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P, Bitqg XXMy 3-8-4-F A KL T b 2428 T H AL
X(VID)2,3,4,6-m9-O-(BAX F A2 4 )-D-F 4B 8-1,5- N Bs B 4.
Ri A&, RoAh4-THA A A-CHy-49 X (IX)4BALIA B F.

EALRAY—ANERBGEHRFTET, A5 LESREK AR
& & Bl & 1-C-(6-F A -4-(F B4 = R A F 4e-3-2)-B-D-vik b # 3
A8, BARM, it X(XTD)4Y 3-38-4- ‘?;ik-i'-(‘?’%},&);;;gg ik
SE AR AT RUE T AL X (VIID2,3,4,6-v9 -O-(FAX, ¥ A2 45 2)-D- 5] 48 8 -
L5-RBERELE). S Ri A 4-F K, Ry A 4<(FAE)F A A-CHp-44 X,
(IX)4240 1A & F.

EARPH—AERBAFEHRFET, A5 LESBAIR 9 H %
# & 1-C-(6-R-4-TEA KA FIE-3-2)-B-D-sieviy 7 5. B4R
#, #Bid g X(XUD3-E-4-F-4-TEE KA T L ERE AL R & H
A N(VIID2,3,4,6-19-O-(BAX F ARk 2£)-D-H 4884 -1,5- A B R 84
¥ RiA 45, Roh4-TEE, AH-CHe-t4 XIX)HZLIA & F.

FE AL IR Eodo NI A4 6 AL, H7T A AARBE B HAAR
Cke b AT A T R 5 M b &
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RAVATF RAGULA RGP AL, REFRKLARITRE,
B %o A% BB Fe A =T LB ARA% R 84 )i/\:‘ YIS EH R, {2iXF R &
G T g AAT I BB B ARA R BT EIAMAC T 7

kAp) 1
#] % 2,3,4,6-19-0-= F IR F ot 2 -1-C-(6-F A -4-(FrL) =%
F 47-3-2)-o-D-vik o ] £ 48

SM.
1. n-BuLi, 20% THF/& £, 75T
2, &ﬁ

mso““"»

oTMS

o
Tmso® “romas

oTMs
(1) (2) (3}

£ 1L 23 B RSEMRT , 535 4381054(1)(20.7 g, 67.4 mmol, 1.1
4 F)%e T arkh(THF)(61 mL)fe & %245 mL), A#E-78C, =4
. 1220 4PN EIZ S AR R ¥ iEAeN 2.3 M n-BuLi (29.3
mL, 67.4 mmol), FA L&, 30 5475, £-78C FIHEE RS
NEBA Z TR T A AA N B W(2)(29.5 g, 63.2 mmol, 1 %8)F k&
$(306 mL)#Y 2-L £ M T, 132 BALATIRIE 69 085k ;‘&/—\% 4—”r)if
A NA BT BT, B 1% AcOH (290 mLYE R, R/EH E 4k k-
rle AN 200 ML T8 ZB5(EtOAC), 08 &2 . HHEA 7J<(1>< 200mL)

# 7K (2% 200 mL) %%, K E A EtOAc BB, 4 TLC H#7(# 750 mL
EtOAc) SAT R A B TMS 1R 6946649 (3). A-HF 89 H A E 2 MegSO, -F
B, R, REE, FEBegrEaRkd, SEuH, EHATTT
#2905 it BT TMS R4 694084 (3) A F T —A 523641
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KK 2
Bl FHE-1-C-(6-F H-A-(FAA) = K F-3-2)-0-D-stbrd &

1. MeSO;H (cat.)
MeOH, 40°C

2PE, kK

3)
(@

Hr KA 1 49 TMS R A7 4940-6-40(3)(48 )35 F MeOH (196 mL),
RGN T AREL(200 ul), HFATIFERIRE 40°C, 124 20 4%,
REWERANETER, RE. HHEAWET EtOAc (200 mL), A4
= NaHCOj3 7K i%i% (2x 100 mL)#= 2 7K(2x 100 mL) k. A5 7K E A
EtOAc (2% 100 mL)R ¥ B, &7 64 HLE 2 NaySO, F 4%, it ik, k4.
RAFDEGEE T FRIK, KREE OCTETFFTRE 75 mL).
F P iR e M i@ B| A 450 mL Eried BRLEAY, T4 & 6.
EER TR ZRSMY 3 IoF, RELE, 13827 g4 €6 ER/ibLs
¥(4). % HPLC 547, X @ EERMLEE A 87%. JE#k 4T HPLC 4
W, EYRA (@), .

L4 3

#] & 1-C-(6-F A-4-(FHIR) = KK F4%-3-1)-B-D-vitoh F H 45

Et;SiH, BFy-OEt,
CH3CN/CH,Ch,, -30°C

4
@ s

H KA 2 9B (D) — 0 H =8 & BB RS, EE—/
I-L BURBEMT » H#40a-4(4)(13 g, 30.9 mmol, 1 % )% F CH,Cl, (86
mL)F= CH:CN 223 mL) ¥, A3 £-20°C, @ BHmiE. Aitdk, e
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A Et:SiH (9.9 mL, 61.8 mmol, 2 % &), K& e BF3-OEt, (5.9 mL, 46.4
mmol, 1.5 %&). £F =/ I-L BB, BT 11 gis-H@)E
F CH,Cl, (73 mL). CH3;CN (190 mL). Et;SiH (8.4 mL)#= BF3-OEt,(5.0
mL), #|&-2Ike R EIREAH. ERERESMIFE L 30 547, FAK
340, M4 NaHCO; K7 (29 200 mLYRR & 5 i,
REFBEER., SHRELRAY, RERZHIIES . s 500 ML
EtOAc, 4Rt 7o & & & . A HE R 4842 NaHCO, 7Ka % (2% 300
mL)#= 7K (2x 200 mL)#eik., 6-5F 697K ER EtOAc A FREERIT
TLC 247 & s AR LM R B R Z AT S = 40(%) 600 mL EtOAc), 4344
A HEZ MgSO, T 1, 1238, IR%, 53] 23 g & €8 KRIE4(5).
Wi AL W TR ESE AT (6), REETREKMEF 4555
IR AR R BT A (5).

EH#H] 4
$)4& 2,3.4,6-m9-0- T 863 -1-C-(6- F 24-4'-(F 54 ) = FA F -3
3)-B-D-vitoify ] £ 48

5

(5)

B A5 3 #9408-4(5)(8.3 g, 21.3 mmol, 1 % 8)EF CH,Cl, (53
mL)#=wt72 (17 mL, 210 mmol, 9.9 &) . % LB AF(20 mL, 212 mmol,
10 % ) A RS, KE Ao N 4-— F F & Shetbmz (DMAP)(130 mg,
1.1 mmol, 0.05 %), IR L REME 50 54F. A AIK(200 mL)F=
CH,Cl, (200 mL), 4%+ +4B&E. AAERA 1 NHCL(3x 200
mL)#= £ 7K (2x 100 mL) 2k, A5F 69K Ef CHClL R ZR A £ TLC 4
MELEBCRFRAERN WAL, GHNAIELE MgSO, FiE,
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ik, e, FE 1 g RFEEIK, A BOA/TIREU T H R EL &K
WALPTIF =4 £ SOCT44iZ El4kis T EtOAc (48 mL), R/E@ b
A TE(119mL), $RAMERANETE, RELHE AT
R, TEamE, /732 77 g & & EARILEH(6)(Z2 HPLC Amsh &
100%).

EH#H] S
$l & 1-C(6-F A-4-(F o) = F K F 3e-3-4)-B-D-vikwh ] £ 48
SMo SMe
LiOH
H20:THF:MeOH
1:2:3

(6) (5
LETIBT, BEks 4 6104(6)(22.3 g, 39.9 mmol, 1 % &F)iEF
THF/MeOH/H,0, #t#E, %1% B &A% F se A LIOH-H,0 (1.65 g, 39.3
mmol, 1 #&), FEREFETR., ¥R RESMETETHRIFY 52
DB, RERAERYSE. HARAYET EtOAc (300 mL), K& Aiefa
NaHCO; K& #% (200 mL)., 4% & &, A #EH NaHCO; (1x 200 mL)
Fo 27K (1% 200 mL)7 . AZ A BtOAc (3x 300 mL)FEH, AF6A
HUE 2 MgSO, T &, i, KR4, 5% 155 g1-C(6-F AA-(FAL)

SR T A-3-30)-B-D-kh H FAE(S), A @ EFRKEMR.

% #4) 6

& 3-08-2-FHA-(FHI) KA F Lo

BE—RJLEEFA% 1000 GAR-FRFRESF T 115 mL —R Fic
B AR . 6 R T AN 2.6 g 4k, UG £ 40 4P A e 14311
g, BN R EBRERFELELI0TC,

MBI T, FAFR L RAM(151.0 g)ha N 450 mL TEE, ML
B E# T0CE 80C, REJFR L RASMANETEL, Bitsh
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JEUE 3-8 2-F - R P &, A LBk,

©F—EBPANTI0O mL —R T, HMBREHET, 9REEE
EFAN100.0 3-i8-2 FA-RFEE, AFREBETHRELEEF I
NT703 g FBEA 03 mL = F 54 FEUME, B4 24 it £ K 5-i82 7
A-FTBR, REWLET 500ml —R T, AREEE T 578
g GAHE, AHEI0C, MERILAFE —H 1248 Fikss, H15
DA, RBARR AN GG R4S, HARREBERE 10C. REEE
R A R1E /2 300.0 g sk 435 mL 2N 288 b, $#t3E 1 o0t. 5K ES
BKEFANE, HAEM 210 mL 2N ##k4, BAEL 160 mL
H B BR B AR IR R TR,

REHRH: R FBHAK, ME AN 270 mL 8. HFI3mab
#HEOC, 72 3-R-2-FRA(FARL KA Trosr dy,

RIEHE FHG 12 F AR RANR 097 sk 038 ik 4] &09 = 4
(5), 72| 1-C-(6-F F-4-(FAI) =R A FIx-3-2)-B-D-vtk F] & 45 fo
LK & 2B

E A4 T

& 2,34,6-09-0-(= F A F b 2)-D-H 488 -1,5- 4 B

F 700.0 g D-#H4EBL-1,5-A B8, 7L v9 Sk 3185.0 g 4-9 jhon
AN 60 L REEEF, HRIFREALESCAT., AREF A 2590 g
A ZFATARL, MAZYEISCTTRIFS I, REKZEEA
HE0C, GEBFMAL05 L FRA 14 LK, HBKIFAMM,
F A BB — S — KA IE R ik ki S e sk, 4§k pH
HAE 7-8,

R, £ 50CTFR/AERS £4(in)Hg )R GHANARE B4
ARG 2K FETRKT 0.05%, FERAEH4 1.0 ¢/10 mL e9478404
4.
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£# ¥ 8

& 3-i8-4-THA KA T

A 3-8-4-7 1 = A ¥ B2 (benzylhydrol)

AT & TF, @ FE Mg F(4.4g 0.178 mol)e A 100 mL %7K Et,O,
M JE 1 SRR Aa A st-32 3K (22 g, 0.119 mol)#y 20 mL Et,O 5%, #E
Hit R, (BEF#3AeA 0.5ml 1,2-=38 %), #3pitRE, £
AJAl-i8 S FEL(11 g, 0.06 mol)#y 20 mL Et,O s .l HPLC £ 4 £ 6
B B 1) A AT AR R ROA A R R AR ] . RORL ) R AR AR
NH,Cl AR % B R &, A EtOAc F I 3 3k, 43t ALE R K%k,
% NaSO, Fif, A#ASERLIURE. AR FERERBEN, A
5% EtOAc/ Txt 2Bl iE M 2T, A 7-9% EtOAc/ TR sABLA & &bk
12.4 g (71%)3-i8-4"- T3k —FK &K F E-'y‘*-

B.3-i£-4-ZA KA T

F-30°C T4 A 314084 3-38-4-Z A KL F85(124 g, 0.0426
mol)#4 120 mL MeCN &, @& 4 % e\ BF:EHO (6.04 g, 0.0426 mol),
k42 Aa A EtSiH (9.9 g, 0.852 mol), f£-30°C FH#t# 1 i E, #HizE
&R SRR E-ST. % TLC HIABE ARG, Aatefs KCO;s
KB IER B . Aen 100 mL HyO &, ®A-#A ELO FIR3 K. 4
F e A AUE A Kk, % NapSOs T k. e AL PURE BT 20X
&bk 384T RE XA FIn(11.17 g, 95%), =g A A E &
—F AL,

% 7.5 9

#& FH-1-C-(4-T A = FHK Fhx-3-2)-o-D-vhoh § 48 F

LEERAAT, #8950 g3-i2-4-TE KA FI(F A Austin
Chemicals of Chicago, lllinosis). 1.6 L w9 &k A= 6.5 L ¥ XA A 2|20 L
REREF, H#HE-80C, E30404AQRAEEZFANLALET
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A4, AINRHERLIBEL-80C, Bz RERAY, BHAEFENR
AALERBE AR, 53] 3-42-4-THE KL Fix,
EEBARA. -80CTF, #RARAME LG 7 Hl48 2,3,4,6-

19-O-(Z F & T A 24 )-D-FAB 8L -1,5- A B RAn, Bhak 30 4%,

04PN, A5 LR B & e 424k o a4R 1A 5 443.0 g (4.61 mol)
WagliAn 72 L PERIE R RA, BlRRIFR L AEZREIKT-60C,
B FEA-1-C-A4-T A KK F -3-A)aD-ubrh F 48 FH, lkE
76.9%.

%64 10

& FH-2346-19-0-T8A-1-C-(4-THh —FK A Fr-3-2)a-
D-vitoh #) 248

AHEERARAT, 28, B58m k4] 9 41449 550 mL 60.2
mg/mL &) ¥ &-1-C-(4- LA KA F 1-3-K)-a-D-ribh HAEF 6 F R
A 0.1 g 4-(=F ARSI A B Z A BT, BEA 84 mL
N,N-= 5% & & 4 (DIPEA)F= 40.9 mL Z8&F, Rl R R#HBERE T4
35C, HHRLRAME 4 2T 0, F3)FK-2,3,4,6-19-0-LBE&L-
1-C-(4- T = 3 - F5-3-2)-o-D-sibh H 45 3

SR 330 ml 17%B5 B R R AL A4 B £ T B /K48 pH RABiL
3., FELEFBHRYT EKA,

A 325 mL KA EEEANA. FERREAIAR, 155 F4-
2,3,4,6-19-0- LBt A -1-C-(4- T = K A4 F 45-3-20)-a-D-sbo H 48 35,

MEELRGT ISCHRET, #232ml LA 1.5 mL K&
L FNE R RS T B E 20 54 A 40 mL = LKA 211
mL = fA B MMANBR LR ET, BIHRFRZREREGT 25
C, WHRAEY 4T 1, 158 2,3,4,6-9-0-LEcHA-1-C-(4-T =K
A FE-3-1)-B-D-wkeh F A4, I 86%.
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E#xH) 11

#)& 1-C-(4-T A =3 Fi-3-2K5)-B-D-ritwh # £ 48

£ 20CF, 5k 10 4146420 g23,4,6-9-0-L8A-1-C-
(4-T =K F35-3-2£)-B-D-wbrh 7 42 e A 20 mL TEEF, MG Am
A 0.83 g S EfbsE—KEH. HIFRAYITR, MEHN 10 mL K,
pax 2mL 6N 28448 pHAA 5.5. |

WA E R AL E S mLARR(R oA TEE), 53 1-C-4-T %
SR A F -3 2)-B-D-rkh F E 4.

k364 12
H1& 1-C-(4-T 4 — KA F45-3-30)-B-D-wikvh ] 48 L-KRAEEL

W
q
ay
NS

i 11 486 1-C-(4- T3 =5 F 5e-3-380)-B-D-vikrily #
z—ﬁ%g&% 0.63 g L3 fBif 45 mL ARA. R4t E 83
C, RERBETANEG0C, & TH2CHA LKA EMESHSH
ﬁ;&%&%wﬁ%%i%ﬁﬁ%ﬁ@Wﬁﬁ%%%%%

£A0CEACTF, REAFLERY 418, REETERETH
WA, REIRRRY, ik, £A0CTTHE, 85 1-C-U-2h=
F T R-3-5)-B-Dostoh # E48-L-3K A AB 444

k7.4 13
$1& 1-C-(6-R-A4-T RS —F I Fhz-3-2)-B-D-wikoh & £ 48
B 5-i8-2-FA-TRA KA FTHRAA3-84- LA FEAT I
sh, BB A 9-12 AT A ARARE) 64 5 3 AF 5] 1-C-(6-B4-T R
AR F-3-4-B-D-vited H B AE A LAR S 69 L- KA REL Y.
A, THEEHE 14-21 F AL F E4& 1-C-(6-F-4-TRA =
HH g -3- 5 )-B-D-vik i F] £ 4%
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k44| 14
Hl & 2-8-5-£ K FBE

1
(CICO),
@/ DMF, cuzcrz cocl

B

#£20°CF, 4% 8.00 kg 2-8-5-38 X F & &% F 80.00 L — %, F 1(KF
HEM R T H0 <0.1%)F, Aex 0.02LDMF, £12mA 5.18Kg#E
BLE, BRAFRERKEA 25CUT, foni, REBMAHR, F4
HCl #= CO, &4k, 128 4 20-25°Cit &, B3 AEER, HRohA
FRG R EAMHIFE 40C, AT THRA. 73 2-F-5-2 X T8k
#.: 8.63 kg (33,98 mol, Ak 100,0%)

EH#F| 15
#& 2-R-5-18-4- LRI KA

cl O

cl
cocl AICl3 O
D
L
OEt

Br

F6532L —RFIAARLEETF, RSN T44kg Bibsa. &
B RAMAIE O0C, EBAiN 681kg K Z;&*.(phenetol) ) B4R 3
BELAEO0-5C., TARING, FRAMAEIE 0C, HH 15-20 54,
Gk B HATAL IR,

EB—ARFEY, F2549 L 5 FEHE 14.16 kg 2-5.-5-38
FPBA. BA LT HPLC 947, iz s in A 5| Bk 4] 469 R4
M, hanbyik EBARBEARAOSCT, FHuEink, £0-5CTF
MRS, BAESi#AT HPLC 947, & 45 4-4F A MeOH ¥ R. o
ZHESLE 1 AP (BAR%EEWAT, TiAAHRE T4, @it EB A st
Fad 3T AN ZE 32.66 L 2M HCl #= 16.33 kg skt iR+, KX
B RLRAY . HRIFREAL 2SCUAT. £20-25CTF, HHiZRA4Y 20
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S4F, REHSELIE, AhARRauRiE, H4am 26.13 L2M HCI #
&, At KA A 1306 L —R T RER, E—F A HAHAER 39.19
L 48 4n 2% B SAN R AT R, B RILHZE Y 30 047, RE A 13.06 L
—RATRERAFHAIE. REMA 196 L LKRASFNHIE,
EZREANAIET, £ 50-60CTF A 32.66 L LEFEMARAM. 1%
A 13.06 L7k, stBfF4estd.

F20-25°C  FHAE RS 1B, REFEHN 653 LK, 44
BH 1 RE, IEIRIE, JEBHRAEE 2352 L oK/ TER(2:], A 2SS
CYp ki, TIRZ M ERLLKENT 0.1%, #535)] 17.31kg (91.3%)
W AR, M A 5L e ARE AR 6 R (937 e E), EE
4 BB F B2 N S0 AR AR

k44 16
5 & 2-R-5-12-4-LRA KA P
c o ggjé’;‘zo cl
CH3CN
Br Br

4% 10.81 Kg - F5-f-A- LR SR T 10972 L T, %%
BWAHE 10C., /A 999 Kg = T sk, I &iAT HPLC 447,
%12 mA 12.18 Kg = fALHA LBEAH), BB ERFFAE 20CAT. (&
F RGP, e ERETT A E 20-25C)ENREE FTHRER L R
o4y, IEPAH, B LBIT HPLC S A ZRE XA, AR
RLERIE S BRI . 3o REARATE DT 0.1 AP (4-6 1 E), TAAR
FEA., GERMRAY A 4701 L MTBE, &AMA 47 LiaFe
BRBR S AN R R K. A-JF 69 KAR A 15.67 LMTBE £33, 45 69A
MABA 15.67L thokukik, AEREAIAMET. REKFFBRERY
HeIEF 21.55 L TB:, @R P AN L AP AR 45 &, B B 420 £ 20-25
CitA., BZTHRERN, £ OCTHHEXRKY 1 DB, EITIE,
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AR R 3.92L FA TEE(-5-0C) bk, £ 40C. AT TH T
Z e F(HRLAKE: KF<0.08%), #5%: 7.80 kg 47A21L4-44(23.97 mol,
75,3%).

L 17
# & FHE-1-C-Q-R-4-T R KA T oz 3-30)-o-D-vik.h #] 42

o
! 1. s-Bull, CH, THF
QL T
Br TMSO
™sO™ “1OTMS
OTMS

#1197 kg 2-8-5-8-4-CEA- KA FIRERMAZA 120 L
THF ¢4 % — R & ¥ . BAfSi#tiT HPLC 947, R/EHimms 47 £-78
C, AB B HMEP, 35 17.16 kg 2,3,4,6-19-0O-= F & Fribr £ -D-#
B A EET 87 L Bix, HEEAHE-T8C., @F —REBF Han
23.15 kg s-BuLi (12%#4 3R T80, vA B AL IR & AR 1T -68C #) ha N ik
FEAHE. antERE, ET8CTHRHERSY 1 I, REBMRHAT
HPLC 447, AR EERY. L eRATFHGLSET T 3
AP, R ETT#E#HTTH; TN, THEZH N s-Buli)iBifs g
(-718C)F — B L BT A BN R A0 HE R EE(T8C)F,
VAR ERARI-68CH N A AT, IAERE, E-T8CTHE=
BFL B e R AR 30 4, KB BAE ST HPLC 47, #ha
FTEBRM—RAERHAA., WwRAELERRIGH T AL AP KE,
TIAA B 7 A, KRS MARELAC, REEF I SHIA 100 L
K, BIEBIERAH 10 547, RENBEA, KA48H 35 L MIBE
L, AFegAAARM 351 HoKskk, REALE40C. AET, AR
R i REBAY F D SBAAR LT ELY. FihREAhiET
1001 ¥&, 428 A 1.72kg T, (BZWE, RAERETHE 30
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200380110040. 1 oo 1 3E44/501

C). HREL RS 20-25CTFHIHL 12 /0, REMME J0CHE
3B, BAfS#EST HPLC 447, & HPLC &8 ¢, HiaLmisE,
Frb&h 95:5 £ 90:10. dopbt b ¢ £ B0 bdhl EWat . dan 2.49
Kg Z T, ¥t A2 RE ZHRELY. HHELAHET IS0L T
BRLBs, R SOL Kgpkmk, ¥AMARELST 7 IRE EhKREA
Y, DSBAVAREII R EL Y., FihREAYAET 3TL R, ¥
HTRERER N300 L REF, FHRIEE; $EFRHEHI H
4. MBI, BHRARY ERRAE, REBELEARKEA T TR
ZREE. £ 12.63 kg 4748449 (28.78 mol; 78.3%).

L34 18
S8 FH2346-19-0-L8E-1-CQ-FA4-TARLE KL T
3-3)-o-D-viboh ] £ 48

THF

¥ 6.0 Kg ¥ 4-1-C-2-F-4- LRI ZFK L FIo-3-2)-0-D-rth oy i
W% F 30 L THF, Aex 13.04 kg DIPEA #= 0.06 kg DMAP, Buifif
47 HPLC 447, 384440 2 0-5C, VAR E TAT+5C oY1k & A
914 kg LEAET, I NER/E, £ 0-5SCTHAIERAHY 1.5 8, RER
#itAT HPLC 947, £ O-SCTF RS L84 1.5 8, RERASRAT
HPLC o#7. AeA 30 L FA(SCMTBE, #4445 30 L sk-Kik ik,
KRB SCTHIL 30547, 2 B% 5, REF 12LMIBE £E, 4
FE A AARRKR A 12 L 10%A5B KR 12 L4643 BE S4hIA% 2 K
Fa 8L HKk., £ A0CTAZERLZEN, bRk EBEAMPLA,,
R 2 AR 3% 7.52 kg (12.39 mol, 90.6%),
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L H] 19
& 23.4.6-09-0- T8 A-1-C-2-F-4- 2 FH = KA Fh53- 1)
B-D-rikoih &) 4%

EtsSIH, BF30Et, AcO
Hzo (1 eq.). CH3CN -
- AcO"

14 5.01 Kg ¥ #-2,3,4,6-19-0- L BE# -1-C-(2-F-4'- LEL X @
£2-3-25)-B-D-sitob H AR (1S BLAL, 1558 MTBESE T 25 L 4%, (i
®KF RRFERGEKERL A 002-007%; 54 KETIE B4
B )R RAHA I E 10C, A 015 LK. Aexr 3.04 Kg =z 545,
R JE BAT AT HPLC 547, vA W3R8 T A8 15°C 8932 B Aan 2.34 Kg
ERNLEBSY) . (mNB R, BERBEIEH ST, THESR
I A R4, BB IR A # 18-20 /) D)4k e 4t 44 B 2 2 00 90%
HRATEA, (28 THE WAL TES # BFELONE R4
WHELSC, A 25 L MTBE #o 14.7 L 46 fskBs S0k, Bk
e 20 547, 5 BEA, AHABR F by 14.7 L thdash B S4B 2
#, eFte9KA8R 6 L MTBE ¥R, 2369408 9 L Kbk,
RERAAEBREARA . RJE A 50-60C T4 AHET 401 L8,
AN 0.5 Kg E MK, EEATHRERAY 10 545, 129Z st g,
WRHER 44 L B CBE v, IRRAE 3 NI AL IETIR, REANE
0°C, #LH 1B, MR, JEHA 8.8 L A0-5C)TB sk, £ 40
C. AEFTRFHFHRENLT. 58 3.10 Kg 472544654(5.36 mmol,
65.0%).
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E 4 20
Bl 1-C-(2-F4- T FHZ M T 3-8 -B-D-rk o ] 548

cl OEt
cl OEt
O N
a0 NP LiOH 7% #%/MeOH 17
~  HOY “/OH
AcQO' ‘OAc

OH
OAc

£ 20CF, BHGdoizkke] 19 4 &6 TELEP-C-HBH
(27.2 g, 49 mmol)#4 480 mL THF/MeOH/H,0 (2:3:1)53%&, #13Fhex
LiOH —K4-#(2.3 g, 57 mmol), #HTRE, Rt R X MNREHEL
4. AT EtOAc (300 mL), #/5 A K (150 mL)k& 1x, A
4 10 mL 5% KHSO, 7Ki5 % 44 3 /K (50 mL) R4 1x, &J& A #/K(50 mL)
sk, % NapSO, Tk, At RAMREELY, HiFR 6 R ALY
F 4y CH,CL &L, 132) 204 g F 269478 C-F A FAE F 3R K G
& B4R,

L] 21
A GEE YRS E 234,6-19-0- L8 -1-C-(4- TR = K T 4e-
3-28)-B-D-vikih ] £ 42

X

Imumr:m 8%

PeVony ;
t
TMSOCH; o u
HOCH; 00  TMSCUN-Me-"Gok 2 1 TMSOCH . 0. e
L, ™SO Y "oTMS T OTMS
oL oW THF(A T R B4 2) ™SO Tol-78°C

TMSO

Et Bt
# X MsOH/MeOH | nock, Acs0 | DIPEA cat DMAP Acocuuggnj\,(j(
HO™ Y YoH Tol AcO” Ny “OAc
OH OAc

BF)EOEWSIH  acoch,
CHaCN/Tol 15°C AcO”

“OAc
OAc

3% 35 Kg D-#i4584-1,5- A B Ao A B & .45 . FURBEHE B oot
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RTREEGER T ET. REMmA 3448 Kg THF (RK), MBI
146.5 Kg 4-F S vDok(44 8 4 F) e AA0F) FAL %b 4, 4 32 R 4h A 29
E5C, /aN1109 Kg RALZFTATALR(G L 8), HILKkY 154
#, ZEAEO0S DHRERELRESWHARE 30-35C, 5 I HERLS
A(GCHR), #HEFRAMANE 0-5C, REHIA 4541 kg FE.
PRJE R 700 kg B R BEL, BEHBE L RAM 10-15 54%, 2540405,
RIEIRERIRK A, B SR T AN 13.0 Kg NaH,PO, #9 260 Kg 7k
B, BHBLREY 10 04, REB RS BEM. BEEIFKIE,
5P AN 273 kg K, HHRAW 10 547, FhHEFIEKIE. A
40-60°CF, B/AEGE® 23-25 £ Hg AR)RMBA MR, Bl oA TR
HEFaf b mah ey FRER T KF M3 K<0.05%, TiHEE,
BILHANTAK T R KA T B 469 R Z A E ~ 0.1 g/, 45
GC STk 2T = M Ar okt 5(GC ) MAF S8 18 B £ A H) 13
th: Py 2,3,4,6-09-0-Z F AT sz L -D-Fi 488 A BICE H 91-
98%.,

©) 7 — B A A OAR . VRS S Aot R 69 R 5 ¥ ha A 44 .8
kg 5-i-4-TA KA FIE, KB 78.8Kg £k THF, 4/ e 281
kg TR, HRELEAHE<TOC, A 48.9 kg n-BuLi (2.5 M &4 T,
WHER), E<T0C. Ny THBAER L E 2 HPLC H 455 F 4240 5 55
REIZR A S-R-4-TA KA T R4 B F kM 5] A ¢
VA E #5469 2,3,4,6-09-0- = F A Fabte £ -D-F 4582 MBS BUR T, AeA
BREAMEBERI<-TOCHE, E<T0C THREZEWE Y 30 548,
A AT HPLC 547, ESRR BT A&, AmA 22.2 Kg CH;SOsH (1.4 %
F)#) 334 kg MeOH 353%, Bl HRFHRA< -60°C. ity T ik IRAE
seiE 5k ¥ AR AT A% B 50 pl B RA4 51 A 10 mL CH5CN 44 32
Rkt A7 HPLC 54T, H#INEAL R AJE , MmN B S 4h ki (11 Kg
NaHCO; # 220 kg KR ) B K . A 220 kg Kikidib =Mt &AM
B, B, REEIAKM, 369 KEM 223 Keg T8 LB E (AR
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FERFETR). SHELTMHAMNE, £ 35-60CTFRAEGESE
#) 25 &~ Hg A2)ARMBE %) 5 2% A KF 3=04F Hy0<0.07%, % GC
AR, A8 F TR EOAC ¢4 8<1%,

RZ 77 B AT18E, 58| el E s 72-89 M%; @itk F *
M A7 AE o 2489 HPLC -4 MR R .
| & FAFEAR Y A 0.11 kg DMAP. 6433 kg —F AL Llide
45.56 Kg TERET. 4 <35°CF#Ht4kiaik i £ HPLC 5474 A R 7 A..
& P R AR LB ) & AR E 4B (AP)A v LB & ) | At <2%
B, T HIBRE A, 1% BRAE 6 R R A 35 4-7 W),

PRJEHF HsPO, 572 (48.44 Kg ¢4 528 Kg ARIZR)MAR L E P, 1%
B 691K E e pHS3, (3o R pH>3, THAA H:PO, A Z#A 3|52
¢ pHIRFE R M 10 4P, REREMNE. 4 BRERM, HH4
J 24554 kg Kk, ZESBRKRE., TAEATREAIERE T HL-
1-C-(4'- T3k = K T 45-3-2)-o-D-vib oy F] 45 35 (T BAAL W 8 4R) 64 4K AR
# 4-6 L/kg,

RIG 6 Bl TRAL Y AR R & P he N 174.8 kg THEF= 1.6 kg
K(ARXT TBALF 4K 4 1 mol B F), RS REMAHZEIST, In
A 303 kg EtSiH, K& £ £V 20 H4b M Aan 24.5 kg BF-EL,O (2.1 %
%), FIREFRE<ISC., MHRELREMEEZR LA A, Ty 4-7
Jouf, d@it HPLC 5473587, SRERR L RAMA 45 <20C, £
69 22-— FERA ARG F AT R T KRE EGSIH 49 GC 547 Fm £ 5%
¥ H,0 =4 KF .

PEHB R %A B 8 it GC 44 & BLSHH 5458 %, %<2
B, EIREIRE T Ae A NaHCO; 735 5%.(12.02 kg NaHCOs #4 120.17
kg KEB)HEKANPH> 6, REHHRSME Y 10 547, 25405
#, bt R E KA, 35 20% NaCl (24.03 kg NaCl #3 120.17 kg K&
BOMNAIETF, 2 BKAA, REFERBELSHHHAIANLER
KL LA,
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HaN 22349 Kg TR, sk R4B A £ S (pot)iBikF| ) 112CH F
H-1-C-(4-T A =R A Fhx-3-2)-0-D-vibrd F 45 5 K E 2 %) 4-6 Likg,
IR RHEBE>TOC, A 240 Kg&lE., RELAZ YV 1 I HAKER
HHEL 60T, HHARDAE 60£10CRIFE S 1005,

RE, ERKMAEZ YV 1T AAEZE 20£10°C. K E /£ Robatel
BOHP i, EHA R 2 A EBHA R B(5TT Ktk BiE
WA <60C. A% F-FHRZELODL02%, 135 >40 Kg 7414044 (86%,
535 % HPLC: 99 AP),

B. #l& 1-C-(4-T A —F K Fie-3-3)-B-D-wiko £ £ 48 L-K A K
BR &St

— —

Et

AcOCH; 0.
NaOH Ag#/Et0H | HOCH2 O
w ‘4, et ret——— e g et e
AcO I OAc Ho' "ol

HO

L.

L-¥A R .
EtOH/7 ~ HoGH._0
Ho'" “'oH

HO

L1 L-X& A% HO

¥ 68.70 Kg KinNE&HMMIMHE o RAANTHREZEZF, ¥

64.40 Kg 2,3,4,6-79-0- B -1-C-(4'- T = F 3 - F 45,-3-2)-B-D-wkoi
FEBAR —R A EF. Ao 62.44 Kg EtOH (SDA-3A 190 #7:4),
EEIRQ0C), RARAT, ATHiMRHZET R,

2 E B T A 0.1 N NaOH 7Kg i%.(57.02 kg)(F F384E), 4218 hah
Z 40-50°C, Z ER#HRAW 1-2 0 A 2 134245 4] HPLC M4F 5k &
S B F Y AP > 97% (R ELIEEF] 7T 74 A & 408),

BERAHNE22C, REATR TN 15456 kg £ 5 FK;, K
¥R EAE 18-25C, SR EY 1 DE(RIEER). REMRA
R HCL (37%, % 123.44 Kg)¥ pH A £ 6.3, e 2020 Kg L-K & £ B4,
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RSN 141.68 kg K., ¥R KM E T5C, RBERZAEFERE
iR, A 51.52 Kg #(75°C): B -FRFRIEM, REKRER
A NFEL A, AREF R AR E ~ 12% (IRAEOH, 4%
AR TS5 Chadl, REWARFERAINEL STC. AN 322 Gm 47
HALAH S dr . SRR 1 NETRAHE 40C, BERREE 40
T4 BF, WK 2 DB AAE 18-25C, fEskimE THF 12-
16 N8, 2 B4 £i8 1f Robatel B SHUEETIE. EHHA A(<10T)322
kg Kk A& vA B & &) F 4 NaCl A= NaOAc, 4k 4 fl Kz B 2 iR 8y
&8 &, F 0.001Q7, '-;,/’g/;;f-}ﬂ 290 kg EtOAc sk vARR & H A6 =4,
SREGHE 18-25C. AFETFBREY 40K, REEWCTFFHRES
12 B, BEOiRARe KF Bk doh 4K 2.8-3.6%0, 4FEF%. &
% 1-C-(4- 04 KA F12-3-2)-B-D-h H 48 L- KR RBMEEY,
4 & & E4k(54-58 Kg, 80-88%).

bk AT Fedh ik 4G R BATAH R K IR 6 A E AT R, RAR
B AA T A S WA A I B L B B A AR 2R 5 P iAIRE], S
T HATEA L . AR A TAL, R R B de AR K AT IR &Y
AEPHFE GFRTLH.
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