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BEARERAME AL, AdER (8 K, Ra%$., 300C)
TH=f4—8, HERATHRA.

2B R AL T A 5 &k & AE:

'H-NMR

B A AL4-% 4 AC 200 Bruck X #&4L Eidit '"H-NMR (CDCl,, $#%
% % CHCl, #£ 7.25ppm #9%; & CD,Cl,, &4 & & CHDCl, & 5.35ppn
8% ) AT, A NR ERERTAALEE. LAL-FIA
TR ZEE. HLOREAFAOBBERARARELAT TA.

EAW AT 5 F k& Ae:

13C-NMR

I3C-NMR 4-#7 4 Bruker DPX 400 MHz L& L £ 130Cw & =i AK
L ¥ # AT,

4o Resconi A& ( JACS, 120:2308-2321,1998) , B EHFK4
H—ARe, FFHKSTEFASTEL 'H-NMR 2475 HB6 Pn (&K
BRLE) B ESHTE.

Fb B

A E (1.V.) 24£135Cw&aXE (THN) FRIZH.

MEREERERENS T 2.

IR 447

IR & ##& Nicolet 20 U E L34, #&F K 0. lmn.

DSC 4-#7

Tg 4E 693 & DSC Mettler A E L3 AT, H & & %L¥4 20C /min
& ik & he 2k F) 200C, KG¥A 60C/min R A HF]-120C, mEF
¥L 20°C /min 894 & e 3 ) 200TC.

446 3 48 4

¥ 3k 45 8% (MAO)
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(1) ¥4 (Witco, MW 1400) # 10%E £ MAO(1. T MV X
EikLBER.
(2) A% S, ATEHARAEAZPTRAABWADINK (=
TEREAGHAH 3-5mol%)
=(2,4,4-=F E-KxA) 4 RI% (TI0AO)
=(2,4,4-=FE-XRA)E AL (TIOAO) A Witco WA, HH#
A IM O TRER, 3.46ml EHEREEZMmE oml AR} TEE
RAEEBOFEY, REATERNEHZ A 0.031m1 K, AR
8 ERATREH 10 24.
B RA
BELTHARE NI E TN MAO FHERLHNRSW, HFE
RETEBRE 10 048, REERSGBRETEHAAARRGHAES
P.
2R XA R,
AR 1
NE#-EFR-R (1-FE-4,56, T-w&H-2-4) —q4HE
(a) &AM (3-Fh-2-HK) Pl
E—AEAWRBERES 500nl BT, mA 14.8g (0.114
moles)3-WE . 2.3g(0.077 moles) KK F&A T 200ml FEF
4.37g(0.023 moles) s F ¥ 5%, R4HmKE 80C, HFAHE 80
CHE 1. REMAKR/BREALSEREALE, FHBANE, AKX
EFBETE. AFHEETRAEEL S, REARRXTHLEL—
F ok, S BH 1568 W (3-FE-2-#HK) Tk (AABE#HM L%
B 89.8% = #=89.8%) .
'H-NMR 2 ¥ &R 5 L@ ArE MRS
'H-NMR ( CDC1,) :57.2-7.5(m, 8H); 3.73(s,2H); 3.35(s, 4H);
2. 29 (s, 6H).
(b) WA HHA-TFE-R (1-FE-2-HE) —f4%
3% 6.5g L PN (3-FR-2-FHE) Pk (AMEFERNTHE
s 00%, 21.5mmol) ¥ F 160mL Z.& ¥, ik —AFHEEHE
& schlenk & F ¥4 42| -20C, £ 15 24N i#im 27nL 1.6M 69 T
Eegxk (43.2 mol) . MBERABTRNIBH 5 IHFHNL
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G &%k, Fixiitadda-80C, Hims| & T 500nl AT bg v
S48 (MW=233.03, 21.4 mmol) £-80C160 mlL REMX&ER Y.
HNERE, BRAOVEHIR. BFEXEEFRTRAAWAIDINLK
Mt A A X aZE ('H-NMR 2 AR A A Ml rfo AN e dmHp 27
£ (1-FA2-FR) , —&48), BHIARREETP, ARG =
FFVRUEREHRR, ARRIBPRERIZRTRERE, £R
REZAHFE R TEKSET 200l LB, ZRHLDA LB RIEE
FRAETFR, A& 298¢ ¥EHK. 'H-NR S HEANELLGBREF
MmorE - PR (1-WE2-%K) ,— 8.

'H-NMR ( CD,Cl,, A& CDHC1, /& 5.383 ppm ®9 L F 44, %
) :Cp—CH,, 2.535, s; CH,, 4.375, s; Cp—H, 5.947, s; Ar, 7.2-7.4,
m;7.5-7.6,m.

()R EFHE-M (1-FH-4,5,6 T-mAEH-2-4) {4

3% 0.921g LR ATRIEH-EFTE(L-FE-2-HL) , —8iE,
150mg = f A4 F= 80mL = R F B AN —A 250nL # HUm B4 09 5 3
RREEY, RAAFARAA ABREMEAMEE 5.5 KAE. REe
WEETEEN 3 b REBHAESH, ERIERL_AMLHA. AR
AR PRAERK FEEERMBREREIF, ATRELES
BIEG ALY, HL® (5ul) 4, SEFFHR, 245 0.30g &
ERAH BT (F%32.4%) .

'I-NMR ( CD,C1,, A% CDHCl, £ 5.377 ppm R F 4 H, =
%) :Cp—CH,, 1.857, s; HJInd, 1.6-1.8, m, 2.3-2.6, m,2.7-3.0,
m; CH, 4.061 s; Cp-H, 5.507, s.
AR 2
ERE-R (18T H-4,56 T-WRF-2-5K) —fqiLé
(a) 2R (3-RTHE-2-%%) Pk

A—AE AWK 500mL BA P, A 12.35g(0.072
moles) 1-® T &A%, 1.43g(0.048 moles) /&R ¥ &4 2. 73g(0.014
moles) s ¥ £ 48 A 200ml ¥X; B4Hm#E 80C, St4HE 80
CHE 6 /IH. REMAK/BEBRIALEERE; FBRAMNE AK
HARETER. APV EEERHAELES, REA W& wh ikt — ¥ 4L,
5% 10.8g N (3-RTE-2-HA) PR ( LMEFRLLHEH 90.9;

14
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F¥=76.81%) .

'H-NMR( CDC1,): 8 7. 6-7.8( d, 2H) ;7. 1-7. 4 (m, 6H) ;4. 23 (s, 2H) ;
3.34(s, 4H) ; 1.58(s, 18H).

(b) AREFE-R (1-BTE-2-HL) —fis

# 3g EEAFER (-RTE-2-HE) PR (AAEEMNTEE
# 093.1%, 7.83mmol) X T 63mL L& ¥, ZERE AT
¥ty schlenk F ¥ 44 5-80C, £ 15 54 RHEAN 10.6nl 1.6MHT
Ao kkEk (19.96 mmol) . FiFERAD ERNIBH 5 I HEF
st K%k, BaEFaAHE-80TC, MmE) 250mL #BFF-80TH
1.96g v {14 (8.41 mmol) £ 63 nL KM ERP. ARITRES,
BRABHRFIR. BEXEEFRTRAAGHADIRLR. 'H-NR 297
ARRA BRI EH-EFE (1-RTEA2-%4) , —fuLRA
WA,

ERAE 100l —KFRTAE, HBIARREETHIRY
ZAFERR 6 M (ERBRIEBVTEREREBART XERE) .
ARBAHLEAHH R PRKS T 1onl FiLE. ZRLBAREE
NABBRAENE, FFHEAKR 1.757g kG EHK. 'H-NMR 24 AW
AAKK AR Nx-EFE (1I-RTEA-2-%%), —&a4Ls.

'H-NMR ( CD,C1,, 4 H& CDHCl, £ 5.377 ppmd SR FEH, =
&) :t-Bu, 1.719, s; CH, 4.926, s; Cp-H, 6.620, s; Ar, 7.2-
7.3, m; 7.4-7.5, m; 7.8-7.9, m.

MEEPLEKT 0.4g 4, EFEXTELRIFALRRE,
&3t = £ A boY.

()>mEFR-M (1-RTH-45,6,T-"WAF-2-k) —fiLs

¥ 1.08g LRPTAFsEAE-ETE (1-RTEA-2-HE) , 8L
&, 150mg 89 = fAtéaF 100nl 9= KT AN —A 250ml FPKE
BHRORBRASEP;, BALHREAR BAEEAAAMAET 5.5 X
S E. BRAWEETSEE 3 M REHEHES, RiTERE-A
b, FBBSA_ATRABL RECERPEHERESNF, AZE
ke $AKGELW, BOE (bol) 48, FEFTHER 2
0. 26g RBERN KRG BT (£ 24%) .

'{-NMR ( CD,C1,, %% CDHCl, £ 5.377 ppm A FEH,

15
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# ) :Cp-CH,,1.376, s;H,Ind, 1.6-1.9, m, 2. 4-2.6,m, 2. 7-2.9, m, 2. 9~
3.1,m; CH, 4.627,s; Cp-H, 5. 382, s.

RoRB

L) 1-2 Forodi ] 1

AR

AEBBAHEAN1AR 425 AFEXENRBEAZEETY. &
EEEAMHMBEDBELEZfo—A 3650l RERATK, 2B ERER
FEEEd, RARZFTRAENORERFA RS, £ 50CHE
SAT TR, AmERTERAEIFAMNG =ZFTESE (1ol A
oLEF) .

REFJBZEERBAKTESREE 2C, £ TRAESERLR
BWEHR, QEBEEEINSABLHNBIEANBREHGFTRER,
EHETHN TR BEERZAINRGCBAEFLERLITIIHRS.

BABEERAEFRBFRLEBANNTRERSWE 60CHE
FE.

A 1BETRALHFFRAW G AIERIE, REXLXAMN
BRAOMEFRLREIHN.

M RERAR, RBBLAXLAHEY (4,56, T-W&-1-
FE) AENMANGEN, BFERRBEYRGEERE SR
%, WEH 1 FPHANRAASTH2ER TSR A EH,

Fp| 3404
LIHHR

EHEMWEHE, BERTFEFLHEHAESY 1 ARERAZEE,
AA/EAERFLE BOCHLH kAL, £ TH%d TimA 500mL
ECEA TIBA ( 244 3 % 2 mmol, F#&H 44 1 mmol) ; REK
£35 80C, EFEHARIAGRA. RERAEBALHENMEINFHEA
11 -3 EH, S E 28 Bk 6 M AL Fo 4240 5] &G HRAL ) 255 A
CHEEERAGEE, ABELHHE (P =10 &-RE) . R4 80
CHEHETLHHE 9.6 CEEAHFHT 1 SHTR. BXBRELAREY
LS AT ES HEBEE6OCHAT TR,

AONBRETROLEGFER, A 2B RAMFREY N RIEBIE.

ME 2B HENHLEEEL, RUBAXNGLEN RS LER

16
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a-$¥, BAKN Pn A (PHREERM) PEARLHEARBPE
B HE & RafELEHH 100%. Bk, HRBALPT ZHELN
BRAEX, ATHRETINEAEFTHTSRALRLBETIEPHEN
KK oa-SFE, AR TA4K Pn1i69 PE B,

L3647 5-6 o B 4] 2-3

LHHR

£ BCHLEALPAT - MEANERESY, BREHTENFT
Wk e 2o0nl BB HESE, EEEMA 90nl TH.

BALH R RS RE AW £ 100l BT Ak 28 TS B4
H, BHSIHEREMNEELATRIETEPHEFE-R (1-
BT HE-4,56 7-9E-2-F£) —Hii.

BHS598E, BEREULHAATHIAGEEY, ERARALE,
BELEA3 80C. ReBALHERALZEEMES 4.6 i kK, 5
REEHBREL.

ARk E 2A GRS HNEG, AdAHPEREZERLIR o
A Inml PEABLEE., R4V ARKETE., THEE RELE
60C B4 P A2 TR,

AMNERTESSHAPLR, A BEARTHARSG DY IR
3.

Wi 2 BaNBELSHit—F A CC-NMR Sk EkAE. £RAMN
HEAWRZS 0.15%C, L 4EH 0. 09%C, , XM ZH o —$H1E.

ME BARAEAHEREEE, RUBLAZAGHEN (WE-FHL)
AERGEREFESRILHEERGEENDHIEKS.

£ B HERFBREAY, BT FALWUETERELENS
BRAERX, TARNHEAROROH, A4 EERARKMEAD R
G, XM, AHRAGRSHAREGS TERA.

5 3&4) 7-10
L /A ER

EBREFES TR 1-2 FFEMAN 1| ATRENZEET R
. WmAZRTA4E (lmmol AT P) fodmih (530g, £ 60T EAK
2 19) HlemfE 55C; BEREMEMANAMLIHBEA (A k
3 HFAHEELERNALHEEATHE) B4 3 RO BANPBIEL
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HEFEAGES. REFiED 50C, L 3 HENLEPAHRSY
h#, BLRPAERPEZALKARGEHST 1 DH DA,

A—SAHEERE; HBARBER, HBERSGHE 60CH
BT .

2 3EANTREFGFPNMFERD G ZIESE.

E4] 11
LEHEHR

TaORATEE LA 35 4 HEAR: —AEFENHEH.
BERFEMLHERTH 1 ARERSIEE, AXK/ZABRIE S0
CTHRHE. A, ETH%4 TH 500nl JESSiA 1 mmol #) TIBA
EANBRLE, BEKAT 80C, REEHAKREAGRA. KGR
ERLHEMEN G 11 S-SR, 2K 20 RGN B
RAGBENERN CHERIEEAZES, ABRZLHHE (P 4=10
C-2E) ., BAOE SOCHBLHE S EEZHEHT 1 A &
HHERELEG LH LTI RS TBEE 60CRETR.

A MNBETRAL U AEER, MBRAGVHEALEEBER B F
FAPEF. BRKEECENEER 1A TAX,

ME 2B MPEWERAEE, RABALXVNLERAES TLEHR
a—$H¥%, BAAKE Pn E (PHRSGEHM) PEZLHEERERE
B A B ik 3 R o Ae B B0 100%.
seE 4 4 '

B—#HARERKEERBATHLHEHR

FHEHRY 11 HEHESTR, AN RAMABEHNEZR
234 0.14m] MAO & (1.7M £ ¥ %%, 0.24 mmol 43 ) #m3F| 0. 25mg
shig % Me, (3-FAA-HE) , —f A4 (0. 48nmol) F T 2.5uL TF
Wk (48/4=500) , REWRAMAENL 10 54 RF2 .

% 4-y. 38 kgPE/g,,h OEREBRR LI, MBREGHHHIEH
BhkabhF, IRRESEEEWARER 1B FHE.

LA 12
HEER LI

| A RERSELSR LO/AANRBHFE S0OCALHER RS, £

L% TH 540nl TR THA 1 mmol TIBA EAREE, REKR

18
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3 80C, REZHARLIAYRA, REMLHEMED 9.5 L-KE.

0.17m1 MAO &% (1.7M EF X ¥, 0.28 mmol 42) % 0. 25mg
ShHFE-EFE (1-FPE2-wWaHFE) , — QL 0.57Tpwl) T
2. 5mL FEMER P (48/4=500) , 4 10 54.

0.14ml MAO E#% (L.7M EF X ¥, 0.24 mmol 48) Mm% 0. 25mg
SpHm-FEARE (-FRA-HE), —fE80.48nol) 5T
2.5mL FEHERT (4/4=500) , £ 10 5-4F.

XA /B BN RS A, HRHATK, ALHY
EAEANGREE, REBRZUHHEE 9.6 C-%3rEH (P =11 €.-%
SEH) . RBAESCHRLHSEEEZHEHT 30 54 LK.
A—ENBERREARBGUHAARALLERE, REHRESE,
f 60CHETH]. XHFE 23.5g RLWH, AANH_TFTEFTEREN
0.3 FFY% £ 42V THRES WY AIERIE. MERKEEEES
& AH1C FRE.

B 1 HENBEARRERT: AdBESKAVHEERINEE
_FEAGE (3-FREA-FL)), KL TRL L PERKY, Rk
HRALEX N Z-FRAHE (-FRE-FL) , AL TUSL
hEH5FF6 PE, XA THRARTAHRPAGIESHFRLHERS
#.
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