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1. —FHE—RATFRerE, BETRIBRER:

(1) Bihm#dE X RALX: $990/R itk § £ BB AE Rt 5 Z RsEe A
ey BB TARKRT RAST HATRE, H-F R A C-Coife X ik f i fonk,
HAMR S RAZTFEAHEX 8, HOEHARES = RILEHGRAW, UA

(i1) Hix4BMARERABE, FIEE A RABF I = RAk4E, Hhmk,
AT 2 HE S =4, Ao

(i1)AFE, ABHEA =W P2 — R T4,

2. AREAALER 1 PRk 67 %, R X RALX, 98k B 43 F-L T 44w
A ¥ T 48,

3. RBRALER 1 95k, EPEBEREREEEE.

4, RBAALER 3 8F %, EPEREEEREY.

5. —F P& 1 S We ik

LK 11 6910 S%

ANBSAIZR 1 AR B AR BL =
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6. —FF BRL iR A i it X, 11 LMt EMLR s &K [ 1LaHh T 69 R,

I
£ PiERERAHE TR &4FE]:
() Bithe#dE X, RALX, R 5ik A2 EEE AL = fNEHRAE
Mt Sdad R A BAR TR AR T RATREL, 37 R A C-ChthAe X it f fomt,
AR S RAETALX R, 0GR RES ZRNBGREY; AR
(1) HiH4EWH AL BN, AR ALRAW T AN = RAL4E, Hanh,
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HE =R T 48097 %

FEAHE A& R TR FT ARG R CENEGE LT EWR P
GG ELA).
SR, —RAT 48 MADC) S 23R AEH B H &5 ik SN Bide, J.
Org. Chem 5, 106 (1940) ). —2:MUE & HRBIR T C I8 Wlko, J. Anm
Chem Soc. 73, 2854 (1951) #= US 2,712, 546).

BT, MADC THAAHS SN, 12 FRAT LI FB T8
BRYIABF A REFT CEA (R, #lde, Houben-Weyl"Methoden der
organisch Chemie" (Thieme Verlag, 1970), Bd 13/4, pp.59-78).

AERAA TS —FRE ., HHAFERSEMADC, K7 E50H b3k
AU BIF, 55 i 7 SMGE SR RS2 6 R B s IL LS b
BHR FITERRASHeGH 4.

Bsb, RKPARBET —FPH1EMADC 645 7%, A THIR:

(1) BT X RALX: 690/ (¥ R Z CCOREE X it §ifefonk) 5
% O£ ARREERS ZRILE RSN SBMRARNKTRARAPHATR
B, R&RS R ATRE X Rk, HEHARES = RABe RO,
VAR

(i) ASEHRREREN, FERERESH T AN, Hivk,
MAAFEHLE B =4, Fo

(11D MEE, MR *4HF A3 —fiL T4,

Fo E XA R AR RALX LS (E TP ARA 4 Rid” ) Tk #4E
FTRXAWR, 12 FAtikit A3 a0 T 48 MASD) Ao 840248 (BASB) . 542
F R T ARSEGMR, BRI R RB B 69 FH5 & Grosse v Mativy /£
J. Org. Chem 5, 106 (1940) FAr#bid el &Fik (P damP il
AE) B2 F RS, MR T MAST 4414, (EXMHEAT, &R
S R4E. REBHUR FHf MASI), 12 EASB AR R E/2¥ bt Tidit %
SRUMF EREE



200480017362. 6 oM P g2/

A QRO YR EEmAZ SR Y. EAEHRAEINLT
Ko kds, BABBY, —HOEWRNHPITFALE Signa-Aldrich B R¥H
Fluka™ 11008, #&4ed/HLTARERBRZfBIREY, SHEFE
e % MAST B, EA4EHRLARXFGRSY. Al 5 AICL K EFILRER
21%3%1,

WA ROETRTR

(1) ERRFHRAAT. 1 B(bar) 95T, Hiohiad fiiinmodoi
FAa4ehi L, HhediaRbAd, ARRE

(ii) HiasBh AR BN, Afduds, HBA BT REMY.

LK, kS MR/ ZRnaReYnt, LR TR (1) AR,

PATF R AL HE R SR 69 BASHARA T485) BARBEANAR 4ol 54
WA TA ARGRER LT, RECMBEHikeG MAST F= BASB #aik, {2
ARE) SR RIER T A A& F il &,

B 69 BB AL A RANA RR 9, 4R T A7/ 698 MAST i£% EASB,
#TFMASI, B ETARER Q0 -25C), wmst-F EASB, ERAlfkiodh (4
45C). suE, FFRARNEY; WREAEY 115 -120CEARRE TR
4-6h, i, HREEE G -70C, HE, wROE, ThAIERHEEMN,
B2 T ERIFTK.

ATFus R EE, AAFHRILTKREEEE ) 75% MADC,

PR AR ¥ B et 4 sl S4B R e 50 R 0.2-20%, ik
0. 5-5%, TREAATH XFRMELIA, ADEEF st sesdis LR so4ER .
4B AT GRE, BRI 10%, TRAES, {29008 FRHOHE.

MEE, TRITRIBMITE) 6948 MADC 417545 MADC, R, EREAL
F—FEY, FAAMADC TTLORRAH XA T T AVBE., Bk, KK
BALIRAE T —Fr418- B -Georgywood #9753k, @366 Liks94 MADC FAeALR
~Georgywood (¢ -Georgywood) ,

B —Georgywood (-2-7Bk-1,2, 3,4, 5,6, 7, 8-A5-1, 2,8, S-m F AR &
BA X M F 5L
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I
EFEMRALREH) 5,707, 961 PAFRR, LPegamp sl Gd
B IixEF| P T 4o, 40 1 *Tilif ¢ ~Georgywood (-1-[1, 2-—F X4 (4-
TR~ RT3 AT - 28 - X 1) d93badlE

1
M TT A48 X [AaMe 5 ik & LR US F A6 5k464] 1 49 @ B
AR, Rd, EFSFRX 1 AR M RHRR—Georgywood #a
¥, ERMRIX 111 AT

o1

X 1 S AARBRGREIE, Bk, TR2ATRSHTHIX ]
A A, A US 5,707, 961 e AR RILIK B 64,2 30F B,

ARIB AL IAH1E- P —Ceorgywood #7 EARAET % Brdsth LS.

1. X I 2dec e X T 80%ELEbE & F 90%. X 111 AU REH
AT,

2. REIRERA “—4%" RAELGH XRIAAT, BP, MALHS MADC #1482 RL*
W BB A B AR —H B AR T HAT, REL B RIK,

L@ BT A T A ARS) S B ~Georgywood RIEAREAD L T8,
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AR Tk B — Pk E R LR GFERENX 1 Wit ES
BLE, ik T a8 aXR e F RN LT, Fldo, vAMASI
Ve AFRIEH SRR 60 - M Hp B i R RS . E SR A RPLE, X,
vA BASB 45 H e B/ AR 2|64 F 4 R EI740, Aok, BLEARRLRY,

B R kiR TG MADC P AnAALS ) 11 H4E2H 60 -T0Ch#gh 4
i RAAT,

FEASHE T RGIEFRAIM R P RAF R — bR,

5ka647) 1. R MASI, JLMASC #= MADC (234813 49) 6%l

ARAT, 3% 18.2g (0.13 mol) X FhiAe 2g(0. 75 mol) 484 (Fluka™
11008) Aok ZE134 (45°C) 8-12h, 436540 MAST RALRAMLB AR THA
JAE ARk E7EM.

A1 XKEEAHRKTR (A 34 KO #H-FF D) F, 4 16. 2g (0. 6 mol)
4255 (Pluka 11008) X FHA ©lRARBAE XA SR O _LASRBIMHRILI
FEd, £90°C, 3% 0. 4ml (K% 5% w/w) LiR4a/HuR FHL/MAST Rl id i
BT . BAFE, BEAE 120CHHRARE MASC, EBEHT, #R
BLREAE 120CHRHE 4h GRIAMOLS IR RRTRAAT) . B3BMP
FR TR B0 (56, 1. 1mol) 48k BiA %|3k4K MASC #9384k #R 54ml (@ =
1.19).

ARSERREKTHAM. iR L ERAAINE 60C, frsunf, Wit
BeayBLLEATAN 298 (0. 22 mol) MALds. ik R &K RAoMZE 120C AR
A TR 30 4. TR RSP E SSTULTRIGRIMADC KB R, AR
B, BAMAENL, ARBHEAR LRI EE 1| RKARENHRRTT
bpt. =157 C T HRABMADC, 453) 69. 3g (75%, A F4ahe=Hvds) LEMADC, #A
TR T AAHKRNE EAPRIBEK.

DT

MASI GH): "A1-NMR (:$49): 71(W..=14800 Hz) ppm.

MASC (¥2): “A1-NMR (2.%0): 177 W,,=7600 Hz), 136 (W,=6000 Hz)

ppm,

MADC (B, #48it#9) . Fp =73C, bp =157C., “A1-MMR (T50): 136 (W=

6000Hz) ppm.
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%364 2: MB-Georgywood (¢ -Georgywood) 5 %k MADC #9374k: (Wi-2-2
B-1,2,3,4,5,6,7, 8-A\%-1, 2,8, 8- FER) (B —-Georgywood)

JETRAHT, & 20g (85mmol) HHF 4 100g FH ¥+ 49 Y —Georgywood FmAZ|
157g (0. 21 mol) MADC(IM, fESHEM&F, Aldrich™ 29680-5) F. HikRAH
i E T0CHHF 2-3h, KRG, AAPTR 40g TBE, HA M HCL #ATH
R, S-BAYA, HFARTETRSEBURAR, H-EI6A VR R NaCl 357
Bok, A MKk, BE pH=7. A MgSOFRiEAIAR, Lk, REARE
T, RGWAITREFMBE (124°C/0. 1 4¢) HATHRME, 42 168 (80%) A
K. 6,54 89 B -Georgywood (GC £6 ~ 90%) .

e KL €T

TRGEMBD: 2930m 17005 (C=0), 1560m 1377m 1357m 1240 w 1220 w,
1090z

CC/MS: 234 (5% M%), 219 (15%, IM=CHI), 191 (100% M-Ac]’, 161
(20%), 135 (65%), 121 (40%), 105 (40%), 91 (30%, 69 (30%), 43 (55%).

'H-NMR (CDC1,, 400 MHz): 0.85 (d, 3H, J= 6.9 Hz, C1-Me), 0.99 (s, 3H),
1.02 (s, 3H), 1.06 (s, 3H), 1.4-2.2 (10H, 5CH), 2.15 (s, 3H, Ac-Me), 2.
36 (g, 18, F 6.9 Hz, C1-H) ppm.

C-NMR (CDC1,, 400MHz): 19.1 (CH), 19.7 (CH), 21.0 (CH), 22.5 (CH),
24.9 (CH), 27.7 (CH), 28.9 (CH), 29.4 (CH), 30.8 (CH), 34.0 (O, 35.4
CH), 40.1 CH), 50.7 (@, 125.9 (C9), 136.9 (C9), 214.5 (C=0) ppm.

| LA 3 A8 AICLAAETBAT AL #9 MAST 74k A Ritt4TB—Georgywood
53 MADC 493/k: B -Georgywood

A1 XAEHERTRATET, WARIERAH] 1 41876 1. 5ml (K40. 013
mol) 45/AX FHE/MAST RAMiBitiz M BMT 42.9g (L. 59 mol) 484) (Fluka™
11008) & 105. 0g (0. 79 mo1) = HAL4a¥ i (Fluka 06220) d4BtatREW L. REL
JUF SRR, B, AHHBRRERSWEAE kA, BLARTR
& 2h AR 25 A E 120CRBRTRATICRFHRGRE. 4,
B FAE 120C T REHATHIMETRE £ 5 AR BIL (% 1h) . RN
#£.7 # 156. 0g (3. 09 mol) FARTRZE. HAAMEERA MADC 4 E 70T,
HEARTRAFBA ERAS, FFhon 8108 FREFE,
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H AR 69 K 4 25 wtké9H MADC /2 F K 89 BRI RAPE 10-15C,
WA 275. 0g (1. 06 mol) 9%k —Georgywood, JHiZiRAS-WinikZE 70T,
JL3i8 1T 6C A RBMBR-Georgywood Lk 2¥R3RL (89 2-3h) , TAELEL AWk 4
3ZE 0C, 44, Bitsk4t (double~tipped needle ) 4 HJérk 2] 1. 8kg kA
pitey SNEEBUKER L. SBIEAVE, EREPH, REE 30.0g EHLL
K10 (—Fr8M4s L) E®A 2h, SRFARETRETANE, A2
-Georgywood, R/ 3 EERAHEHL K10 it 2. 5% 20cm 499 FMBE
(105-110°C/1 E&) 48, %%) 2275 (82. 5%, X -FIB—Georgywood) # &.49 B
~Georgywood (GC-2L/E_ 86%) .

Wi 10 T ENEHHhF 3 TENEBLE K10 _LaydiA st —FehHteitasg
B LT £ .44 p —Georgywood,

SR 5 LAY 2 b AR EIBARR.

3645 4: FE AICL A Fifiit Al &) BASB JE4bAE A Rit47B-Georgywood
538 MADC 93/4b: B —Georgywood

EREELT, HEF 87. 7 (0. 81 mol) iAR.ZHE &9 10. 0g (0. 37 mol)
437) (Fluka™ 11008) F 40 -65°C FEIA 18 B, dysvA¥%)e43m RASB R S RA
PR ERA AN TRATAN B R RREFM.

1 REEHERTET, WA 47.1g (1. 75 mol) 48#) (Fluka 11008)
#2115. 5g (0. 87mol) = H A48/ (Fluka 06220) 44HAERAMT 40-45C T Au
30 4. B, 3% 9ml (K49 0. 05 mol) L4l iFem4a/ R L% /BASB
RABHBITEHNBRTEEE PR L, BREIUFZRPF44. AR TR
3h B, BIRAHERAMN 45 A 2 120 CRERTRATIEREX G RE, #
B, ASEERR SR MIRANLE AR, Bk, WA RSME 120CH
Aol 3h, AXENEY, AMHTFHEH 186. 0g (.69 mol) HRARFHZ
JERMRBMARIE, AR MADC $37 2 70°C, HRARTRASBA LA
S8, HimA 810g FHRegFE,

B AR K4 27wkt MADC 2 F R e HiF A E 10-15C, #
A 275, 0g (1. 06 mol) 90%4kéyfB—Georgywood, HZRAHm#ME 70T,
H 2l 6C AR BYB-Ceorgywood JUF28REML (8 4h) . TR R AL RAHHAH
£ 0C, &4, Biok4HibRderRs) 1. 8kg skbdpited ShEBAKER E, &
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B, RAEPH, MEARETIRE, AH8ME-Georgywood, Kilit
2.5x 31cm 44 Sulzer DX 4 (105-110C/1 E ADL i A32)] 224. 5g(82%) B

—Georgywood (GC £6E 89%) .
AR B RS 2 b AR HIRARR).

10



