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Oxidation of Sulfides with Tetraalkylammonium Dichlorobromate (1-)
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Abstract

The oxidation of aliphatic sulfides with a nearly equimolar amount of tetrabutylammonium (or ben-
zyltrimethylammonium) dichlorobromate(1-) in aqueous sodium hydroxide and dichloromethane, in
aqueous acetic acid, or in aqueous pyridine gave the corresponding sulfoxides in good yields. Mean-
while, the reaction of aromatic sulfides such as diphenyl sulfide and thianthren depends on the oxida-
tion methods and reaction conditions. The reaction of benzyl phenyl and dibenzyl! sulfide in aqueous

acetic acid gave the corresponding sulfoxides with a small amount of cleavage products of the C—S

bond.
the brominated sulfones.
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The reaction of benzyl pheny! sulfide in aqueous sodium hydroxide and dichloromethane gave
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4 AN74FQE 1btDRB(ERFEB),

— g v~ F 2T 4 F(2d)0.576g
(2.50mmol) Z &) ¥ > (9ar). K(1ew) DIEAWIZ
i, IR THIL %A5, 1b 0.828 g (2.75mmol)
Bz 720t FUOSEAY & K2 6RFME L 72, B
DR BIRZITIRF BRI L 72, AIREE TR
T5 &, HEDHER. ON7F LA LKRX Y F(3d)
DATH L 72, IE0.540 g (2.19mmol. 88%)., ~Xx
> bR, Mp70.5°C CCEkE™, 70C),

5 RNT74FQE1btDRE(ERFAC),

—igHE v~ F a7 4 F(2d)0.576¢g
(2.50mmol) % 90% EEEE /K - (20em) 12 Vi1, ZIBT
B L Zehsh, 1b 0.828 g (2.75mmol) %4> L 9D
25k, WROBBEI R I EBIZEL L2 29),
FOBRAYNC, fafiRE F ) 7 2KEREMZHBT
WA NI B &, BBOMHERL. N7 F VAR
X F(3d) AW L7z, IE0.558 g (2.26mmol, 91
%)o SF M b AL, Mp70.6°C (LB B!,
70°C).,

8 S7zZAZALT 4 F(2))E1at DRIG(ERFEB),

P72 VANT 4 F(27)0.930g (4.99mmol) ¥
vy (10e). K (20e) DEAWIC WL, FIRTH
HLZA 5, 1a 2.37g (6.03mmol) N2 . B&W%
FIABIERIEHE L 720 OB B e TR BIc £ b
L7z, M CHBIECT 5., ABOlER. ¥ 7
= ZIVANER XY R (2P0 L 72, ILE0.980
(4.84mmol, 97%)., Mp69~71C (3L Bk 2,
70~71C),



FEIFITAXALT >y E=L6Y 70070 2—F(1 =)k ANT7 4 FHEDEBILRG

1T S7xZhAN74 F(2))E1at DRIE(ERHEA).

P72 =VANT 4 F(2§)0.950 g (5.10mmol) %
vrzuau ty(20ar). K (8ar). KEEALF L) 7L
0.470 g (1.20mmol) DIREMIT L, B THIEL &
hi5. 1a 2.140 g (5.44mmol) # M2 . FIHEESWw %
FN0REEIBIHE L 720 DWW T BUGIRAMIC A B AT RE
F )T aKEREMZ DL, AHEEESBEL. K
J@a v 7anxy s Chtbts, ABE L &b 3 Ik
T L, BEE2 7 2 L A TR 7.
By san 2y U RIEDOT A7 ey 7T 708
(HIn1, ATLF—7VEE 230C; 4>P 7
FIEEE 210C ; X% ) T A (He) fik ¢ 20ml/min) 13
44% 7 2§(2.95) . 48% 7 33(9.5443). 8%NDY 7 =
= ZJviR > (4)) (11.8%5) (B — 7 DI & 7R 3,
%I B — 7 gD £MEME % 1001 L 2251 5E) 277 L
72,
8 FTETOS7IZNANZ74F(2))E1at DR

TG (EERHIEC)o

P72 =WNANT 4 F(2§)0.373 g (2.00mmol) %
90% BEER VAT (20cm) 12\ L, |IRTHEL o565,
1a 0.788¢ (2.00mmol) # M2, F48KERIBIEE L 72,
BB A2 I EBEICELL 72, DWT, RIGIR
SRR RER T ) v 2OKIB BN Z B L Aok
BT L72, P FNLI—T kMR E B, L.
PEFNI—TIVERZKTHRIGFL. Fikes v
LI L TR L 72, SRR Y ZF VD — T VIR
ORI N 7T 7G5BT L6107 6F—7
IBEE 1200C s Ay 7 FIRE 200C ) XX )T
AR - 40ml/min) (F, 10% ) 2§ (4.26%3) . 18% D (p
7R ET 2N T 2 = EILT 4 F(5)) (12.85).
2% 3j(15.34) (E— 7 DRFEH %2 R, %BiTE
— 7 EMOERSEF100lc L2 3HEH) 2R L 72, D
WT, PIFNI-TAEREEHELI-OL. BERY
BhoLrwaw 757 4 — (7 a—70C-200/~%
T HBIFL=1 4)THBERT S 15
mmg?N (p—7aET7 2 =)V) T2 =)LANLT 4 F(5
j)A & & L7z, 'H- NMR(CDCl,) ¢ (ppm) :
7.11~7.70(m), *C—NMR(CDCls) ¢ (ppm) :
120.8, 127.5, 129.4, 131.5, 132.1, 132.2, 134.8.
135.5, MS(15eV)m/z (48 *¥ k) 266 (M *+2 5 100) .
264 (M ; 100). 184(93), ¥5H &  m/e263.9647 (RT
BfE, 263.9608),
9 I0CTHSTT=NANT4F(2))E1a DR

JE(EERF%C)o

P72 = VANT 4 F(27)0.188 ¢ (1.01lmmol) &
1a 0.394 g (1.00mmol) % 90% Bf Bk 7K ¥ i (20cmr) 12
WAL, # TERRIT0C TR L 2o b, KEMZ Y
NI —TNUTHIN, Y2 F Nz —TNVERKTHREL.
TRl 7" R 27 AMOKEE BT 7, WMo =
FNZ—=T NEED A 7 a= b 7T 758 (4 T 24

1 hTLA—7VEE 2000, >y =7 ZE:
200C ; X % V) 7 AP | 40ml/min) (%, 42% D 2]
5.1%). 1%D(p—7E72=)L)7 == )LA)LT
4 F(5))(12.84).54% " 3j. (15.35) . 3% D E 2 —
(p—7aET =) ZNT 4 F(6)) (18.7%) (K —
7 DR % R, %13 B — 7 TR 0 5B % 100
W2 L7 EMEAR) 2R L 72, DWW T VI F LI — T L
WEBHLIcOL, BBWME AT L7077 4
—(7 2= LC-200/~%W> EEBIFIL=1"
4) THBREET 2 L SmmghE A~ (p— 7T e ET =
=) ZANT 4 F(6§) s 7z, Mpllo~111C (3¢
R fiE», 111~112°C), 'H- NMR(CDCI®) 6 (ppm) :
7.17(d. J=8.79Hz). 7.43(d, J=8.79Hz) . *C-NMR
(CDCl,) ¢ (ppm) : 121.5. 132.5, 132.6. 134.5. MS
(15eV) m/z (A &% 1) 346 (M*+4 ; 69). 344(M*+2;
100). 342(M*; 66), 184(70), ¥ B H &  m/
e343.8694 (G HH. 343.8687),
10 85°CTOS 7z NANLKFLF(3))E1atD
Rt (RBRA%C),o

U7 2= )VANEF L F(37)0.200¢ (0.99mmol)
& 1a 0.390g (0.99mmol) %909 B B 7K ¥ 7L (20cm)
2w, RAM AR HISSTC TR L 20k, KE
M2, 7ok ATHEL, 7ok aEz i
BT b ) 7 LKAV TERIR L. R TR T L
KB L CEBELZ, JunkLLBosxsae s
TG (AT L1, AT aA—TEE D 210C ;A
YV 7 FIRE220C X% ) T AWE - 30ml/
mn) (3. 34% 7 2j(2.45) . 13% D 5j(6.655). 24% D
3j(7.4%3). 23% DY 7 = =N AR (4§ (9.147),
6% 6j(18.55) (£°— 7 DR 284, Kiz o —
7 EEDLREEA 1000 L 72 5HEME) 2R L 72,
1 F7rRL(2k)E 1at DRIG(EERFEB),

F7 2V > (2k)0.541 g (2.50mmol) # &Y ¥~
(10cmt) . 7K (20cw) DIEEWI L, BB THEBEL b8
5. 1a 1.08¢ (2.75mmol) MMz 72D b, RIGEEY
RART2RRIBIHE L 72, OB AIIR 2 ITIRTEAICE
b7z, FbaEe CHBREEICT 5 L. ABOHKR. F
Ty AVYS—F XL F(3K)DHHL 22, ILE0.558
g (2.40mmol. 96%) . BERE = F )L —~X I > b & kS
. Mpl45~146C (CLHME™, 143~144C), 'H-NMR
(CDCl,) ¢ (ppm) : 7.38~8.03(m)., *C - NMR
(CDCL) 6 (ppm) : 124.5, 128.4, 129.0, 129.8,
141.5, MS(30eV)m/z (48 ¥+ 1) 232 (M~ ; 68).
216(100). 184(35),
12 N%EEKBEBTOF 72 AL (2K) E 1at DR

FT7 AL >(2k)0.540 g (2.50mmol) & 1a 1.08
g (2.75mmol) % 90% BEER ACETE (20cm) 12 V> 4L, S
A % #9150 I85°C THRIR L 72, JUBK A2 7
2w kLA THIE., 7o R VAR REES MY
7 AKEICUEE L, BREE T ) v A KIE B TER

,,257



K ILART#HE

Lz, 70 u R VABOT A7 a= b 75 754 (4 5
L2 ATLA—TVRE200C 4>V 2758
B 200°C 5 %X V) T4 A HGE  26ml/min) (3.52.1% D
2k(1.9457). 0.3%DF T 2L >5—* %3 F(3k)
(3.89%47), 47.0%n7uxFT> 2L > (5k) (4.81
). 0.6%NDy 7uxFT 2L (6k) (12.65) (&
— 7 DRRFEREE 2 R T, %id B — 7 miEN &R E R
100ic L 7251 518) 2] L 72,
13 10%EERRAKBRFPTHOF 7 AL (2K E 1a
& DRI,
F7 21> (2k)0.219g (1.0lmmol) & 1a 1.02

g (2.59mmol) % 70% BEER K VA (30cm) I W 72 D b,

B RA Y 2 #1445 FH60°C THRIER L 72, 812 & ks
NI A SN/ = B =T DI VN = B/ 7 = Bl /A A 6
ML7ze HRZO T 75W(BTL2, HT20F
— 7 RE 200C ; 4> Y 7 ZBE 200C ; X+
VT AR L 26.5ml/min) (X, 50%DFT > AL >
5—4%3 F(3k) E50%NFT > AL 5, 10— F
¥ F(4k) (¥R E—7rEE0 B2 E%210012 L 72
FHEE) 2R L2, DWT, Zuu kLA BET L L
HEODOBERIES N2, ZOEEKE T2 b 2 CHERER
T5E.0.188NFT > 2L 25 10—V 4% F(4k)
HIHEER 1172, Mp265~267°C (SCRRE, 275C), !
-NMR (CDCl,) ¢ (ppm) : 7.60~8.10(m), *C-NMR
(CDCl) ¢ (ppm) © 123.7,136.8,138.5, MS (30eV)m/
2248 (M),

14 ROSHTZIZAALT7 4 F(2)E 1 aDREE

(RBRFEB),

NV NLT 2R NT 4 F(210.402¢g (2 00
mmol) # £ Y ¥ > (18ar) . K (6er) DIEAMINT > FL, 5
BTHEELZ2S, 1a 0.946 ¢ (2.40mmol) 02 72
22°N )th NEE R KISRE IR L 72, B O B
B2 VIRBEAICEA L 720 RG-S SEA kRS
B "7A7k(ﬁ{?§%7]ﬂ7l reh, FtEEE TR TS
L BEOHBE, XN T = VAN KE L F(3
)Mﬁﬂj L7ze WE0.340 g (1.57mmol.78%), ~* ¥

— BRI F L b TR, Mpl24~124°C (et fE',

122~123C) . '*H-NMR (CDCl;) ¢ (ppm) : 3.95(d.J=

12.7Hz).4.12(d.J=12.7Hz).6.91~7.41(m), *C -

NMR(CDCl,) ¢ (ppm) : 63.7.124.5.128.2.128.4,

128.8.129.2.130.4.131.1,142.9, MS(30eV)m/z (48

KHE) 216 (M* 5 15). 200(22).91(100)

15 RSL7z=20XLT7 4 F(2DE 1 bDOERE
(RERFEB),

RPN T7 2= VAT 4 F(21)0.500¢g (2.50
mmol) ZE ) 2> (9earw), K(1ew) DIBEWIZ WL
FRTHAL 245, 1a 1.082¢ (2.75mmol) %buz
72Dh, FUNEAY = 220 ML 72, BHRoOB6
DIRZICIHRBE BT L 72, BOGIRAYIC R e
TP AKEREINZ I20b, HiEEE CEERMIcT

FHMCE BEARE 58% (2008)

&, HEOMMR., "oV 72=2 VAR XS P

(3D AHTH L 72, INE0.414 g (1.92mmol. 77%). ~

X —BEEE T F U b RS, Mpl23~124°C (STt

fiE®, 122~123C),

16 RS 7xZNANT 4 F(2)E 1aDRGE
(EBRFEA)

Ny P N7V ANT 4 F(2D0.400g (2.00
mmol) #¥ 7wvw X %> (10c). K(5a). KEE{LF
U7 20.272 g (6.8mmol) DIEAIC VWi, EET
BHL %25, 1la 0.865g (2.20mmol) #1272, ¥
1SR THIEL 20 b, MONBEAWIC AR
TV T LKEREMZ., BREESHEL 2. KB %
FER )L CHIH L. B X A bt 3 BAKTHEL.
Bl 72> 7 LR ETEHBE L 2oLBREL, 7
27a2 b T T7THN LIz, R 7= T 750
(A TL2, ATLF—TIBE 2200, 41>V
7 ZIRE D 220C ; X v ) T AYEE ¢ 25ml/min) {3,
87.5% 7 21(0.9657). 1.6%® 31(2.03%). 5.2% 7
(a—7BEX> P N)7 2= 02Nk (51)(3.78
G)5.7%D (@ a’— P TRERYDN) T 2 Z )AL
R (61 (7.209) (BE— 7 DEFEMZRT, %izw

7 RO EREMEZ 1001 L 7251 E1E) 2R/ L 72,
17 ROSATzZNRNEFSF(3)E 1aDRB
(EBRFHEA),

NPT 22 AN EXS F(310.433g (2.0
mmol) ¥ Z7uua £ %> (10ew). 7J((100m3) biN 2 don
F 1) 77 2£0.600 g (15mmol) DIRAWIC V1L, ik T
HLZ5, 1a 2.360g (6. Ommol)%ﬁﬂfc\ 2 HE
HTHEL 72, SOGHE, RIGIEAYI Rl HmEg-
N LK EMZ 20, TRERSEL 72, KB
AR FTHIE L, A & A bd 3 KTk
L. Wi~ 72> 7 28KIE FCHEBELZDOBIEREL.
AA7a? 777 THM LIz, FATa~e 757
G (BT822, HTLF—TRE220C ;41>
= 7 ZIRE 1220C ; X ) T AFGE  25ml/min) (F
3.5%M 41, 2.8%7 51, 93.7%D 61%8?[,71(%6;*{:
— 7 EROLEREMER100ic L 72 3H8E), kv ~%
T —REERR L CHEAERE T2 & IE0.427g THl
Ree (. @' — YV 70ENVIUN) T 2 =LA NLKRY (6
DA% 5 N7z, Mpl24~125C, 'H-NMR(CDCL) ¢
(ppm) :7.37~7.73(m), *C - NMR(CDCl,)
s(ppm) :79.2, 127.9, 128.2. 130.8. 131.2.
131.4, 132.4. 133.8. 134.8, MS(30eV)m/z (ks
) 392 (M*+4 5 1.22) 390 (M*+2 ; 1.55).388 (M~ ;
1.06). 251(60). 249(100). 247(59),

18 RS 7xZNRIFKR(4)E 1 aDRIG(E
BRAEA)o

NPT 2 =R NER 2 (41)0.465 g (2.0mmol)
ryzun 252 (10cr), K(10cr), KEE{LF MY 7
2,0.200 g ( 5 mmol) DA WL, BB THEIEL L



TEITNEANTrEZTLY Z7ua7a 2— M1 =)L 5dXV7 4 FEDEBGEIG

255, 1a 0.787 g (2.0mmol) ZiN2 . DK 1 BT
L 72, SOGHE. ROGRAYICefIsERRE S ) >
LIKEEMZ 12D h, BRIBL2OBEL 72, KE%BE
B CHIt L. HHSE & A b 3 K TR L.
M 7R L AR L TER L 20 L IRIE R R
T5rAaOlER (a— 7 TP )) T 2 =L 2
NiR > (51)0.315gh° 8 b L7z MF R E ~X > 20 5
F#E . Mpl189~191C, "H-NMR (DMSO-d,. CDCl,)
8 (ppm) :5.95(s). 7.34~7.65(m)., *C- NMR
(DMSO-d,. CDCl,) ¢ (ppm) : 65.4. 128.5, 128.9,
129.9. 130.2, 131.2. 134.5. 134.9, MS(30eV)
m/z (HH & ) 312(M*+ 2 5 4.4), 310(M*; 4.9).
171(100). 169(99).
19 RUSL7zZNARLT7 4 F(2D)E1aDRIE
(RERH%EC),

NN T 2= VANT 4 F(2D1.00g (5.00
mmol) & 1 a 2.16 g (5.50mmol) % 90% B B /K % 7K
(40em) iV iL, BUBERAW 24 2 BRSEIE CHREL 72,
ROk 22, BfEREE - ) 7 2KEH E N 2
b, BIAREEF ) 7 20K ThRIL ., BERRT
FOUTHIH, Bilg~ 7 4 & 7 28K T, A
ABRETLHEHEOMBR DS/ L L, NE
0.757 g (3.50mmol, 70%). KAE&E~X > —EEEE
I F v b A & Mpl25~127°C (ST ik 112,
122~123C) . R B OWMD T 2 7 a2 77 74
WA T2, HT7LF—TVIEE 2000, 4>V
7 ZIRE D 200C ; % v V) 7 AP 50ml/min) (3.
4 1% D> X7 Tk F(3.14).8.2% 0t b~ ¥
NA(3.45%) . 14.4% D= LT ILa—(3.65). 2.2
BDRALS> PN (4. 757) 71 1% DR P NT & T —
F(5.340) (B — 7 DRFFRER 2R T, %Ki — 7 Tk
DEMAEE100i L7251 848 2R L72, O HB X
UBC-NMR % k1278 37, 'H- NMR (CDCl,) : 6=4.48
(PhCH,Br). 4.59(PhCH,Cl1). 4.69(PhCH,
OH). 5.11(PhCH,0Ac). 10.0(PhCHO). **C -
NMRo¢=46.2(PhCH,Cl), 65.4(PhCH,
OH). 66.3(PhCH,0Ac), M UAERI~N> P72 =
NWANT 4 F(2D & 1bDOFIRIC & - THEL N2,

20 NS TIZWNARTZAF(2DE2ELD 1 a
DRIG(EERFH%C),

NP N7 2= NVANT 4 F(21D0.400g (2.00
mmol) & 1a 1.653g (4.20mmol) % 70% Bk B2 K ¥ Tk
(20cm) iI2 Vv iL, IBAMES5°C T 7, 70°C T 2 FHE
HrLoob, ke I ORMIEHKER - b ) 7 20K
B2, BEFIREEF N ) 7 2K THRAIL . B
FOUTHB L7z, DWT, HIBEZ R~ 7 2 2 7 4
HOKIE B CHaR s IR R BT 5 L HaokAs S (3
DA% 6 172, 1LE0.135 g (0.62mmol. 31%) . ALk
BANX Y —FEER T L b B S, Mpl24~125°C
(CCBkE!, 122~123C) , B B B OWB O A 7 v =

T TAN T el BT AT IR
200C ; A > 2= 7 ZIRE 2200 ; X% ) T 720
3 0 30ml/min) |, 4.0% D> XT AT F(Q2.14).
8. 1% DAL~ U (2.557) . 2.2% DX P VT3
—(2.8147) . 0.30%DEAL~ > 2L (4.0247), 71.0
DX P ILT T — b (5.3255) (B — 7 D-FRER S
AT, %l — 7 EMOEMESEE 1001 L 25T E
) 2 L7z, 720 H-NMRE OC-NMREIE
2 &> TH Lt fbah mEsl S iz,

21 RUDALTIZNANFFSF(31) EEEE DRIT.

RPN T 2=V ANEKRFY F(31)0.216¢g (1.00
mmol) & ¥ ¥ B (36%) 0. 26cr % 70% BF B 7K ¥ i (10
o) 12 VAL SO RAH & AORF IR THIR L 2
B oKEIZ. 20% DIKEELF F ) 7 2 KEETR TR
L. Bele=F L CHIH, i~ 72 07 28KE LT
BIRE, YA a7 TN Lz, SATae
NS THENI (BT AL, AT AA—T RE
200C ;4> 227 ZEE 2200, X% )T A5
D 27.5ml/min) (X, HEWED 31DAEERL Tz,

2 RYSMTZNANEREY F(31) & RIEKER & ORIE,

NPT 2= ANEF L F(31)0.216g (1.00
mmol) & ZALKFEEE (489%) 0. 33em % 70% FEBE K 5 T
(10cme) 12 Vi1, A90RRRIZEIE THEEL 72, DWT, K
22 20%DKEALF b U T LOKETTHRRL, B
IFVTHI, BRER~ 7 A v 7 2K TR
TR T T 7 THF LIz, TAZu~ 777
S (AT L1, HTLF—TRE200C ; 4>
7 ZWBE 1 220C ; X ) T A AWK L 27, 5ml/min)
3. HEWED 31nAEZRL T2,

23 RyYySUMZIZNNARIEKRAALDE 1 aD R,

Ny UL T7 2= AR > (410.465g (2.00
mmol) & 1 a 0.865g (2.2mmol) % 709 FE B2 7K ¥ M
(20cm) 12V 4L, #9336EFMHI IR TR L 72, KBk, K
2N Z20%DKEE LF b U 7 2OKETCTRIL . BEEE
IF VT, B~ 7 % > 7 28K F TR,
ARIaR T T T THN LIz, AR TZw2 T 57
G (BT L1, BTLA—TRE 1 200C ; 4>
= 7 FIEE 220C ; F o) T AVE | 27.5ml/min)
3. HEWED 4NDAER LTz, EWEEAEETH L0
oML (4D»HE SN2, BILE0.323¢ (1.39
mmol. 69%),

28 RYySLITzZNNANKFFIF(3)E 1aDRE
(EBRH%C),

NPT = NANKFY F(310.432¢ (2.00
mmol) & 1a 0.8682 g (2.20mmol) % 70% EFEL K A7
(20cm) Iz WL 72D B, #336HERI IR THEL, DWW
T, KB L OEMNELES P ) v 2oKEEEINZ . i
FREES M) 7 20KEWTHAIL . BEER = F )L THIH,
W= 7 % 3 7 AEEOKIE TGRS, WA RET 2 &
B (3D) 2 ENZ 1172, 0.194 g (0.90mmol.



ARRILKRFHEAAACE  BARPE 585 (2008)

45%) . MASR E X 2 —BEER = F L S B .
Mpl24~126°C (CRRE®, 122~123C), FREREDIE
WDHA T s T 75 (AT 01072047
CIREED200C A v v 7 FWE 220C X )T
A Z G 27 .5ml/mn) (%, 15.9% D> X7 IILTE R
(2.143) ., 2.7%DHAL~R > 2L (2.550) . 16.5% D>
PNT N a—)(2.8357), 64.8%DN>PNT LT —
F(5.3340) (& — 7 DRFERSI 2 75§, %13 & — 7 THi Tk
NDETEEZ 1001 U 7251 84H) %R L 720 & 723!
H-NMREUBC-NMREIEK & - Ty _EELofba&W
PHER I NIz, 3IBAL I NIz D7 = =)L 2L
R(4) s ara= b 757502 & - TR E
Nich -7z,
5 SAYSLALT 4 F(2m) ¥ 1at DRG(ERFZA),
DRV NNZNT 4 F(2m)0.535 ¢ (2.50mmol) &
vr7un Xy (20ar), JK(10ar), KEE{LT F )T A
0.283 g (7.07mmol) DIBAMZ Wi, BB THIL X
A6, la 1.179 g (3.00mmol) #12. #4885 ik
L7z, OB b2 bl 72, JOWRA
Wyl AR AREE - B ) T AKEB AN Z Te b, A
Ex’p\%&tf:c 7J<J§%E’F@%1%u/f‘%'l' L. ?ﬁ%)ﬁt

htnks.%l,f:@%o%ﬁrﬁ’a‘ 6 & y/\/y/I/X/bn“\«*vy F(3
m) 2T L 72, INE0.410 g (1.78mmol. 71%). ~%
W —BEER LA b B G Mpl29~133°C (SCHk
fili'», 134~135C), 'H - NMR(CDCl;) ¢ (ppm) :
3.89(s). 7.33(br.s), *C - NMR(CDCl;) ¢ (ppm) :
57.4, 128.4, 128.9, 130.1, 130.2, MS(15eV)m/z (#d
X 230 (M* 5 19), 91(100),
IR ORI ANT 4 F(2m) & 1bE DOFEEIC
BWTRTU% DT 3 mofs b L7z,
26 SRYSHLRLT 4 F(Im)E 1 aDRIE(ERFEB),
RPN T 2= NANT 4 F(2m)1.070g (5 00
mmol) & 1 2> (18ar). K (2 em) DIEAMIC
BB THBL o5, 2.160 g (5.50mm01)
2. FASHEMIBIHET B, WM OB AL TR mﬁﬁ
AL 720 BSOS SEATHEGREE T b ) 7 2OKIE
EMZ7z0b, HEETHBECT 5 &, BBk
B, PN U NLZNERF Y F(3m) AL 72, B
1.120 g (4.87mmol, 97%).
Fh ORI NANT 4 F(2m) & 1bE DRIBIC
BWTINUDIEET 3mbhe s 7z
217, SRYSLANTZ 4 F(2m) & 1 bORIG(EBRFEC),
DNV NANT 4 F(2m)1.070 g (5.00mmol) &
1b 1.660 g (5.51mmol) % 90% Ff: B 7K ¥ 3 (40cm) (=
Wit 2 IR TR L 2o b, JUSERAWIC.
KB & URRIEREEE - N ) 7 AR AN 2. R
BF b 7 2K TR L, BERRT LTI, BR
(a7 S Aﬁ?@kﬁﬁL“@fﬁZ‘ﬁ%\ BEABRET L EH
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