[19] FiE A REFMEERBRZNE

[45] M AEH 2006422 A1 H

[51] Int. CL
CO8F 10,00 (2006.01 )

R EE EEE oy

EHS ZL. 03128652.6

[11] R AES CN 1239526C

[22] B35 H 2003.3.29 [21] Hhiz= 03128652.6
[30] f5E4

[32]2002. 3.29 [33] US [31] 60/368634
[71] ERWA FHHKRE

sk R
[72] %A BREZE ERHE

HaER BB

[74] ERRENME P EESFCE(FH) GRAA
KREA BN EIE

BRI ZESRA52 50 WIS 15 7T BB 2 1T

[54] %EA&#R

T E R E M EATIA S
[57] HE

AREAFTRI PRI EY, Hd, R -
RY & E T ik B 1 - 20 MR TRk, B
REEEE. FEE., MEBRHIZEE, AR -RY
IR EZ A o] DUE R R A R R IEEH
. HE. NNNAEMZAEIER; E RS 16 Kt
Z(HFEEA): M EBEAE3 - 10 KEoR (LA
)M ATLENEE: m EE&BRHEMNS: X 2%
AFEM BN RFEIER; Y 2REMESEIM b
FIRE K 5T, n &0 B mEmiE S M. X
AT, HEEBERBLRLSGER, X THEKHER
HHRAEE.




03128652. 6

wm # E 3k H 1/27

10

15

20
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A 120 MRIRTHEAREE. 88 120 MRIETHIZEEMS S 120
ARETFRIBARRIZER, H R —RY FHIFEAEREANAT USSR BT

E &35 16 JETK;

M =i B 3—10 TR ATRIERE:

m B&RBIENE:
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n &0 BEER 2 HEEL.
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RTHEREREHIEIES

5 BoRGU

KR R—F B EutiE ) RU S PANE SRTENFIA R RE R
HWHHER, HEGERESIRETEFEEN. |
BFRER

Rl T EREAERRFHEEMENAEREI &R, FidENHERER

10 HITEEESUYN—FMERSHENEXUDER. BRXEENTIHAR
5, EelREIFEFZ A SEEEHE. RREMTISEREERIRE. 4F
BT, URGINEREEIBER. FRER, ELFHRHAZRERERI
BAFHEEENT. RERELR, BREFHE —ANES MK IGE[CpFFEE
FHdEERE LEESMS) e, BFE SIEABNHRIRNEER—REH

15 MR Rt RERFREEN G F BT REBIRF S
RO T, HAEASUE A AT RIANE .

K2R & ke REUFINRIMGE RSB ERENFIE &b B4
A TIRKENER. Fr—REMEAFRT L BR I R ST A BRI RE SR
HERH ISR, RNTEIBC=4E TERERMENTIGE SN TR

20 %o%%,ﬁ%&:ﬁ%ﬁ%ﬂ%ﬁ%%Wﬁﬁ%%ﬂ%ﬁﬁ%%ﬁ&,@%
FEREBIEUNATRESERT.

ZNARFRIENMBREEIEA TR ERRERENTICETIE T KK
TE. AT E ., DEEARE Tt S EnemMEERsE (nxXE%
F] 5637660, 5852146+ 6020493; Bei %, Organometallics, 1997, 17, 3282;

25 Tshukahara %, Organometallics, 1997, 17, 3303).

—RIEEE—X (Bdh) EHE GERFHRERERD MINARE il
RIEC%H Kol, Goldschmidt MEFRENAHTRELELF] (ZEEF
6333423, Tshuva %, Chem. Commun., 2000, 379 #1 Chem. Commun., 2001,
21200, {ER, XLERFFYUH, FUEAE S SESMILSEE X TREtEE

30 AFPRERIBVER, FEEFSBENLEYEREEMELENE. 55
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XEANTFPDFEETT 1 - CBHERE, BESHRIREFEREHER. Shao
% (Organometallics, 2000, 19, 509) #ik TYEANBREEEUFIKESE -
(BEh) (FELbRAEVAERDA) FHEIeY, (ENRIIFEEIEEK.
BRSO ABEBENNRGEREATESTISSZRAFTEIN (KBS
5 #1]4452914, 5079205). FEEEF] 5840646, 6034190 EP0606125 1 W087/02370
AFTHTRREREH AR (Brdh) SRR,

HAKSE L) 6—192330 #IR TN (Brh) fn_batoe—XN (BEEh) Shfnés
. 1EASE 4 IkE&RBERGREUFIFCAEIMIE —XN (@R ERRSSMY
FlIFE AT (P 9—012582 F1Mack %, J. Chem. Soc. Dalton. Trans., 1998,

10 917), {EMEI|KZERETEHURTEN.

B, ERGESFETRNFEERSMELS, THEAANE—HitxE
WECIHIEGT]. AP BFENRNEEAINRRANRIGERENS, &
HIXRTUEH 18 (a—F2) FINASERERAH BRI EESAANRAK
FEASFIVEREHIZRIBIE.

15 REARE

AR R—MRIFRENTHER, KW E=NSHEEEIE 3—
10 ESHRLE (RIS hEYFnESrEil.

AR A Ran = FonR3E e B

20
He, RI—R"ZFEHEEES 120 MREFRERE. BUREERE, 2
B, FEARPZEE, B R'—R" FHRASREAN T CUEBRRERFF; R
—RUYATLUEBE. HEMONRAEIZEER; E &% 16 orx (AF
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£); M BEESE 310 FoTE (BEHNE) MEATENSR: m Z&R
MENZ; X REAEIM bR EFaEE; Y REAESEI M LRSEL
SESTF, n £ 0 BBEX 5 B, LUEEARENAISER, XL
ERTHEENR AR ZEAFEEMN. £ R —R" MiEEFB=KNENE)REAR
5 XTRECHERHIER T, ATCASEER 1 — @A ARiE SR & .
LhEaray
B 1 7RHntse —XN (Bydh) $5ECEY | B X —H&Ramissi.
2 7HintRE— XX (Bpdh) £KECEY) 4 B X —Himissstd.
AR BARSERET 2C |
10 KRS REFRELTER, HEESHE =G Sntieiiidrss 3—10 i
HHAERE (BN WefiEsrEHH].
A& B R T 1 R 3 RE B AL

15 HAP, R—R"FEMHIEES. MK, ANNSEMZEER. 88 120
MREFHIER. BURRIEE. FMEEMEZEE, B R'—R!" it
BREANAT LIEERSRIERGR; E &% 16 ik (RS VI BIR) tE (BHFH):
M RIEBSE 3—10 FmE (EEENE) MEATENER; m 2&RHNEL
& X BEAEIM LReNEFEER; Y REAEE3I M ERRERAS)

20 F, n 20 BEEE S WS, 45EEMENFIEE (combined) Y, Xk
EUFIEATERENR G R REEEEN.

£ | BRI — NI R, EH R'—R° A R7—R" sk
HEFEFUUTHEE: R'=R!", R?=RY, R*=R’. R*=R® f1 R°=R’. iXEWKE
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ZABLERNRRE]. EER—ERARES, EH R'—R M R —RY M ks
FEEUT—FHERHEASE: RI=ERY (B, R A%ETF RY). R2#RY, R
#R’, R*#=R® M R°#R. ZREHRE =N AR AR FRAHAT AL LAk 1%
HERE.
5 X 1 RIGREUFI— AN EIESEHE RB, MIE B, ERE,
A=A —X (Bh) BofkS M EeA.
R I BFEREATN—MUESHA R, X EEER (BES
WD FigekE (BT, Y MEESER PN O—4A1E, P-4 N—4
57, TS M FERECAIEN O—AE0FRIBITEIERE (AnPuEiHkns.
10 TZED FE GUECE. ZETED. TS M UREAEN P—ART
MBI FEFE PRRR, HA R™ ZEMHE RS, XK. AAKSEHS4
A B85 120 MRIEFRYEE. BURMIEE. Z2EE. MEUREIZYRE (n
=R ZZER. CRERER.
HARECA RIS & AT DU ST AP AR AR E T SE . Biltm, SHRREAL
15 BE—2,6— CKEY) JRYAHEEK B TE — R EURER I KA S 2,6—
IR NS . ARSI . BT AR Rt
WE—2,6—2 (R RAIRITIECRAIHIR Silva AT % (Tetrahedron, 1997,
53, 11645), H#AT 2,6—= (—5REE) WIEKER, SERS T 22—
FREER CEFRIINRL. EAKET, SHERRMARMEN 22— FEEX
20 ZF, FEERCFEAL, IBAFTEMIE 26— CEBY) JER—RANFRE.
BERM R FHIEACIIE —2,6—— CREY) JRYIHNE BT LLES S5t
SEEH, YRS (V) FUEHER V) &R, 3% PRnELE
MSEP. 2, FTRAAIIE T ZERRFINECGER T, RERERSLY,
MNFALEEALE . MBS RBREYES — I = TFFER T RE AR E —
25 26— (Bph) Eodk. & O— (NSRS —Z8). P— (In=4eikpkst
=5ERD B N—SHEABURY I R AIRE Y+ BRI TE &Y/
o, EREERT, DEEFHYINEER. I 'H NMR EigfEeigmn T
X—HEERERVER, BMRAFICTENRRME, HEHXT%
XLELSYIWE A RIFEEUFIEA R REEN.
30 FRFY R—MMELTWER, HESERBEUFTIAELR. —RIERT,
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TENF PSSV N B FEtEM . EEMEHFIERSEF R A%H . K
BIFEIE=FHLS (TMA). =284 (TEA). =R TH4E (TIBA). =IE¥
B4R, “HMLPRE. CHAES. SHCRREE. N CEE. Bk
%, BESAESBTREASMERMEY), HaTCUEKEsmsElk

s EHRAEY, m=ZBREATmEE. BERNEDNE FEEFREEER
(MAO). MPEFRELRE S (MMAO). ZEAESESR. MR TRBER. &
AT, kR, WMRESEESR MAOD.

AR S = AR AR SRS RINUER, I MAO 5 TMA

2 TIBA FNEA . TEAKB LTI, NAER, EHBPPERRAE “5
10 BEFS” OEATAERRERE HATUEE 8o, BEL 10wt%, E

BEREIE SOM%HAEN I =EE; flin, s MAO EHEEEL 10Wt%H)

=FEER (TMA), TR MMAO BEE4& TMA, XE& TBA. &K#H51H

MR E R BRI = RARRAY), B, FRA5IAN=rESK

SYINE, UHEENEANERER AR, HLEY), S5 IABIREE R
15 FEHEER AR ALEDD.

EERENTINEE ST IR FHRE. SELEET EEE)
TEk4e L KHIBCIAARR. HBIFEEN (AFEE) WMRRE. ¥ (A
B Wi _FEFREE. U (EREE) MBR=FXFERS. SE4ELFIE
AESRER=HEIMLEY, = (EEFEE) WM. = (LEFER) W%,

20 HAUEERTEUFIRERT, BImEELF] 5064802 15599761 .,

AR BPEAFINEEZS, ERREREEREARRRE. &, &
REAE5TFE&RILEY 0.1—20000 [RF. % 1—2000 JRFEEEH, 4F5lE
LiFAEE RN,

E—AMGERISEHER RS, —FEiEiX | BRGREMF S et

25 FIAEAFISEIR A A U RS E R R AR A E R

FridEUFIFMEUFIB RN FHERE (BESRNER SsENE
H. EBAMEREE—MEREMZE. TE. TE. E. oF. 6. 22
M 13— T 2. PRokA S esdsd. MIERERERIKE. RBAHEE 1—

30 MR, W 1—T. 1—CEM 1 —FENRED. E—NERARD, H&T
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LIFRIRY).

A EPABBUTHS R L EFE—MRESHEOES R EY, mEH
HIFAE BT, TR BT SZREJUARAT. SRIEm fEE s
(4 Phillips &) 4L,

5 PR EA TN RAER B E T EFEA VIR S EAHFE T
f#FE. EEMESAE SR SE. Biss. ZE MR L. Ba.
REPEds, WRZE. BRE. BRLG. BRILNRRCHS. SdsmTEL
ZPENETUNE IR SRR =R, ENFIAVEIEGHRIRTEALL
HAFERFRTRT &AL #iin, ATLHENFVE TSR, S8ERE

10 3SR, B, ATLMERVIAIEEEIR. At ATLAR R S8R s
HIBINB R EEF.

AR AR TSR AMIEER S HESR, G1ESMH. SRR, R,
MME, BREEFHEARAREAS. WHEFEAREUTIR: EESHREE
FihSEE R E ST RS, FETREUFIERTFE TERU=ERE

15 RHNEEMENT, SR agRN—BREHE. FRRNEER AL 10psi—
45 15000psi. ZREEHAL—100'C—4 300°C, BARELA—50C—4200°C,
Biiks 0°C—4 150°C.

FEANES TEUEFEBIREY, THERLE. IBWETERE

HFE A D BAEILR. XBEBREERAGIREZE, BedhriEis

20 BEAYKERD, XHEERAYEBCERETHA UAFEELRISEPR.
FE—NLHARY, ARPNCERSIERNEHRTLIKT skg REVE

mmol AT/ NS E L, XM A TFEAFIEEERAEZE (TOF) KT 1.8x10°
RS IE 2K, SEMNEEMER TOF A% IEEMIEFER B
HIUERZIRER. STFREBITRY, F—EnEEEeE, TR

25 NASIBEETE, FEik, WERBIFNEER BT e ZREXRMEL. ER,

FEXMBRAEHT, XRBORETEFGK, HIRUE~ZB/IRED.

Rett bz, —BER, ARPHILMELFTERAS URELFIER
HWEGHATARP A RS2 BIE AR B0, Eik, RNETEMTKSFFHT,
HAPEURNERETEATTR SRR ERE, Fikitig, RNFEEETRS

30 A&, WRSRFERIATE T,
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10

15

20

25

- UTSERESHUEAA RS . AEBARN RN SRS
RIS E T BRI E SR RTE .
SEHER

ARSI R ASAF, FFRME Schlenk HREFE Braun TN

#1T. H 1 3C NMR 2 7F Bruker Avance 600, 500 DRX. 400 8% 300 FT-NMR
B (ppm) PR, ik (EI) 27E Finnigan MAT 95 SO B3R5, RE
YIRS SRS E R B HGHEE Perkin Elmer DSC7 L. EAKEEMELIT
FEEREAFE/NTERSET. PEEER MAO, 10wt%H R
W8 Aldrich (Schlenk, Braun, Bruker, Finnigan, Perkin Elmer F1 Aldrich ¥4
FR)e
SEHER 1
1.1 i 1 BIE Rk

OMe
Br

A 1

TRAEE A R BT EI&PEME 1 (SR Org. Synth. Coll. Vol. 4,
836(1963)). FE—/MEAREIFAESRIFMHATRER 250ml RARFHET, T
80ml WEIFMAN 2—R—4—BE—6—MTEFEBE (3 Nakayama %%,
Organometallics 2000, 19, 2498 HIF1EE L, 6.3g, 26mmol). Jo/KExEEH (36 ¢
26mmol) FIEFELE (2.5ml, 40mmol). HEAYITE 60—70°C T Bl 20 /M,
FEFREREATGE, FARREBIRARRERL, REH SRR Gx30mD 2
. F/KBERRARENERYIFARBRETR. RZREN, HIEEBRY,
FHECK: ZERZEs (50 : 1) EABRN, EdrRREEiEall, 573
EEAEE. WE: 61g 91%.

'H NMR (300MHz, CDCL,): 1.37(s, 9, ‘Bu), 2.25(s, 3, Me), 3.89(s, 3, OMe),
7.04(s, 1, Ar), 7.23(s, 1, Ar).IE. EIMS(m/z): 258[M'].

10
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1.2 a2 FIE R
| X
CO' Y
OMe MeO
chia)iE 2

B LT SRRSO RS & [EHA 2: Holligan 5%, J. Chem. Soc.
Dalton Trans., 1992, 3345, BIIAEPUERRE (THF, 40ml) FeRF[EHA1 (4.82¢,
18.7mmol) FEE (090g, 37.0mmol) [EIf 2 /METHIEFTFHIME KA. 7
WHIBZELAET, KIERAYMEN, TidlE 3T 0CTRME 2,6- Rt
10 BE (2.02g, 853mmol) 5[Ni(dppe)Cl] (dppe = Ph,PCH,CH,PPh,, 0.30g,

0.57mmol)ZET4¢ THF (0ml) FHEANREYT, MRSYHERIZR, &

EAEER T 12 /M. REBDIAS BRI KRR, i HCL B4,

HIERE FREEREYR, S5 CHClL, (x20mD JEiRIEKER,

FE Sk, A CHCL (320ml) ZEE., BEIMBEETHRE I
s HHEIE, REBHNEILEmRY. FRECK CRIEE O fEAY%k
B, BRI, BEREEAREE. R 28z 77%.

'H NMR (300MHz, CDCL): 1.43(s, 18, ‘Bu), 2.36(s, 6, Me), 3.37(s, 6, OMe),
7.15(s, 2, Ar), 7.42(s, 2, Ar), 7.68-7.76(m, 3, py).IE. EI-MS(m/z): 431[M’].

20 1.3 FiEHE3 BIERK

11
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el 3

FR4E Dietrich-Buchecker 2 (Tetrahedron, 1990, 46, 503) KI/7i%, T N,
&, 210CTF, 7ErsmatEfnttnessh (12.0g, 104mmol) F[alfA2 (3.0g,

s 696mmol) BEFRFEALERIFENE 3, WEEEME, ATUEESRTESSH. I
E; 1.6g, 5%

'H NMR (300 MHz, CDCl): 1.45 (s, 18, 'Bu), 2.35 (5, 6, Me), 7.18 (s, 2, Ar), 7.30 (s, 2, Ar), 7.62 (¢,
2, J=8.0 Hz, py-H*), 7.96 (t, 1,J=8.0 Hz, py-H"), 10.52 (brs, 2, OH). E  EI-MS (m/z): 403
M.
14 BEY) 1 HIERK

10

a1

7578 C THIE T 248 (0.70ml, 2.5M) KT in A\ 28} 3 (0.345g,
15 0.86mmol) FIFZE (25ml) F. FEEHBEZRERTHEE 1 Pr, REET8
"C FEIEMANBRE (15ml) FPUERKRE (THF, 8ml) FHIMNELEE aV) (0.200g,
0.86mmol). FHERGEHERAE-T8CHEE 1 /T, REERE THPE 12 AT,
KEEYSE. WREEIRECEE, BIFRESR, BIRNEALE.
KE: 039g, 66%. MEREY 1 FIX—H&amEdEl (B 1D.
20
'H NMR (500 MHz, C¢Dy): 0.76 (br, 4, thf), 1.79 (s, 18, 'Bu), 2.22 (s, 6, Me), 3.46 (br, 4, thf), 6.81 (5,
2, Ar-H®), 7.01-7.04 (t, 1, J= 7.6 Hz, py-H"), 7.09-7.11 (d, 2, J= 7.6 Hz, py-H>"), 7.34 (s, 2, Ar-H").

E  EI-MS (m/z): 563 (100 %) [M" — thf].

SERER 2

12
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FLEY2 IR

KHREY 1 WERFE, A ZBMEF MU EmE N RN
#l. BENRRBEE, KWE 55%.

'H NMR (300 MHz, CeDe): 0.93 (br, 6, E120), 178 (s, 18, 'Bu), 2.20 (s, 6, Me), 3.28-3.35 (br g, 4,
Et;0), 6.78 (s, 2, Ar-H®), 7.09-7.18 (m, 3, py-H>~), 7.33 (3, 2, Ar-H").

10 SEHEBY 3
FEa 3 KaRk

15
FE-78°CF, #R[alEk 3 (0.230g, 0.57mmol) BI—Z®F (15ml) HKIES
MU A BIPUEESEE (IV) (0260g, 0.57mmol) I Z&% (15ml) BT, BT
HREWIE-T8°CHEFE 30 48, Z/EEEE THHE 10 i, BEREARE
e RHEBRAE-78 C TR, WEFAF 12 /D], {EFEROHSEE . B
20 Z: 024g, 62%.

13
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'H NMR (600 MHz, CsDs): 1.74 (s, 18, 'Bu), 2.27 (s, 6, Me), 2.67 (s, 4, CHy), 6.58-6.61 (¢, 2, /=73
Hz, Ph-H*), 6.75-6.77 (m, 6, Ph-H® and Ar-H®), 6.79-6.81 (t, 1,J= 7.8 Hz, py-H"), 6.91-6.93 (d, 2, J
= 7.8 Hz, py-H**), 7.00-7.01 (d, 4, J= 7.3 Hz, Ph-H?), 7.35 (s, 2, Ar-H").

SCHER 4
A& 4 BB

5

7E-78°CF, ¥hjalik 3 (0.420g, 1.04mmol) HI—ZB¥ (15ml) FnPUERL

10 Mg (Sml) ERIEEMMAR —Z8 (10ml) FIUEEMR (10mD) FHINE—

M (PUERRmE) £k (IV) (0.348g, 1.04mmol). FIENEESYIME-78CHiFE 10 4

o, FEERTHR 1 /DB BERLEABIFNEHRIEHRBERE, WEH
HET. WE: 0.51g, 83%. JEEEY 4 M X—HkeEhE (B2

'H NMR (400 MHz, CsDs): 0.87 (br, 4, thf), 1.88 (s, 18, ‘Bu), 2.23 (5, 6, Me), 3.41 (br, 4, thf), 6.93 (s,
2, Ar-H), 7.03-7.07 (t, 1, J="7.9 Hz, py-H%), 7.19-7.21 (4, 2, J= 7.9 Hz, py-H**), 7.34 (s, 2, Ar-H").
E  EI-MS (m/2): 519 (100 %) [M" - thf].
15

SEHER] 5
5.1 FhlajiE 4 HIE R

20 A 4

14
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B AT SR VERIBu & A 4: Silva %, Tetrahedron 1997, 53,
11654. # 35— T H—-2—FEEXZE (3.12g, 12mmol) FIFT Bz
s (271g, 24mmol) HIUEREME (THF, 15ml) ¥WRAZE FHHE 2 PetEE
HEBRER. AEIMA1-NN—"HFEER 31— Q—BEEZEE) 34§
K—1—%s (BT Silva %4F Tetrahedron 1997, 53, 11654 KB 1—F4E
H—2—ZZEHE; 3.05g, 12mmol) ) THF 20ml) B, HBBEEYTE
FIRTHERE 12 /e, BRIRL GBI RIRAYH I ZERE% (9.18g, 119mmol)
10 MZER (60mD) ¥, EITZEIE 2 /fhRZ: THF, BAYEET TR AT
FHE Goml) BRELEHRE, FARMNKEREMERTN, REH CHCL
(3x20ml) FHX. FI/KFIEKYEEEHMBENAERK, SMEBITHR BRERW
#, BRaamiRY. FRECK . ZBRZE (20 : 1) /ER¥%NN, &
ERuEGl, BINREERE. BE: 19, 68%.
15

'H NMR (300 MHz, CDCl;): 1.37 (s, 9, 'Bu), 1.45 (s, 9, 'Bu), 3.40 (s, 3, OMe), 3.77 (s, 3, OMe), 7.40
(s, 1, Ar), 7.52-7.56 (m, 2, Nap), 7.63 (s, 1, Ar), 7.73~7.89 (m, 4, py and Nap), 8.03-8.12 (m, 2, py
#» Nap),8.25-8.28 (d, 1, /=8.4 Hz, Nap).

52 FIENE 5 FIERK

20 HREHA 5
FR#% Dietrich-Buchecker % (Tetrahedron 1990, 46, 503) FridfIA#:, FN,

A5, 20CTF, TEEREEARE £ (10,02, 86.5mol) Fué(alE4 (191g,
421mol) BRFEACESBITIGE S, BEEAREIE, TUEECKETELES. WX

15
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1.12g, 63%.

'H NMR (400 MHz, CsDe): 1.37 (s, 9, 'Bu), 1.65 5, 9, ‘Bu), 7.04-7.09, 7.27-7.32, 7.42-7.48, 7.63-
7.66 (m, 10, Ar), 8.72-8.75 (d, 1, J=8.4 Hz, Ar), 9.50 (br s, 1, OH), 12.78 (brs, 1, OH). i EIL-
MS (m/z): 425 M'].

53 BLEY) S HIBRL

BCEY S

KASHESY 4 WEHOTE, GRS RBREE. NFLAR
0 SRAWRIMAECHBER CMREATR, WEFEETR. K.
69%.

'H NMR (500 MHz, C¢Ds): 0.78 (br, 4, thf), 1.33 (s, 9, 5-'Bu), 1.88 (s, 9, 3-'Bu), 3.37 (br, 4, th), 7.07-
7.11(, 1,J=17.9 Hz, py-H*), 7.24-7.25 (d, 1, J = 7.5 Hz, py-H*), 7.27-7.34 (m, 4, Nap), 7.47-7.49 (d,
1,J=17.8Hz, py-H®), 7.52 (s, 1, Ar-H®), 7.59-7.60 (d, 1, J = 7.2 Hz, Nap), 7.73 (s, 1, Ar-H"), 9.08-
9.10(d, 1, /J=8.0Hz, Nap). .E EI-MS (m/z): 541 (100 %) [M" — thf].

e

15 T TEATEHTU THENRESRR. EASET, EFFH, £
100ml EFHARHENITIBRNBFBFIITLIEGRES. BFE omD 5IAE]
BHREUAIFIR VST HRE. BRI TR R B NRS+ 30 o
PRI KA 15 5. BEMAREEER (MAO) WHRERKS KRS,
RRNMABFRIFE 1 KSRE (atm) ZS&T, BEARANFERE. £ BRet

20 [d)/F, M\ HCL-EALHIFREE 40ml) LAZRIEERS, EbZEsutkl. Btk
WERFEEGEREY), ABRICFEGRAETSTREREE.,
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SCTtf 6
FARCEY 1 Gmg, 4.72umoD) YEAMENF], 5 MAO (4.7ml, 7.08mmol,
10Wt%HI R, 1500 ZHE) EHI—#E, 7E20°CTFHHTLIEES 20 4744,
PEBRIREYNERN 542g, BEHTIEMA 3448g/mmol h atm, RBEWHIES,
5 A1267C,
SR 7
FREE® 1 Gmg, 4.72pmoD) YEAMENF], 5 MAO (3.1ml, 4.72mmol,
10Wt%HFRZRES, 1000 BB JEUFIE, 7E 20CTHHTZIERE 6 44+,
AEHIREYNE R 332, B TIEMA 7029g/mmol hatm, BEWHIES
10 X1270C.
SEHER] 8
FARCEY 1 2mg, 3.15umoD) YEAENF], 5MAO (4.2ml, 6.29mmol,
10Wt%H) R, 2000 HB) FFEH—E, 7E 20C TGRS 5 4.
SEHFIREYMER 2.07g, HETIEMHA 7880g/mmol h atm, RAWIHIB S,
15 J1254°C.
SR 9
FHECEP 1 (3mg, 4.72umol) 1EAMENFI, 5 MAO (3.1ml, 4.72mmol,
10Wt% R, 1000 BE) FENFI—E, 7E ICTH#ITLHES 2 24,
DEHAIZREYIME R 023g, B TIEMEA 1447g/mmol hatm, REYHHES
20 A1340°C.
SLHEI 10
EAECEY 1 Gmg, 4.72umol) 1EAMEAS, 5 MAO (3.1ml, 4.72mmol,
10Wt% R FRZRVEWR, 1000 B FEUF—&, 7E 65 CTIMTLIERAE 2 44,
SEHRRESYIWER 031g, HETIEMEHR 1987g/mmol hatm, &AL
25 A 111.0C.
SLHER 11
A& 6 HIEAK
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5 #-78°C R EME 3 (0.200g, 0.50mmol) HIFZE (20ml) BRISEIIA
B —FE S A4 [Zr(CH,Ph), CLELOX —HE47),s] (0.230g, 0.50mmol) FNit
ERN=CHE: (PE) K 20ml FEERT. FRESYE-78 CHERE 10 2%H,
EEETHH 5 i, BRESRBETENRAER. WEECEE, FH
“RRGENCERNR S YIITES &, FIREESE, E5 TR EE. 024g,

10 71%o.

'"H NMR (500 MHz, CD,CL): 1.21 (dt, 9, J=19.9, 7.7 Hz, PCH,CH), 1.55 (s, 18, *Bu), 2.18 (br, 6,
PCH,CHs), 2.33 (s, 6, Me), 7.09 (s, 2), 7.22 (s, 2), 7.73 (d, 2, J= 7.9 Hz, py-H*’), 7.97 (t, 1,J="1.9
Hz, py-H*). P NMR (162 MHz, CD,Ch): 20.36. iE EI-MS (m/z): 563 [M" - PEty].
SEHER) 12
FHBCEY 6 (8mg, 122umol) EAMELT, 5 MAO (4.0ml, 6.1mmol,
15 10W%RIFARER, 500 18 EFI—&, 7 1CTH#TLMAERS 10 4%k
TELIRSYME R 2.76g, B TIENERN 1358g/mmol hatm, RAVIHIES
H1327°C.
ML E—BHRBAMB IR REMH N, BACEEHHHRT AR
BRI, (BEANEBEARPFTEEISHPIETR T o] M 573540, E,
20 FABHIHRI AR,
B2 H TWES%530R, R XalsIMEASE.
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B 1: so-sX (B i) 480 1 69 X-S & ik My
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B 2: s (B 2h) 4kBeb- 409 X-H KSR 4
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