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Kraus 5& p-EFAH A4 EA438to] ZS e olE = FeZF4ke] g s =9 EFel Fo WP EIAEA] vk
ol BAE FAE A A3FATH Kraus, et al., "Synthesis of New 2,5-Disubstituted 1,3-Oxathiolane. Intermediates in
Nucleoside Chemistry", Synthesis, pages 1046-1048(1991)]. Krause, ©] 922 4T A17]7] Y3t @ x7o] 35
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1,2-Oxathiolan-5-ones," Can. J. Chem. Vol 61, 1872-1875 (1983).

Belleau & L-op=51 2B 4ke] Abgh wailg& e3ke] 13-t &S frae oA =8 Al2she s A skl 3
Z : Belleau, et al., "Oxidative Degradation of L-Ascorbic Acid Acetals to 2',3'-Dideoxy—-3'-Oxaribofuranosides.
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Tetrahedron Letters, vol 33, No. 46, 6949-6952 (1992).

n =53 A15,204,466% 00 &= Luk4 CH,=CHCH,0R(*] 7] 4], R& H.37
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1,3-SAEI ¥ BEd 479 S8t B =
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s W o] JiAIE o] 9lar, o] WPH S AP ¢h 8] - Al M EA S AlE gk # ¢ Choi, et al., "In Situ
Complexation Directs the Stereochemistry of N-Glycosylation in the synthesis of Oxathiolanyl and Dioxolanyl
Nucleoside Anaglogues.: /. Am. Chem. Soc. 1991, 213, 9377-9379. 4354 (IV) 9] AL-&-2 ¥H-3-3}+= o #4517
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Choi 5, HgCl,, Et,AICl 3= TiCl,(o-¢1AX 2 d), 9] EA|3te A= 1,3-SA e & &S Ba g vevd A7) A%

Al 4= glttar £& [Choi, et al., "In Situ Complexation Directs the Stereochemistry of N-Glycosylation in the
synthesis of Oxathiolanyl and Dioxolanyl Nucleoside Anaglogues.: J Am. Chem. Soc. 1991, 213, 9377-9379]¢]
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AT,

n =53] A5, 992,867;5‘_01] Fo B vEud 9718 2-RoE-SAME-4-8 -1 3-H5ET o S84 3}e}
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2=-FTC oﬂ ] U—]A 73%]—3 —\:Tﬂ ‘I_‘: ]_%]% ) 0]—_1—_7_ 9}]\

n =53] A]5,663,320% % AN SAS 7|2 BERAZ BYAP o2 7 1,3-FAE S SIS Al 28k
W ATskal Ak

A7 vholel 2 W BY 319 vhol el 28] Azl Qo149 1,3-SAE| S A A=) Fage) AL A,
o BAL Az Fopl A AED 5 AL 1,3-SAH £ R RALAEE Aza7] 98 TS A= 3

29 po}

LO-SAEI & e AT HE 13- S S8 S B R 19 SRASIE BEAL pUE T
1,3-SAFE &9 2 el A= 0] A2 o] AZHTh o}7le] 71%E WS Abgatel RelE el Fejel 5
FES xﬂ@g 4 a1k

Fol Ak = PAA AFe] EASe] H 2] B FHahe f7] Sl T4, AukA (R10),CHR(S1 71, R -
(CH,~O-C(ORDI 31, R1& 24, o}, alel e}, ol e 2Ajo] 2 a,%awa,o1wwzw ,afﬂ%wwi4ﬂ
29, Ei of2 g ol the] olwt o F Sof A EYEL} 2L

EWZ[Rcmey]1314Hiﬂé5~Q°i°E%Eﬂ§§$%ﬂ%ﬁ%%ﬂW%ﬂﬂﬁh%ﬂo

_10_



=53] 10-0687194

T4 (OH),CHR ® (R'O)(OH)CHRS A& 5= Qth. of Al dlwlolAl e, ofaleh ¥in] B 119) n53HEe] &
2N AHSE FE T MR EALS opAlEt A5 kg A o2, FAE S A PR = ET
Ao &S ST oG 3 24, UolH 2 ¢3&S n-F-Ed FRaol=el vk Ao 2K, §o]stA 1t
T A

(R'0),CHRS A &% 4=, d& 9 (i) #+24 OH-CH,-C=C-CH, -OH¢] 823} A2 RC(O)CIE] 32< W
& 417 RC(O)OCH,C(H)=C(H)OC(ORE W5 1L, o] 3h3HES 27| AY ddste] Bx3te oS Al xsA
(ii) (R10),CHC(O)HE 941# (R10),CHCH,0HE RHE 11, o] 82 < CIC(ORT} #H3-A1A B4 ot 3gdES A%

= A=
sk 4= Qi

T 02 424, HC(0)CH,0C(0)RM S MRt EolA Eata} whe Al A B4 shs 1,3-%A e &8 88 vHET HC(0)
A p=i

CH,0C(OR' 2 4G Aol o] Al 4= 9lar, =1 |24 U9 A % BE & 20 el

AEFA(IV), (CD,TIC)AZRFAE), EgvdAdd EZYolE, 2053 Egvd Ay} 1S Fo] 24k Hi 1=
E3] #5,663,3203; #A5,864,164%, A5,693,787%; A5,696,254%; 45,744,596 2 A|5,756,706 5 /A Fo]
228 ) F3le] £3S 5 Ao ® dE g FAH FolAakS ALgdle] 5-(0 BE I15)-2-H3F o] ==
A E-1,3-AE] & & = T19] 5ol A F A S, Ao EAl B 5-2F Q ZALO| EAIS HE3 WS E 3 AY
stel gEvd e FY Q71 EAA, & -A84S 7H] St wEUAIEE Ax2E 5 A HeCl,

Et,AICI 3 TiCl(0-0] 22 23),9] EA4ael A% 1,3-A e e ast na s v 4712 2344 5 ¢loka nu

HATE B8k, (CD,Ti(Ol AZZZA=)7} 1,3-SAE S @7 HEH 97]9] FH3tel tiste] Fuj2A f8&3trhes
AL =kl doju}

9 %3ae] 1,3-094 T2ANEE AR 4 ek, oA REE el )3
o PN ARTE B 2 EF el told ofHeo] 25} e Folx

w3 1,3-2A ] ST FEULAIEE (1) 5-F2-2-B3H-2 A d-1,3-SA e & &S A %8k (i) A28}, vbg
- E-1,3-SAE &S R F
A = Erd 9719 A RS AI N S 2N A xT 5 S S golUdlth F3 RESS Fol 24t BEglol: 8%
o7 5 Qe AL =5 vk o) Bt upghA gk Ao A SAME] &3 5-91 %] o] = o] A X FHA|
ol Ag-olt}. A= o] Whg2 B} aot e o] EFES w50 B A Ak St} Bollem = IibA 0 2 gof Bk W
2 Fo g grEoXlt) B} aol B Z5 ggnE 383 [o}7] Z(achiral) =& 7] Z(chiral)], B F& oA
A e Az D el e 34 E B & s oz FeE 5 Aok g Ao =, AL E &1, 07)
o Al ghMH] 5-0} st -2-H T H-SAHE -1, 3-FALE] &S A AFA| 7] L, o]o] 5-FF QAL B4l Foi= Aol EA]
I e HoH QU2 FTAA, FEAA A EE(LAnty o g ddate] pagE)S Axdd 4 Jdu = U
A2, 712 5-0}b 3t -2- RS H - A W E -1, 3-FAIE &S AASAIZ 9 e H 7|2 v A Z ) oju gt
5-0}AslE-2- R T H-SA| W E -1 3-ZALE] S A= EA45 = A ES T4 AFEE 5 Tk A gelk oA B )
S A Q] of| 2 oA H o] E, LRI QY|o|E, RE|HO|E Wl o|E p-HFA|HMIZ o] E H p-(t-FE)-H o] EF
EgEA| Rt o]of A F = A2 ol ) SRAS ML B4, FEEEE, ofH| EAL HEGSo|E2F o EH =, #ll
3 7] Sujuioll Al = d = Q. F3F vhSol A AlZ2E ad] BO] o= H]& 2 HEG-of A&
W=t 2HE 7] SulE ol A dste] A sk A=l diste] Hd &S AlEste &

ol rlr

J mot

«
Jo
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uj
o
aS)
riat
tlo
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oo
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A4k2] (270),CHR(0] 714, RE ~(CH,-0-C(O)RNo] 1, R1 o2, o}l dje| 2ol et=old, a3 e 2ot &

= ohzerzlo|th o] opAleg, Fol 2k His PR A EA S H

Exbal A4 kg A 0 24, 2-[RIC(0)OCH,1-1,3-SALE] & 2hd-5-2 &

ATk, oA s mob A, opdl e Bien] H 0] nEFES EFERA A 4 ok PR E
= Ly

M MGAO RN, AL S BN AR -

)

F—.~
o
K-
il
)

FHFAV), (CD,TICIAZRZEAE), Egvdid B2 EdolE, g 0 =3} Egiddds} e Fol A, B v
53 415,663,320 415,864,164, #15,693,787%.; 215,696,254 %; #5,744,596% % 215,756,706 .0 /|| € 0|
2AEE v ste] £ S8k Aow 4l e TAE Fol Ak AREEte], 5-(0 BE T5)-2-B5H sto] =5
AE-1,3-SAE & s T10] S-obA RS A fFImAl S, A EAl B S-S F 2 BAPl BALS MR E B Al ™
skl dEvld B 3 AY)ek wheAl A, 8 B-AEAdE TR Sk wEH A EE A 5 3Tk HeCly,
EtyAICT B3= TiCl(O-olax 234), o EAfstel A= 1,3-SAE S &) Hog vevd 715 A9AZ 5 glohar 21
Aol & Bk, (CD,Ti(O) AL R EA =)7} 1,3-SAE & @7 BaH A7)0 Sl dlate] Ful A f&aithe

1_,

ChE A oo A, v ZHECLA A tiAle] Fel B Ag el 438 1,3-U 8 %@ wET, of
Y 9719 H@s] 1,3-U 84 % FRASACE AT 5 Ak oLAB(EE FUS 2T 2o Fe] FFe
FARNWT 0 P AR BE EET o etols vl W dEjel o Est @& Fol s 4 EAsel A S}

T3k 1,3-SAE S FEULAEE, (1) 5-F2-2-H3H-SAWE-1,3-SAE] & &S A 2351 (i1) A=3}, vlz
A&l AE 25Co| 8, Bt vpEAstAIE= 10T o] etel 4] 5-T2-2-H @ -2 A HE-] 3-2AE] &S oy Fd T
gnd d7)eh A WA o =] A2 = oS GoldlTh FF WSS Fol ko] HEGlolk AR F
A3t QthE AL = vhek Aot Bt H}am Sk Aol A, SAE] & & 5-9] K9] E27l0] A X AU H -
ot} rﬂzﬂi o] Hk-g-2 B} aoliem o] E3HES w50l W] s ofnt @q_ Bolwri= Ik o g qofmm i) B ok_o_
b= FHEF A2 Edd (el B 7)), B B2 Aol A e Al L E
Wi o&) ardo g HEld 4 k. @ FAd R, A28 AE £, 0T)oN A ZAln] 5-0}2 3}
b AA4slA] 7] a1, o]o] 5-FF QAL EAl I Ao EAIY 2 HEH 7))
Aoz ekl BaE) S AXT 5 Utk & U2 A=A, 71 5-0}
BlE-2-H T H-SAHE -1 3-SAE] TS A4 F W3 H G2 H-SA AT oy 5-oldsE-2-1 5 H -
SAHE -1, 3-SAE S B B8 A ES TE) A}d‘m T k. A gk op Al Ko n]gkA A Q] o 2 o} A g o]
~HEA H Zo o] E @ p-(t-F-E)-Hl Zol| o] ES F 3}l A|ut o] 34 5]
L5, OFA EAL EﬂEa}o}OlEE%% el =, WAl 58 v E3 5A 9
-5 o] o AP E = gufo] 93] o gk
A3k A %oﬂ mo}cﬁ o %3:% AFshs s Aee 5= 9

A 5-obd Bt -2-H e f-SAME -1 3-SAE 2 &5 A YU AFESe] 5-FRE 5-HER B 5-20%
FEAZ d2SA A 5=t & 51, 7]EL AzntEH ] g 71F AX]o] o & Eof, i (Stradi, et al.,
Analytical Enantioseparations, Polysaccaharides and their derivatives as chiral stationary phases. Perkin Elmer,
1992)< H| %3 v gl aEof 7jA H o] Q]

5-obd 7)ol fAjoll, &=, whgha A= Al of el thAE A A ¢k

F ol BE Bk A £ Ak ol E B
of, ek Al, A=Y, ol i, oA B o]z Alohdl ol 5 5 4 3l

I.%39]
o] 710 ARRF upe} 7ol go] "RH oA e v S FEY A= e v o A @ w S Fo] = ok 95% A
100%, vFHAl &A= 97% o) AF O 2 3l = ¥ EﬂﬂgA]E ZAAES Bt
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gof ¥ 9 n)Q A7), 6o Alel B4, 2- W/EE 4-rmzkE e e, 214, O elul e, C i)
v, Co- B2 e, Comld e v |, Co-obA g ey vl e, Co—obdm vl e, Co-3to] =2 4|92 1, Cy-
obvl vl vl |, Cy- Aokl el ]|, C o~ B2l o] ), Co-obr ] e v €, N,-20F 8, N,-20-6-8 0 F 4, 5-
e I PR N e M )2 .92 vl o]

S u]Rko], 6-AFA B Ny~ AF2, Ny-obAFa, N-MAFd, 6-2 242, Ny-opl oy F8, Ny-opd 2,
Ng-dhol == At o, 6-E 2.0t e, N,- A F e, N,~ 249 2] v] 5, N,-o} 29 2] v 5l 4~z se]v)g, N, -o}
AEAN 129, 4ol 8NP, 4ol =52 AV, 46 9.2 AU, EY, Aol
6ok 4t 2] €l & e 1

vhol] whel B8k 4= Qv A e He 15 3A
|l 3

)

B, =dd, o 1F 2 SEY, W - BRAREYS} 28 oLl 15S EPAT
Bk @ Q1715 Apol AL, 5- B9 Aol A, $-ekal, ER, obdl ], Fobl, SAVEL 2,6-C)obu] e, 6-opu] e

o
©
W, 6-F22FY R 26-HIREFUS 2P,

oA 7] A ARE = Bo] G, SAHA B § Ao C A C gl E3td A4
b B AbAF ©Er A g wet 3
A, vedd, a4, o] hdH Alo] SR o] R Av Y, 3-vdd, 2 2-tdefd 2 23-tjud e S W
gt 4 52 1Y R slo]|=FA], FFEBAIL e o 2H 2| ofn| e - otu| i, ofHolm] e ASA] o} AL Y
ER Aot AEA HHo|E, ZAFEAL EAFOE s ZAFYOER o] Folx] OAF O 25 E HdYd st e 1
opo® X3E 4 da, FHE[AE %01, Greene, et al., "Protective Groups in Organic Synthesis," John Wiley
and Sons, Second Edition, 1991, 37| Q-8 o] W& & drdel A it £ ol &3k ]vtef o], 8o me} B3

A EAY BEE 3l

o

o 7] A AFE-E = ol " EH"O]%, E.*Xéﬂﬂ &+ g F7F RS S WA AY g E HA S ) kA, dAEE Y
Zbe] AAES H7beE AL dett) B TR AR W A HE 70 §7] 34 okl FA| o] ok A3 B
I50] E3[dE 59, Greene, et al., "Protective Groups in Organic Synthesis," John Wiley and Sons, Second
Edition, 1991, 7] Q1-&& <] W& & ol A har F3 el &8kl 7fA = o] 9l

o 7ol A ARG = &0 o &, B WA &= & Hld, vloluld, = vy Eoela vpghA el wld ot obd
& 90| Gjol = A, obvi, obl i, obelobul i, A oG A YR, Aok, AEL, o] E, FAEL,
Eoo] B e ¥ Ao ER o]0l [Lg 0 2E| Meld s} w1 ol o A8 4 A, FAR[E 5
Greene, et al., "Protective Groups in Organic Synthesis," John Wiley and Sons, Second Edition, 1991 ]1%}9} 2+

o, Baol mel nEEA AL nEH > 9k,

2

o] 7)o A A}& 5] o R FRE HER Q0% W EZFORE T3}

§o] obd 2 Auka] —C(OR' F-2& L3, 07|14 R'e &7, obd, Ao, of2dd, se| otz rty, &|e 2Ato] 2
g, iSAE S 3ot A MdE 26k ofd 4, oA S5 e b Ak 7; Aol 2 =7, C
A Cyol & B= Cp A o] A, B ofr] et 17| 2 A3 s d & 23ehe ofd & HEhdITh

of 710 ARG ol @7l AR 25l A ST o]V 7F F- A BARSE ol = 7] 5]

m{m
i)
ok
i

ol 710 A& &of dlEl ot Hi= dlEH AR S8 Sholl Aoz shite] & AbA W= A4S ke Aol 28 B
& Ut v @A A A 2=A FH, JJEl C P, Eold, o] iEetEd, ojvuEd, HEEY, kA d, WlxF
ghd, Mz ed, A=, olad=d, Hﬂiﬂoﬂé olawlzFd, «Lla‘r}—a, ‘ﬂ%a ojalEd, Ml=oln

g, 7hEnE, SAMSEY, BlobEd, o|AEolEY, 1,2 4-FolHolEH, o] HALEH, v EH, AuEd, vEuAd
A, AlEed, 2eEekAd, ?’P—?*E‘El d, AR, sho] FAtEd ‘3—% iﬂlﬂﬂ‘éol Atk sEH=AL] S 7 9717l
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"o EE BAHSE vo) ue w5 - ok vk @

Pl b 9 Ao 1FL B 2o a2
o, ElE A, DR 2D ). 7 T E A% ol EHA BN Ei o] A2, o}, o
Zobr] e, obelobr] e ob5tA], o} WA, YER, AJohie, AEM, AT 0B, FAEL, TA0]E HE YAy o] ER

o] Folz AFo 2 RE AUy ) s oo R X3E = a1, FAH[UE 59, Greene, et al., "Protective

Groups in Organic Synthesis," John Wiley and Sons, Second Edition, 1991, A7] 1883 o] | && E doa] a1
Aol &gk} o], FQof wel BHEH A GAY BoE 4 Q)

Sol e e 2ol 2 s =old A &Alol ofsf A eke 4 5

o

23t}
I.1,3-3AE| & & 3o Az

T 1S iAW S Fsk] 918 shue] A= E vER Aolth 2-FRl-1,4-T] & FFERAL SR etolE B

2 dlz=d 2 A ek ihgA A 2-F-'l-1,4-0 & Ho| 2H2E Azt stE S FRdols s ThE e A
TA ) e AP E = 1,3-SAE S #o) 2-9f Aol HA sk 2ol whet debd Aot o & v, FEE 22}

o|EE 2-RuEl-14-123} g A A 4%, A EE 2-[RIC(0)OCH,0)-1,3-%A ] &2k d -5-20 4 R

Aolth, ® g2 FA| Aol A, 7t EHA M SR Elo| = i g o A2 AAlE Rl o] 47, o}, dlE|Rold, g0}

4, dagH ol = o247 Ao R MeEr

¢

HES-o] 7 WA AN A, 2-F-R-1,4-H o A EE v A= Tt sl ol ols) ddsto], dnka (&4 0),CHRE]

OFAR(e] 714, R ~(CH,-0-C(O)RVe] a1, R 2471, o}, s Zobd, ehiobel, St s b 2ol iz o} 227l o]
e Axd eE Bl gL AR Aoz vl e Lo, B4, 70T EE 1 ol A SR o Wee
e 2R, ofnhE —10TAA FAF oM, EFF AL w77t DAtk obA B AlEsE ML I 2w
we F-gule) B4 mE RSt 2% d2g golllel A 98 5 Ak A e Sl WLtk e
ol NS ES 5 UrRAsto SR AASAT, ¥ 5edotE g Y B s YRS vk N 2T >
sk,

A A, T obAES Fo] ik Ei= A A AFS] EAIRE, Hae] B Fhehe 471 S Fol A
A WSA, o Al oh e oAl = PR EHEEA AEE 5
AT A AL ol P E kA E b} ol
obHl =4k} <] =)
e e el M 3

A
n
:
V=Y
)
Hﬂ Ang )

u}wi wriele. ama

AN
L%%_‘iﬁ’l O}HF/} 1&&3 olhla] =& 09w oA EAE= 1.3

S
o
i)
T,
o
rlo
(2
=
ill‘
[
T
N
2
L
_l}o Z

fr & fo @ Y
M S R
2 I W
jutod -"IN'
o, %° o
of\ (z
OE‘N OlO
w2y
Y
rﬂ |
i
323
_Vl
fio O
5&
tlo
for ©
ﬂﬁ
Zi
|o
HU
é
of |
(T el

Ai 2-H 35 W o] E2A Y Y -5-2 -1 3-2ALE] S TS H 7] %o A %Xl% th9] o] 875
2-218A = o] GANA 3l foldS Vo R Aed 4 it o] 1FS dE EW Gk o YA
ek Gz A 5 Ak Liotta 59 n2E3] A|5,204,46635.9) 4= EHXH Ag g otz

N ~H A& AFESE, AR JA A8 A MR E ok SAE & TS e Ho“ﬂ* 71 ZH o}ﬂ A
E3 45,663,3205.= 7] (chiral) HZ2A =2 gA0] FHA S BHsts AL L5t 7 2 A}E] 22 2714
|2 S el gtk A 58S F /) W091/171595 ¢ A= 1,3- SLA}Eliﬂ TET 12

o
,-E i

o

o 2 & jofr & O Rl & O
Jﬂﬁkﬂl:‘-":’ﬂlo

mSi
~w
}0

A = o] oA r] &
23] 98] AR EefobAHo] = E poAtol Z R e mEY 712 Age] A§-2 AN s Yok,
A=, 2-HE Y o) ERA M E -5-24-1,3-5A E & he] FE]lH (2R)-o| A W (3TC % FTC 45 B-L-¢l
HA LW E AFHE BUA, WAL A F 22 -tert-H5A 0] slo| mefo] BB A} g5}e] A4S 5-0-1
59 B, o2 5 5-olAlHlo| 22 #AAh,
% 2%, 1,3-SAVE &0 §2 Al287] 99 vl /A9 F7HAH9 PAGCEE A~D)E eIt E 2] W@ 6l
M AS) o), (5-% 2-1,3-SAE] G @-2-9D) W B Reb ol ol B 7t AR e] AAlE W e kA o ] WA e
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ol 4], (-3 Wel ol B2, DMAP @ Eejo]elobnl Fol A &7 25} n-2-E)
-1,3-01 % & eI-4-2) B ool o] EE A2, olo], (2,2-T]E-1 3-¢] § ek
B2 F Dowex 50W X8-100 H" FA & 717 & Mol Yo, 2 3- qo}o]ci/\piﬂ E}
%, Y UES FRF T HA0 A EF SN WA 2-S kol W FEheo] o] EE A
@ ENcolol £ A geed, AL Y $9] p-TsOHH,02 A vl 4Ok E AL ¥ 8417 (5-%
B-2-)u e HEolo| EE AZT 5 AT (5-%2-1,3-3A1E & @-2-2)u]E FEhedo] E S
2= 5] R0 sto] Eefol S9 WA A 19 5-obA G Al FEAZ ABAL 5 Ak

(58214 SAE £ 22 il ool w2 5ol A2 AT 4] A9 = 2o 18 BE 18
B9l 6= 1,2-t) ko] E5A] o B Eeol dotrl Fo| n-Y el F2ebo|E s whg A7) Aot o] wgo
2-3fol EE Ao Q FElolo| E7k 44 H 1], o] & T4 DCM 3] P,0,, ©lo] DMSO 2 Ea Ao R b
A 2-5A N8 Feheoo| BB B RTh At Wol 98], 2-S AN FEheo] o] EE (5-%4-1,3-SAbE &7
-el)) e o] 0] 5-ob S5 FE A A8 % DA, AR AL 3 R4 DM 55 COATH 113
AA (5-%2-1,3-SAHE & 9-2-A)i| 8 Fehedo| E2 4842 5 gtk

T 29 W CE ARS8 v gk ARl do} o], (5-F4-1,3-FAE & -2-) e FEl ool E HE= T19] 5-01A]
YEAl F A= DCM FollA 2,2-H o SA] g FE oo EE X —8— Al713L TFA 2 =2 AHgste 3& 88t 374
S R2HE dojd = Q) o] Hhgo A 2-F oY FEF o o] EE 53511, o] 38 CSA 2 DCM FollA| M EAE

A 8RS A| A EA G (5-24-1,3-SA e S @-2-)w g E} oo EE A%} A, THF 9] 1,4-t]E|¢k-2,5-

23} g AA 5-olA Y S A FEAS A

o] GAEL t}39 A oo BHste] B &3] ols)E 5= glom, o]E AAd= B o] S A|dsts AL of
[BR=3

/\U\]@‘ﬂ
A 1

A W7 AlAaElo] ujE 200 Ay o] wkg-7]d WE t-F-E o ¥l 2(MtBE, 2780), DMAP(391g, 3.2mol), Eglo &
o}71(102.3¢, 74.4kg, 736.2mol) 2 2-%-¥l-1,4-1]2(26.44, 28.2kg, 320mol)S A AT wHt7| & Mgt vhs £ =
o] 25 F4TE Y8t whg &l 20Colake] v A 2%=5 FA8h= £= FEHE S 2o =(69.60, 71.5
kg, 672mol)E 7+t F7telE St EFddoldl sto| =2 F 2 efo] =t Ao, vhg £ ES A& AN o] 57}
s &7t o] vkg Edt= o] v AmviE gy 24 (A 2]7F A Z¥°] E; Analtech No. 02521, 9:19] 31t/
EtOAc® &=% 1L, PMA 4= 7hA 82 H7Fs- 7 1 AR oot alnkS 83 5 whgo] S8 HA52 UEkdl
(12005 wH& Ml 7vetal, AR =S BE LAV 3] 5 w7bA wwkeklnh. s el ekl sk (A
)E A ES] FA g8 TLC &40l oJal AL AtH g & o] EA8HA, o] F A= 35 A8 55 FAE.
=, TS 2720, TR FE X3 FEHN(T20 0% A FH e, MEH e ATl 271U AE 3] Aasta,
etstell SEAIA, 812 54 A 2-FHl-1 4-tFE H o] E 69.4ke(FE& 95%)E 533tk NMR ~F Eq] &
= 2AEQ I} J A s

AN 2 2-520d FEH|E vd FujotAEe 7t E £

Z1AA 2y, g 22 A, 2 Y 4% 7 T 8 E 2 (oulet bubbler) @ & 7 FH(ozone inlet tube)E 9] 3k
12035 T U FghaTol 2-Fdl-1,4-t 5 E]| P o] E(1005.0g, 4.4mol) ¥ W &-&(50)& At} OzoniaAkAl CFS-
2 9 HAZI(12009HE, 1718 2FA, 4 I1m/h)oll A, 27| & 7hs A1 7] 51, SFES ofo] &~/ gh-& w20l A 20T 7}
A YA AY, LES SN2 HEY O}Oi‘ﬂr QES HIEE Bt EAEL 25 -10CE FSA AT 2 A7 5,
HkS EelEo] vl g EntE gy EA (A g7 74] =7 o] E, Analtech No. 02521, 9:19] dAH/EtOAcE =5 11
PMA M2 7hAIgtg)S S4E4 9 ¢bd AR E vebllth wnke vhg E3tES A4 7h22 15 5k Al et % -
20C E thA] WZA A}, E] .9-9¢0}H(170g, 2.23mol, Johnson Matthey I0B16)E 1.5 A|zkol] 2 17g B H 7189 o},
EdEY] 2EE0CE &3 HogHole] H7tE ¢usta 1 A1, vhs A2rtE 89 2 TH NMR #42 2&

rulu
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shEo] & ARE YERIT o] £35S -20 Cﬁ}xl ChA] WZEA) 7] 3 o 23Tt o Tl S SHAI A, T3 2 A4
o] 2-2 2o el HE|YolE wE g ujopAle 1.5ke(FE 97%) S 53t NMR 2 E- L 7|& A EH 3 A 23519
=

ARA ) 3 2-FEHHEA-1,3-FAE S F-5-29 A=z

ZIAA a7, w2 EA, A QT 4E 7Est HF 2] 2 S Sl elE 7206 2 Eebaae] 254
(31¢, Fisher) ¥ 2-% 2o € FE|g o] E v E g ujolAe(10ke, *7 weh2-ol] tato] B Ao AFAAF 9.3ke)S A ATt
o] &k %é‘ﬁ AAZ opAlE, sl n|of M, o] &FA| B A A o] £ E ol wRE Vst al, WA EOIA EAR(4.5¢,
64.7mol)S F AlZtel| A M7} A& Fsle] Artelu MUbetE Hok vhg EtE ] 225 28T E &Rt vk
E9Eo] ) HPZ AzvtEa Y 2427t A Z o] E; Analtech No. 02521, 7:39] FAH/EOACE &%, PMA A4 2
7HAEHE) S SR E o] HUP 4R EHIS W AREHN S UEWH ERES T =5)E 7Hd }Oi‘jr R
(509 EF B 84 Hetg o] 23E)S 75 CEIE 22)ol oA 350, i E3E9] vS ARvEH Y &
(A7} A & o] E; Analtech No. 02521, 7:39] dA/EtOAcE &%, PMA M4 7FA3lE)S 719 8 A|7F Fof |t
o] 5SS el vHE EFES Ao 2 WA 7], wnkE e 23 8 16@3 k-3l 100~
L7 = AAs] A3t SdES 20 5t witsta, SAAZ & S5 FA R 77155 609 dSHER %
5l =g Mo g AHstaL, AxX e 2 SUAAT ZAXES 2 21X 2] Pope Scientific Al 9}0147} J=gE A9
(wiped—film stilD(Z 3 2% 90T, 0.5m ¥, A|7FF °F 0. 5kg4 Ex)o] FHAIFLE ANE EEES T SekA
EAskaL, v A EL vte Eekaaw S E AT 552 5.8kg(53.8%) 01T o] EE 2 GC —Ivj:*—*.(HP 1 Methyl
Silicone Gum Column, 50 m¢/ENA AL &9t 7t~ B4 O]QQ A&7].280C, 65CANA 1 &3+ FX 15 12.5C/#
o] AALRE 250C 7HA] &, 2% 1 & 741, 9 H3: EtOAc €9 1-2 uw)ol & &=X7} 92%°] 3ttt NMR 2~ EH 2
7l ~HEHY AH 0}?\1‘:}.

—

Ji

AN e 4 5ot FA-2-RE A HE-1,3-SALE S8 A=

S 3| =(overhead) 71414 agk7], 2709 N,-H &8, ~EH(stopper) % A 2 &/A 2 U(thermocouple/

thermowell)o] TH|H 50045 S W Ze}xTol| 4= THF(4.1¢, Aldrich)E A9t} o] 7)o 100-go] FE o= g F
oFFu| 3 slo]=alo] = 21 (334g; 8.8mol; Aldrich lot # 04414KR)S 3] A7lslict. o] &£elel & F71<] THF
(4.10= F7} 8] star 15 AlZF wakslGitt, H7he A &oll 55 37T R S 7]a 15 22T =2 Y7skqint *M-ﬂ
3| A 35S olo] A~ /MeOH H|AE o] &3le] -5C =2 W73 }9,11:}. 2EWE 5% st HoF A7 E diAlShaL t-
eH&(2.0kg; 2.60; 27.6mol) @} THF(600 mL)9] Z3HES AT o] E3HES 2.5 Altel] A A vhg E3FEof 3] ?i
7held et A7t Foll Wb 58 15.9C 2 AsA Tt W2t w8 AASIL 25 W22 giAehd], kg 258 33CT=
7FEsSth o] 25 1.5 AZHse B 7 a7 7t e wj7bA] f-4]80 T oFo] 22/MeOH Hl =5 AFE-3lo] vb-&-
EFES -6CE YAsnt M7 Z2ur)o] 2-FEl DA WE -1, 3-SA ] & -5-22] £FE [1410.6g; 6.9mol X
THE(350m) ] AT W %5 5C o]at= frA|stHA], o] EF=5 Whg E3tEol dxds] Hrteaich i e
(aliquot)(WH-g &3+ 9] 5 W-&)o] = oA EAA-tr| ol T gld o= AR ¥ = Al A RbEES 1.5 AR ayt
53l o g ol AE|o]E(eF 1ml)ZE AT FEEE S35 GC ¥4 (HP-1 Methyl Silicone Gum Column, &2~ &
" 7h2s 50 me/3, B2k o] &3} A37]:280C, 65TCAA 1 B7F F4 15 12.5C/89 ZAALRE 250C 744 &2, 1% 1
AL FY B AAE g EE 1) U o] 2 HES B FA GFUTHRT=7.4E). v AE =S
olo]2/MeOH &&= HF3ta WHEES -9.0C 2 Y28l A E 54 g 5o 4-tvdolr =5 g
(42g; 0.35moD)S 1 F-5¥4 A7 st HA7F 2o 7)ol 4= oAl EAH7065.5g; 6.5¢ 69.0mol)S Wo] ATt 0T o]
3o 225 FA| s A 1A9— HES E3FE) 1.5 Al AR 3] Akl A E 54 vk £3=S 19T o] 3
2 HH3) 7rdstAA] 13 A 7F ksl ol GC 4 (HP-1 Methyl Silicone Gum Column, 22 &8k 712 50ml/ 5, &2
ol &3t A=7]. 280C, 65 coﬂﬁ 182 64 2% 12.5T/29] AALR 250C 7HA] 5&, 13 1 & 44, ¢ 9 v-&
= 1-2pu0)& W30l 45l SS YEFITHRT=8.4 2 8.6 4 2709 M=% 34 FA).

A -Q A A kg EehEs ol d obAH O] E(130 & 348ttt vhg E§tE o] whe Aol E =S S o AR
(18-%14 "ol &-dd Zd 7]l A 7.5cm FA). o35 w5 A 3] A PA 50k, Aete] E(1.5kg) S "E-&

A whell F7Fshlth o] A 4 At alnketal A7) of F A TR EFS o] gato] Aeo|E =S Faf of A F T o3t
= FEHA DA of oS Rop Q= 7| A alRby|7E ul e 7205 -1 Sk & 'k o] 7]
THAYESR x5t 7§ (20@)% A7Fsslth A E o]V £ =S Tol ZelE = AlFl 1 AR wntetal #7)
& F7Fe SRAUEF 23 #8100, ool HSHEF 23} #8200 % A H a3t S5 LHstal 75 E
- Ak ] 45 (3.0kg) Bl A A EAI 7] AL A G mk7]E o] §-8he] AE S wRekIth X1 of Fhol of &) FakvlL
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UlES AAS L A AS HAF SEAABST 4&) A M S ATt 17 H3Z(23mHg; 40C)E o] &5t o] AL

1.5 AZHEet F71 s Fste] A o dZA A E S5-I SA-FEE S A W E-1,3-$AE] & 2H(1483.0g; & 87%)

< 5318l

ZAAE 5ol EA -FEl L S A E -1 3-ZALE] & & 10-g 2] H-2-S AH100ml, 10 F-3])of] & A] 7] a2 L H-2] A

Aol T W] ol S wj7hx] Al Al ki), o] wtE E3tEo) A7 A(2g)S HUbskar ol R

10 B37F aRkelgit), dojx £8P E Aol E Y=g B8 oA A S ool s 535190 SlE AT SUAA
AR 5-opA| EA| - R E| LA El -1 3-2ALE] & 2H(7.7g; 77% 3]|5)S 5381 th TLC 754 E4Eo] A7

o
d W, GC 242 Wahr} il

AN 5 FolatonA 2 REFNYARE o] §51 5-5 0 2| EAIH 5ol A ZA-RE LA W E-1,3-5
ArE &R HRS

AAA m7], 2B D Ak Bt AR E 597 BF ZOA7F PHE - AR B 0 BYaaE 550 R
Abo] EAI(51 6g 0.40mol), A E ]2 2} 7H665ml, 3.10mol) E U5 H Ao E(2.0g)% MAt. 4R &ejg &
2.5 A1 &7 Z1ee ol o el el wa aAlel 94E B M AL RSl S we) 2ol
40 B NE AP0 A Ae) B 19171 AT kel SAEE ek gretalel 415K . o

A Aol WE W F2eo] = (890m)E F 71eke, Eﬂﬂd g NS AT vES 7)ol ARAZ/AEY, o4
538 H7F 2o 717F A x| Zefol dl(claisen) dl= 2 A& HEHE ?H] st Wgd Z2Zalo] = (300ml) ] S AHE]
S 2 olM H 0] E(175.6g(GCOl 23 == 62%), 0.41moD) 2] & NS A7 27| o tpro] %A @& Al HolA vkg-dS
-5C & Yz+3la o]o] A Hh-2 &3 Eo] =FHA (dropwise) & 45 &ol A H7}atgch vk&dlo] e 2 5T WX

0CE FAATE H7EEdl, A7 2712 Wd el S22k = 100m 2 f2381aL o] 3 -& v g0 H7Fsksitt. |l

el S22l =(150m)H 22 =E WY A gH89.0m, 0.62mol)<] &S H7F Zu7]o] &7l o)A g 3§ &9
U &5E5 -5C WA 0C=E FASHHA, 45 ol 44 ®bg E3HE4 78kl =7] x*ﬂwﬂ OF7ke] WA A7}

ARE Ashor, oA A7 BsiAlel A Qolal g Eiheg A eow Adshn of i b sk, B
3 EHRS FRNIER w5 8002 2HauA A, Qoi7l 22 Beladth 57152 Qe AHeln 7
sl 5 stel 4 W-3A 228 FESASIEL HPLC e a8 Bobienv) o 111 £FEAS Hoj T o
24 99s BRdoA AAGS ] 73 BelH o 2 polmE S5,

Ao 6 FEHHCIE S 1F9 AA

FEE o] E o] 2 H = (SA. 494.89.1)9] 8.0g(25mmol) A& 160me ] Hgh2-ol] &3 A 7] 3L, m vk A Al Al 2ed A &

oS- o}o] /8 | 2o FA A Z ) 10 B30 o] &ME DOWEX SBR 24417] €-0]-&(0H") 1.3+ =% (Sigma cat# I-
9880, p. 1803) 6.4g 2.2 A g3t th. 3 A|ZF WHkek & v A2 A At TLC BA o2 SuE 49 94 ARV ved
w 7kA] Al wdksEA T E3ES 100m ] M Eke-= 314 oh o5 Th A E 100m 2] W B2 A2 8kal &9

Kol -5 %0}04 He-3A uAZ =5 o] LAS 20me] Y7t ol e oA EHlo] ER a5t a doj uA S HFZ2A|
7 A A 24 9/152-15% 5.0¢(81%) =313t}

TAE A g2 A H s v AFEdol Al Aok shtb= dlof] o s of gt} o] Hhg-S fldl &g TLC A
280 159 WS / 859% SR 2 XSt}

H o o aH2g dag SN 13 B 27 ot o Aoz FE o E o225 AA T + 9l
o vk gk okl & qhw o} 5 F-oprloln vk 3k Fvi = w w2 ol H.

AN 7(2,2-"9ME-1,3-H5EB-4- DG ERH 6-F2-1,3-5AE S F-2-D)v g F-El=of 0] E(25) &
(5-otE £ A-1,3-5AE & &-2-D) W E F-E o 0] E(26)9] 34

(2,2-tHE-1,3-t5EE-4-D)v e FEd o] E(22)9] &4

)l\/\ Q
cl
oY o — T 0P
)<0 BME )<°
Et;N, DMAP 2
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0CelA t-5F-9 vl e 21052 £A9(21, 62.6m¢, 500mmol), Et;N((83.6m¢, 600mmol) % DMAP(5g, 40.9mmol)
o] & wty golol| n-REH FZebo]=(52.4ml, 500mmol)S 75 Eoll 2 H7stuk. EES 0Tl F71= 1
ATFERL, 1 Tl 28l F7h2 5 ATEeE MUt 39S ACORK102 9141813, B(1DE A5, A%
(MgSO0), o3 3 SHAIA, 2 d%e] %A shgHE 22 (104.6g, 500mmol, 100%)E F53t3ith =24-& Mo AAlg
o The wAlel ALgakith
2,3-U3to| =AY RE o 0] E(23)9 §4
o Dowex 50W X8-100 o
H" 44
0/\(\o/k/\ _— Ho*\c):\o)J\/\
/¥<o MeOH
50°C 23
3}e& 22(50.6g, 250mmol) T}, HEHL-(500m¢) 9] Dowex 50W X8-100H" 4X](76.5g)2] €M 50T oA 2 A1 7HE

ok Fhshar, A2 A T AT F, FAE AR <200ME A A AL, EE 2B Do} Ao
A s Hsth A S 8290 deolEol Ei8AH11)E ALgste] A7t Ae] Fel el FupAZth A4

= %WO]'L EQ%E _J__O]- 7(] S o]—oﬂ ll:-vzr—o]—OI] 9‘%1/;}4 Jzﬂ :Q:]_ % 23(32. 8g, 200mmol, 81% % ZF———O‘I—O:’TL‘I— U;q
< Mo AAglo] thg wAlol AHg-ahitt.
—Sadd e o E(24)9] 33
i NalO 0
HO O)k/\ 4

e e NN
On oA & °T‘o
23 24

SRES 45T A oF 20 &5t 7t Ete] SH(450m) T I 2 =AM EF(89.4g, 418mmol) o] £-9& A 23
5. o §98 60 2ol 24 oL E@25n0) Fo| €% 23(30.82, 190mmoD $9je) A7t A7k AW, £ E
S Ao A F7ME 2 Al kel t). 31 SR (Ml 2= 35T E |A] Zolok $hE AFE-3Lo] ol ES Al A
ST e 3888 B (250m) R M H s, £428 AcOEL(3 X250m) 2 FE319t) §7]) 8 &S Rol, g(z5omfa)
12(MgS0,), 917 2 WA AW 2 LE2 350 A XE= 3D, 0 A9 TA 3% 24 (20.5¢,

Sepith =S =] AAlgle] v Aol AREsEI

o
J
B8
=
=3
o0 |
w
R
it
ol

(5-%-1,3-SAHE] & @-2-Q) MY Pepio] o E(25)9] B4

(o]
o " OJ\/SH ° o
OY\OJ\/\ O=<_Y\O)J\/\
H oA EUEH
24 p-TSOH.H20 25

oA EYEZH(600m) T2 3FgHE 24(3.90g, 0.030mmol), MFHEOFIEAF (3.32g, 0.036mmol) % p-TsOH-H,0

(0.28g, 1.ommol) %] &NE SFoAl 3.5 A|7HE2t 7FL 33t} 33t &9, Ul Fi9] 26mE d-2ElH EFY
(Dean-Stark trap)(E-o|MEYEH 0] 35S AAsHY] )25 viEsk3lth. TLC(6:12] AHAcOED | 9] gk
Hhg g o] BA LS T35 dhute] A= g nukg dusl = FA(PMA 2 2,4~ DNP ii 7t 3HE)E e
HEE GG A2 A 16 AIZFEt WA 7 3L, A x G E7E H eSS FEAAT IFES 5 NaHCO4(50ml) 2 AcOEt
(75m0) o & Hulslar; =4 F-E-S F7F AcOEL(2 X756m) & FE3kth 7] HEE& Rox, 12 MgS0y), 9% 9 %
Fotell SEAIF T 2 E(6g)S U4 A2vtE YT (4 5 20% A EotAH ol EE &3k 125g A7t 2D =
AT 4ol ®Al 819E 25(3.27g, 16mmol, 53%)E 53l th.: TLC(3:19] #AHACOEN)--R=0.4124] 1

23E(spot) ; T2 YA 8= TH-NMR(CDCly) ; A =3 EA(FAB)--m/2=205.1(M+ 1).

(5-oPAIE S A -1,3-2A 8] £ @-2-)W D FEoo] =(26)8] B4
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1- LitBuO)sAIH
o )ol\/\ S 0 )OI\/\
o,
o Y\O -510 - AcO ﬁ/\o
=(‘5 2- Ac;0, DMAP N<—3
25 26

—5°C WA -10Col A F<4 THF(15ml) 59 33E 25(0.50g, 2.5mmol) & THF(2.7m) 52 1.0 M 8§ Egl-t-
EAl &g stolmgto]l = §AS 2 Al gholl AA Al A FZ(syringe pump) & 7Fstal, &5 -5C WA -10CTE
TrX]/\]ZiD‘r. F77 GEEWH R A4S 3TAA 18 AlZFEe B x| ek & AL 0 2 f Yl DMAP(1.7mmol, 0.20g)
9 g ob A EAR25.0mmol, 2.4m0)S 7F8taL, *ﬂ” QAR A gols ZH 2o A 3 AlFHE e wnkslaL, w5
NaHCO4(25m0) H7Fetith 1 A7 e A2 -, A8 2] 8har, 5448 AcOEtY] 371 2 2o & FE350th
F7] w8ES o, Ax(MgS0y), A3 % TIAA, 2AAE(0.772)S 58t S+ A=rtE 9@ F

9] 20% ol E oAl o] EE dHah= 20g A7t A)E AAlste], 43 7A 8%E 26(0.50g, 2.0mmol, 80%)< -
233l TLC(25% ol EotAl el o] E:dih)--R=0.51%=4 1 23 (spot) ; 730l dA|sh= 'H- NMR(CDCl,).

0

AR 8 (2,2-HANEA] ANEE)Q27)ZREH (65-F4-1,3-FAE & T-2-) W d F-E o o] E(25)9] &4

2,2-H o FA e FEl=o o] E(28)9] &4

o}

A~ 0
O o ___fl—. \/OY\O)K/\
~0 ACOEt
27 Et;N, DMAP 28

[

0Tl A EtOAc(50mt) =9] 33+E 27(LancasterAbA] 6282, 13.4g, 100mmol), DMAP(61mg, 0.5mmol) 2 EtBN(16mlé
11.64g, 1156mmoD)e] 2 1 Rke §-ofof n-FEd S =2 eke] =(10. 90mt, 11.19¢, 105mmol)& 3] 7Frt. Aol A 1
AlZHEoF ksl 3 uk-g $3LE S F=7) EtOAc(50ml) = 3] X8t & NaHC03 (2 X100m) & A2 XlOOmQ)E Al

#sta, 1%, o7 L FUAA,
the Aol Ahgslet.

A A o] A sheHE 28(21.5g, 100mmol, 100%)S F53F3aL, M =] A A glo]

(5-%4-1,3-SAE] & @-2-Q) MY Pepieo] o] E(25)9] B4

o}
o SH o]
~5© OJ\/\ __H_o___, O{Y\OJ\/\
O E5q S
28 p-TsOH.H20 25

8(6.13g, 30mmol), M3 EoFAIEAH4.14g, 3.13m¢, 45mmol) % p—TsOH-H,0(60mg,
NG 2 AFHERt BFAZATE d-28 A ES ARRSto] du 2 & & A7 sk, 2
o' WYAA F, kg E}ES AcOEL(G0m) &= 343}l 5% NaHCO, (2 X100m) % 4

xX100ml) 2 A& 3tar, Az, o3 D S9bA A, =k A Ao F A4 33E 25(5.2g, 25.5mmol, 85%) & =533 1L
o] AAglo] v whA o AL-8-313

AN 9 (2,2-HoEA] d&E2)(27)ZHE 2,2-UdEA| o d FEl o o] E(28) E 2-&20E REIdo|E(Q4E F
319 (5-24-1,3-SAE & #-2-D) v E FEF= o] E(25) E (5-0tHE A -1,3-3A E] & F-2-)HE FEl o) 0]
E(26)9] A

-S40 " BEwd o] E(24)9] A4
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o o)
O )N TEA: H20 (1:1) o o)k/\
T
DCM
28 24

A 2ol A DCM(200me) 2] 313+ 28(8.16g, 40mmol) ] 2 anke 84S TFA(44.4g, 30md, 390mmol) & =(7.2g,
7.2m0, 400mmol) = A & 3T}, A2 Al 2 A7 A REAI ] & & NS 35T ol A SA|F T o], 1%‘*’4 TFAE A
Ask7] el Ao w7 53] FEEA AT T A o) FA 33E 24(5.2g, 40mmol, 100%)E $5381 L, M=o A A
Slo] tha @Al ol A8-31d T},

(5-%2£-1,3-3A18| £&-2-Q)M D HEhoo] 2(25)9) §4

o]

Q J_sH o
HO
OY\O/U\/\ - . o {v/\o/lk/\
H DCM S
24 CSA 2%

rt

CM(10m) =2¢] 38% 24(1.3g, 10mmol) © CSA(116mg, 0.50mmol)¢] 2 wwts “é‘i ol Oﬂ T DCM(5me) S92
oA EAH2.76g, 2.08md, SOmmol) Lol 23] 7belgch wualEAA] AL A 1
,:,L S DCM(20me) & 3|4 A 7] 3L, 5% NaHCO4 (3 X30me) B A47(2 X30me) = A< Al

<
A, A A GAake] EA4) 313HE 25(0.9g, 4.4mmol, 44%)E AT}

UHTIU

(5-oPAE S A -1,3-2A1E) £ 2-2-)W D R Eoo] 2(26)9] B4

- /Esj,on

i S
o. M~ BF3:Et,0 Ao 0
ﬁ/\o 3Et c "*(_z/\

H
2- Ac0, ¥ gl
24 DMAPJq ! 26

4= THF(10m¢) 9] 3tsHE 24(2.6g, 20mmol) & 1,4-TJEJ k-2 5-T] 2 (1.68g, 11mmol) 2] 2k nlyky gNoj
BFB-Et20(312mg, 278ml, 2.2mmol)S 713t EES A 204 16 Al et wuks i Th. o Fof o &) A E A A s

wolals &9 4 92 9(2.3g, 2.4n, 29mmol), DMAP(18mg, 0.15mmol) % °] o] AC2O(30g, 2.77m¢, 29mmol)&

7Haith o] g ALl A 16 A7 WA 8% A0 E A3, AcOBtE FE 3t F71492 Felaba,
8% A, A5, 5 NaHCOg 2 A5 A% NS, A%, o5 L FUAA, FEAES AR HA SR

(3.5g, 14mmol, 70%, =% 60%)S 453+ o}

A 10 1,2-HA G222 FH (6-54-1,3-SAHE S H-2-D)HlE FEdf o] E(25) # (G-otAESA-1,3-%
ARl & @ -2-A)W " FElo 0] E(26)9] 4

2-3lo)| = Z Ao € RE}-d o] E(30)9] A

o]
HO_~on _— Ho\/\OJK/\
EtN 30
29 1t

0Cell A 3H3HE 29(834g, 750me, 13.5mol) % Et;N(116g, 160me, 1.15mol) ©] 2 wuke & oo n-J €]y F2efo]=
(122g, 120me, 1.15mol)E A A 3] 7F3ie}h. ksl A Aol A 16 A 7He ok HH-g-~
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ENE AF(1.50R gA45kaL, F7FR 1 AIREEE wakskalet. o]o], AH(BX700m) 0. & FZ3te] vl 25 A7 8k
th. 1%, 54 %S EtOAc (3X600m) 2 323190 th 471 4% Rol B2 A2 3le] dolglt o el aﬂa(29)% A7 8k
51, A%, o3 R FWAA BA SR 30(39.7g, 0.3mol, 26%)% S5,
2-2 20" REo o] E(24)9] A
o o
Ho\/\o/u\/\ P,0s, DMSO, Et;N OY\OJK/\
% DCM " 2%

0ColA 4 DCM(100me) 5¢] P,05(42.53g, 150mmol)¢] 7] A% . & wyke de-Yof 318+& 30(11.0g, 83mmol)<&

A 38] 7hsfaL, o]o] DMSO(13g, 11.8m, 166mmol)& 7+t 0CollA] 1 AlZbEt nlnksh 3 ofo] 2~ W ~F A| A3}l
=S A2olA F7E= 1.5 AZHEet uRks it 0C = W2hA1 71 %, EtsN(42g, 58m, 4l6mmol)w FH3] 7

kA A 20 A 6 Al 7HESE ¥HEAIFTE 0Cell A 1.0M FAH60m0) & 71ske] @X8kaz, 0Cell A 30 53k arnkabs
A A BT §71%S (2 X2650m)F® FEIL, A%, o7 % FUAA, A A o] xA 53HE 24 (6.60g,
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<] HCI(16mmoD & 7} A gfstaL, 1 A|ZHEt untalitt, opAHl o] E7F AuH ™, &5 0.25 AZHeet A4 7=
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