2 PGX-T 642 L 3 B LR 7 RS ATIARIFE| £
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10

15

20

464 PGX-7, REIZRLEFHERTEREM IR EEHEL,

45 R4 PGX-8(% TLC )¢ ALAAH RA. ARKBA
TAZFIE, #3)4&BHRKRMHAS,5R,6R,TR)-7-K F BLEHK-6-[3(S)-
3-#a A -5-F A -1(E)- S A )-2- R A IR ([3.3.01F £2-3-BA(PGX-
7)(4452g).

744 6: (1S,5R,6R,TR)-7-#2 #-6-[3(S)-3-52 £-5- K - 1(E)- K £]-
2- . Je 3R ([3.3.0]F 2-3-BA(PGX-9) 44 %l &

Phco”” PGX-7 PGX-9

EERER T, & PGX-7(152.0g, 0.374M, 1.0 & B)E L £k
FEF(2.28L)F, —RMAImNKEA7(31.0g,0224M, 0.6 1 &), HRb
REFEBETHHAEI NN, LB TLCEFRRELE. MASME
BR(65.5ml), AT ERMHAMNPHIAEEH 68-70, MEHFRERAT
AEEF., BRAGH DA KASDLE, fex 1M %8 (TmL)HE
¥ pH{EZE 6.8-7.0, AeAEi5(0.45L), AR BILRAR, IR HIRE
HERYy, AiiEE LR ERQ x150mL)sk & FT K BlARd, S5 E
WY £ S ey R x150m) P A B, A5 TR 6 RIERR, Frim
ANRIEIRT . 2B kA, ARREx150ml)kk, MER LR
LEE(1 x450mL, 3 x150mL) ¥ 8., H A4 B & ¢) Bk Aa N E-F 49
LB LB FBOR T, 2% RAREENRER., A 485 3 K(2 x 250mL)
AT AR TR, SRFAZRRFIAFZEHRY
(1S,5R,6R,7R)-7-# $-6-[3(S)-3-#2 & -5-F - 1(E)- At 2 ]-2- B4 R IK
[3.3.0]F%-3-8A(112.1g, 99.1%).
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s3#4) 7: (1S,5R,6R,7R)-7-# %£-6-[3(R)-(3-# £ -5- K 1) KA ]-2- 8%
SLER[3.3.0)5F 5t-3-BR(PGX-10) 44 4| &

Ph  H,/5%3k4e.8
EtOH / 3q. NaNO,

PGX-9 PGX-10
# PGX-9(111.5g, 0.369M, 1.0 % F)ixm £ L8 (1.67TL)F, 4Rk
5 AN 5% AeE(5.58g)F= T AEBL44(8.90g, 0.129M, 0.35 & &)y /KiEk
(100ml), FEHREREAS Do, HE|TLC BEFRHEAE. MmN
1M £ 8(260mL), #HHRA% 1 e, 2% it EREBARY,
MUE R A IR RAFE G R BRR R4, AT M e LB LES(0.45L)
F2aROASL) A oe. HBEE, KEMTRTEQRx03L)FER, 4
10 H A AR 3 KQ2 x 0.22L) 2%, KE A4 S%BKBR 240 6 BRLER 4
Tk, TEHFELFEF EHREG(1S,5R,6R,7R)-7-# 2-6-[3(R)-(3-
# 5-5-FH) AAR]2- B2 SR [3.3.0]F 45-3-BA(110.4g, 98.4%).

EE:
15 LI AR HCL 4321342 & = 4 PGX-10 Z£BRA/R F 698 Id],

B b3k K 2 3 E4%(1S,5R,6R,7R)-7-#8 £ -6-[3(R)-(3-# 2-5-F 2£)- &,

A J2-F 26 SRER[3.3.0]5F kt.-3-80 69 M4k £ 2 04 BRAEAL £ &) F ML A

&) 7T fE.

Bk, EEBEENTEY, EXEH T RHEGRELE R, o

20 NIMEB, HieFEshp 7R HR L RAR 60 547, A BIE

BRBR S 4HA T RAR Y pH AT £ 5-6, AR AT HHEARH

REERET, BEIEHHTHE, AURUBERTYIRE

A 3E ., VAT &) £ Ta 2355080 Prad a4 7 ik
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5364 Ta: (1S,5R,6R,7TR)-7-# £ -6-[3(R)-(3-& £-5- 2 X)) KL ]2- A%
SLER[3.3.0)F 1x-3-BR(PGX10) 84 4] &

P EL/SYoliiesk

EtOH / aq. NaNO,

PGX-9 PGX-10
# PGX 9(326.5g, 1.08M, 1.0 & )5 R4 TB(6.5L)F, 4Rk Aa
5 N 5% 4e%(16.3g) 4= T A B 40 (268, 0.377TM, 0.35 4 B) ey Kk
(200ml). HHHKREAREM 15 D0, LZ TLCANB FRAETS.
Aen IM 2 B (750mL) R A R 1 N, e B ARBE B S40(558)
AT PH E5-6, 2%+ TRRELERY, MERLERTI MK
ERF 74, AR A LB TEE(1.30) 4K (1.3L)E 8. 55
10 B, KER TRTES(2x0975L)EE, 43644 #udh A 2 K2 x
0.65L)tik, MLz RARBAMATIR. iEFARLIFIEEHRY
(1S,5R,6R,7R)-7-#2 #-6-[3(R)-(3-& £-5-F £ ) K2 ]-2- F. 4 R 3IK[3.3.0]
F17-3-87(311.5g,94.8%).

15 %34 8: (18,5R,6R,TR)-6-[3(R)-(5- K £-3- = . & F AL ) K £ ]-7-

Z TA T AR EA-2-F 4 K [3.3.0] F 5-3-BA(PGX-11) 49 4] &

PR BNkt

EtySiCl / DMF

PGX-10 PGX-11
EREEFATF, % PGX-10(109.7g, 0.360M, 1.0 % E)aF k=
TR FBLE(720mL), Am sk (29.4g, 0.432M, 12 4 )=k
20 (102.9ml, 74.69g, 0.738M, 2.05 %§), R iRA7RA 31 E 4 0°C,
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10

15

20

BEART 10°C F, £ 15 4 A A = LA RAR(111.2g, 0.738M, 2.05
4¥). WRARARETERFHHE2 Y, B2 TLCAR R FRE
TE. BARAHELNCCE, mATKRO55L)FK(AL), 2 E&E.
KABA (1 x 0.2L, 1x 0.1 L)RER, MUE &5 644 A A K2 x
05L)F= 3 K(2 x 0.5L)sbik. MAB4ETIR, TBRFATEKLERE
&, 30k 84 (1S,5R,6R, TR)-6-[3(R)-(5- % £ -3-= T 4 F et B B ) KA -7
Z A TR EA-2- 4 IR[3.3.0]F 5-3-54(187.4g, 97.6%).

%34 9: (1S,3RS,5R,6R,7R)-6-[3(R)-(5- K £-3-= T A F A EH) A
B-T-Z TR F AR SR -2- R 4 R IR [3.3.0]F 15-3-85 (PGX-12)44 4 &

Ph

Ph DIBAL-H/T % Home
THF

:
£
Z
(e}

SiEty

Osiet,

8SiEt3 .
PGX-11 PGX-12

i
OsiEty

EHEREAT, # PGX-11(186.8g, 0.3505M, 1.0 % &) F £ K
w9 fok o (1.86L), HATIFEBAIE-T0CULTF. RHBEKT-70
CTF, BRMRFMANZFTEEAEL(LIM G FRER, 701 ml,
07711 M, 2.2 3§ ¥). MEHRERAZEE FTHIF 2 0, H2 TLC
KRB TFRAETAE. AeNFEE(132mL), #FiRe& AR E-5C, e
KQRL)F#A R 2M BB S 4R KiER(1.54L,88 % 8) BALE pH 3%
3. mANTBTE(0.66L), 4 BEE. KA LR TE(1x026L,1x
0.13L)X IR, MEHAHeA WA KR x130)F3KQ2x130)%
. ARBETRIFAZRLFINLFAEHRY
(1S,3RS,5R,6R,7R)-6-[3(R)~(5- K $-3-Z T A Fat i B KAL) 7-2 T
F-F A R A -2- R 4 IR [3.3.0]F 45-3-B5(182.5g),
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10

15

20

34 10: (2)-7-{(1R,2R,3R,55)-5-# £-2-[3R)-(5- KA -3-Z 4 F
BRI R EA]3-(Z LA TR fA) IR AL)-5- R 8 (PGX-13)F=
(2)-7-(1R,2R 3R,58)-3- % £ 2-[3R)-(5- K £-3- = ZA-F AL ALK
A]-5-(Z A T )R RA)-5- R B (PGX-14) 4 4] &

HQ
% NN
—~ = COOH
Ck/\/\/’:h
Et:Si0 H PGX-13
Ph PhsP(CH)(COHBr Osiety
KO'Bu/ THF *
Et3SiQ
=== COOH
O\/\/\/Ph
HO H PGX-14
OSiEts

EEHART, H@-B A TH)-= X258 085459.0g, 1.0353M, 3.
0 4 F)&F ARKEEAG(18L)F, HAFRARAHNZE0C, £
0CTF, £ 60 54rAde N 1.07TM 4= T BE47 ¢4 v9 S ok vdia % (1.806L,
1.93M, 5.6 8F), ImATRE, FRLBRAREL 20°C, HEH1 )
i, FUE B4 E 0°C, A% E FheA PGX-12(184.6g,0.3451 M, 1.0
B )W E R HIERZR(0.27L), HREABRFBETBTIIETS 54,
A TLCAMRE TR ETA. BRAHZE0CE, mAKGCLKER
BRFK, HER 5% ATHBKER(6LBMAEDPH % 5. #74
AT TEE(1 x 1.0L, 2x 04L) B, H#-&-F ey 4 Ay A #7K(2 x 0.7L)
k. FBBAATIR, BRIFAZRLFEEK EHIRGD)-T-
{(0R,2R,3R,58)-5- & A -2-[3(R)-(5-F 4&-3-= LA F abfe B4 ) KA ]-3-
(Z AT A 8RR L) -5- B 8 F2(2)-7-{(IR,2R,3R,58)-3-[# £
2-[BR)-(5-FK-3-Z LA-F AL AL XAA)-5-(Z A T AR AR
IR} -5-RHBR(461.7g). WiZ A Z K AEAEE Sy FE R E
BB TT—IRET.
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EE:
A ER B BT R 6 (4-BR T R Z KRB0 20 BT A R
PGX-12 98 34&., AT FEAAHERRE, KA 5.6 BEFHRT
BEATIEATALRE, RU-RTHR)ZREABNN I, |TETNA
5 FTAHMAR(ER205F; A7 1.87 48), IHEHRTHIMAR
TEATHAT S, AiES A F B R RA LR T4,
2R, RPFALNSTFAFHEEA PGX-12 T4H 2.15 4
FHA-BA TR =R 40 S FHRTE. IHHEL
2 5T 4% PGX-12 1R ¥F st 4k PGX-13/PGX-14, X /552345 10a &
10 2545358, 8R ;

44 10a: (2)-7-{(IR,2R,3R,58)-5-2 %-2-[3R)-(5- K £-3-Z LA F

BB AAL3-(Z TA T AR EL) AL -5-RFB(PCX-13)F

(2)7-{(IR2R 3R, 58)-3-#2 K- 2-BR)-(5- K £-3-Z LA F KAL) K
15 H)-5-(2 TAF AR AR} -5- R B (PCX-14) 84 41 4

HQ
3 \\\\\\‘—/\/\COOH

O\/\/\/Ph
H .

=S 3
El38i10 H PGX-13
"Ph PhyP(CH)(COHBr DsiEt,
KO'Bu/ THF +
L Et;,s»g
H Osiety
OSiEty O\/\/\/ COOH
PGX-12
\ Ph
HE H PGX-14

N _ _ OsiEty
ERBARAT, H@-RTH)-Z R 8 085965.5g,2.18M, 2.15
Z2)EFARKEEAREAL) T, HREBRAIE0C, MEEO
‘CTF, £ 60 454 M AnA 0.98M H T BEA7 84 w9 S ok s #(4.135L,
20 4.05M,4.0 4%). WAZAE, WRERARZEL 20°C, HH1 )
i, MEBAHNE 0°C, BHALZERE TN PGX-12(542.3g, 1.013M,
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1.0 %)t w Krekvhiik(1L), HRARABRE TR FHH 60 54,
22 TLCARMEFRELE. BAAHECE, mAK®B.OL)I
RAREER, MER SYATRBRKERASLBIEDH A S5, K=Y
A LB TEE(1 x 3L, 2x 1.2L) IR, 4 A A #HKQ x2L)%
5 ., REBBAATIR, TRFAZEALFIFHERRN(D)-T-
{(IR,2R,3R,58)-5-% £-2-[3(R)-(5-¥ £ -3- = T# T a5 £A) K A]-3-
(2 T4 P okt B IR RA)-5- R B A(2)-7-{(1R,2R,3R,55)-3 -5 A -
2-[BR)-(5-FHE-3-Z LA T AREL)RA]-S5-(Z TA T AR ALK
BA-5-EHER. HFiEA S FRAFTARE] T T R E AL BB
10 AFFT—FRETF. :

sz#4) 11: (Z)-7-{(1R2R,3R,55)-5-#% £ -2-[3R)-(5- K %-3-Z T £ F

B M) B ]3(2 LA TR AR AL -SRI B A B

(PGX-15)%2(2)-T-{(IR 2R 3R 38)-3- 2 £-2-BR)-(-E £-3-Z LA F
15 R EA)RA]S5(Z THA T A BA)IRRA ) -5- R BR 7 7 B (PGX-

16)44 #1.4-
HQ HQ '
% N v % o
; ‘_..\*‘“ \——.___/\/\cooH / o \-—_-_—/\/\Coolp,
O\/\/\/Ph o
v :
s F F3 :
EtaSi® H PGX-13 ESi0 z PGX-1$
e Bsiets DBUA®R Bsiet
e o
+ +
1RR AR
EtsSiQ ESIQ
% 5 < A N N
SN 00 —~" cooler
q/\/\/Ph Ck/\/\/m‘
HS £ PGX-14 nS i PGX-16
OSiEts BSiEty

EWREET, % PGX-13/14 RAM(A6] 1g, 45328 0.3446M,

1.0 B F)EMARAQIBL)T, EFRFLEE TAALK LS ZRLER

20 IR[5.4.0]+—-7-%(DBU)(290.1ml, 1.94M, 5.63 L&), 4 15 54
5, A 2-RAEK(329.7g, 1.94M, 5.63 4 ¥), MEARERZET

PP RAR 16 i, TLCHRMEFTREEARZA., BloA—2F
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4 DBU(19.1ml, 0.1275M, 0.37 4 &), 20 544 & , e X 2-3R A (21 7g,
0.1275M, 037 %), AFRFBETHHERLRZ 4S5 MTE, TLC
MBTEERE. AEEL KIS AI(Y 1.72L), ZFRYETE
ZB5(0.67L)Fn 3%AT B IER(LOL) A 5B, o B EANE, Kk
5 B — Rt 3% M KE % (0.72L)B ¢ £ pH6, MEFA LR T

B9(2 x 0.33L)3H B, A~ 04 A ALAE A 3%AT L BR K5 (2 x 0.8L), 5% 2
B S0k (2 x 0.8L)fetafe 2K (2 x L.6L) 2k, ERABEETIRG
R LIRS, ARAY P ZK(.0L)F LB CE(80ml), ik
Aol 30 2-20°C R ASEHE, £-20CTF 30 946, A BATRIE

10 ERY, AitESEARK CERTE 9 1(6x200mL)%kAE. A%
RE R ERY . A RIR(600ml), W ATAF R4 E-20°C,
30 405, HiRiEditiE, AiESEARKGx100mL)RkiEk. £
= R LR RITE & &b R6(2)-T-{(IR, 2R 3R, 58)-5-# & -2-[3(R)-(5-*
Ho3-Z LA T AR AR AA]3-(2 TE T AREL)-FF AL -5 R

15 B 5 5 85 #2(2)-7-{(1R,2R,3R,59)-3- % . -2-[3(R)-(5-F £ -3-= T4 F
ABEER)AL]S(E AP AREL)KRL)-5-EHRF RES
(238.4g).

5 #et5] 12: (2)-7-{(1R,2R 3R ,58)-3,5- (= T4 F At R )-2-BR)-(5-
20 FA-3-Z A F AR AR RE-RRA)-5- B %R F REE(PGX-17)8
)&

H

WO

%
; ,-““&\\_:—/\/\CO o'pr

s v E(gSI%

> st
EtsSIO i PGX-15 e N TN oo
Bstey, S o cooPr
+ EtSiCl / DMF o
ElaSIQ p Ph
3 R . Y Et st§ : PGX-17
jA ) S —— (! = -
o coor 3 Ssiet,
Ph
HO H PGX-16
OSiEty
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EHWREST, % PGX-15/16 44 (237.79g, 16++4-F 0.344M)
BT RK T A FELAE(700ml), Ao asked(14.04g, 0.206M, 0.6 % ¥)
Fr = TA(50.3ml, 0.361M, 1.05 L&), HRARASEL 0°C. E
PN Z LA RAAL(60.6ml, 54.4g, 0361 M, 1.05 48), KRR AR
ERFBE., 4 H8H2 0, AL TLICARNEFRAELE. #
# 45 B AR Bt (1.0TL) e K (2.6TL)E B, o B &, KAAHE
KRR BIQR x 02TL)FER, A-FF 64 A PR ok A K Q2 x 1.30) et fe
KQx13L)sk%. AARETRE, TERFHENLERLFR
FAE Eih R T H(235.0g). ¥ s ERSEOOmD Y, 24
B (352.5)A BATEEAL, AR VA RSB LR TEE 95: 5 Ak ik
Bl. &Stk g, AZALBERNFE AR ERKRN(Z)-T-
{(1R,2R,3R,59)-3,5-R (= LA F & £3)-2-BR)-G- K £-3- 2 T &
F A b R AR -ER R AR} -5- RO BR F A BE(210.5g).

%4 13: (Z)-7-{(1R,2R,3R,5S)-3,5f;#é£'i-2;[3(R)‘,(3'¥-’f-‘f+.’i-5-3¥:§§)
IARER A -5- RGBS R BE(32IZ AT 5] ) ey 4] &

ESIQ HQ
. % Z . ' .
3 U ! Ny NN
" coo R Coo'P
| | ERET e '
} Ph TN\ Ph
F i é i
ESI0 - £ o) £
3 Bsiet, PGX-17 HO B4

#% 0.504g PGX-17(0.65mmol)FAa A %] 50 ml &4 BLRE 24+
B ERIEAT . A A FBER(6.5 ml), AT 6 m i T8 A R ft
FAEAT A, | |

) &3 F R AR B o S5 (Aldrich, 13 mg)#y K& (0.9 mL), fAm
NFFRRFERY. IR EEREFRETERAAATE
B #9200 4R RAREALEY, FEAERRE. 306 TLC £
MERT DA E G F4. 1Z 0808, RERYE B RARIA
Wk R, BRI AYE LB LES(10 mL)Fsad AL 4A(15mL)id) 5 Fe.
SBERANAR, KA E L LBRTEQ x7.5mL)EIR, AHFHHIE
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B R teFe RAL4A(2 X 10 mL)#eik, MAER4A(0.5 ) TR mEHL
E2F. FRREHRGE =Y.
HEFE M 2 Bk AR BATHAL. AR ARER 60(6 g)A= TIRAB L/ LR T
S(11)A LA S AFIRIEA, ALY (B Tmg 46 ARG XA a M
FEHMAEQm) T HEANAET . KB R o T AR TGS/ LR TES
AR PLET IR AR
TieAs/ LB B 11 50ml
1:22 150 ml
1:3  80ml
I BH YRR RERLET. RELERMH
ReGshEH, KA EHAT001kPa)TFREBEFO0251 g, k%
89.3%).

s34 1327 (Z2)-7-{(IR 2R 3R,5S)-3,5- = £ -2-[3R)-(3-5 2-5- % £)
SRR RAL)-5-RIFBR A M BR (313277 &, R23)e9 4] &

ELSIQ HQ

% NS—— NN % M N T i
~ S 'coo'rr - ~" (elelel

O\/\/\/ AR O\/\/\/
Ph Ph
i d v

§ H H
£ 8 H £
EtSIO Bsg,  POXV En R23

EERSAT, & PGX-17(170.0g, 0.219M)EF & EA(1.9L), A=
A& TR AR B kv 85(4.52g, 18.0mmol, 0.08 % )8y Kix%(0.3L), £
IIRRE FHFFFRSRI D, A TLICEFTRELES. AL
FHIERME, KRNI TR TEQR L) HKQL)MREAR
v aBEE, KRR LR GE( L)F I, A 4, A #K(0.5L)
k. BEARLZRRIRE i RM(166.4g). ¥iZih Ry s TIx:
BB 1:1(0.25L)F, 2#0&(1.87Ke)Brshit, vA it LB TBS
(1:1, 3B£ 12, BEEH 13)AHRBLR. SFAENIHS, REAR
2| LR A e 6 mR(78.0g). BRATIRRRHEFEF & HPLC 4
A, R RERAR, VAEIE(88-95%): F B8R/ A BE(1/2)(5-12%) A sl

Onp,
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A8 K 69 8- 6 B BLIR 0 AR R AF B LT R & ih K 64 (2)-7-
{(1R>2Ra3R:5 S)'3 ,5-:—%5{&-2- [3(R)'(3 -ﬁE-S-KE)&E] EZS )&4;&.{)-5'&
W BR - 8 85(50.2g, 53.0%).

st364) 13b: 323 #75) & 4 HPLC 44k

1% ] Waters®™ Spherisorb £ & A% i#t /73532 57 5] & &) HPLC 44,
FERBAR R OSRBRE 580 A A 88-98%F 2-12%4 )2 FeBE. FT
Rtz AhETk. TS . ERREREREMS. FIRANBEARR
Bf. CTEEX VB, B4R, k#1113,

1 ) LA BB & 69 B HPLC 8474 Rde T AT

4 _ G
E47 1 E4T2
BEH £ 99.89% 99.83%
15(8)-M X FH) 4% 0.08% 0.09%
15(S)-F_ X f- M4k 0.03% 0.07%
15(R)-R X FH 4k B & el FAR

TRERBEFIRAZRFEES T 99.8%833=#5 %, BE TR
BT E2HFMRGERT 0.1%,

FAep) 13c; FEAHER L FMRe HPLC 45

1% i) Waters®™ Spherisorb £ & 42 # 473332 477 % ¢ HPLC 4% .
5B B & LIS AR T 0 HCH 90-96%:2-6%:2-4%6) 13 B AR . AT
Rk BT, THEABS. ERRRERMS. FANERYER
B% 3 LBE,

AT ERE TR R FRE: T RARIRRT 5400 %
93%:4%:3%) A HeBLR g FL 320 7] & 69 HPLC 4% . 3132475 & . 15(S)-
IR 15(S)-R X A= 15(R)-R X FH AR 69 A8 5+ R G B 18] Jm F £ T 5
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P4 AR 4% G B 1E)
3IEA S & 1.00
15(S)-MR X A4k 0.95
15(S)-A XA 1.13
15(R)-E Xt Hk 1.23

FRERERPEA O THGRBARZ T EN £ 5L
HATEHFMIREIF A & . KA Phenomenex*™ Luna Cyano #w
Phenomenex*™ Luna Silica 42 57 SRAFABMN eG4 R, R ZF %, WA

5 RAFEF . RAATALA A b FrhEe FMikeyEaTs £.
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