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EFELTE BE PEFHIMAZENEHESH, £50C-80
CHIZLHRANBELRRESBERR LA SBAHEMR,
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LEABRE, EhMRBEARNERGHLAELESTA T % P,
AXPHBARNKRARGRUEFA ST T EFRBLGRSY, FHR
AHHEDLERY. KEHOBEE VA I55CH, FHEE Y 157
C, LZFHMLEY 157TC, FogHikt 160C K F K.

AXPAHBALANKZLESRBELAZIRZAERRREAE
HMANRREY. EXT B =ZFAAIHRAEET, REXZXAF
EHEGERZHARBREVWTEAA DT 0.5%4 2-1-HBARHET
s, REREA TR TN 2-1-HABHETIE. A °C-NMR &
3 J.C.Randall, B4 WA 5 @ 2 : 8 -13NMR # 7%, Academic Press &
#1978, ME=FTLHMIMAEE. ERAEABRGFTEHNENES
WAEOILE. FRTH4H. B, FTFEOMALATRI T AL,

RECZABAIAEH TN EAFTEMERHLATRLAA, T d
AGBHAAREBORL, AAARBECAFEAENRAAGHFER
FlZi., D TFTEERE, RESLALAHORANELA THEZRLR
A EG B M.

RERE VS FHAEBRAERANEZRELAE—HRBEHE, {2447
MEBRF L FHFANARFETAELECRERAZRLXRIRAZLF
GHENMFEL S

5% 74
ERAFHGTHRAFHRAMAZAHKZOGRE., HAZENKE
Al kB, 4-B-2-FTHEH, 4 R-2-FEAFFEFTERFH = (AREXRE)
MEMARLRR. RABIAREZRVETLER. ALTPEAREAR
( “MAO”) VA F X 765 30wthiE % B Albemarle. A F k& B33
EER R HER_FREERQ-FRA-EAGR), 44
£ —FRAE K @-[1-RA]-2-YEAGR). 4.

14 1
ZR - HAE T REBE R Q-PRA-XEGR). A4
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i BB XA E 1
SR TR R Q-FR4-KRHR), 54/MA0

A 100mL B RpeMm P, H=—R - shle=—vREAE K Q-FTE4-
XAGR), 04 (32 B % 1, 0.055g) e F| MAO 3% 3% (6. T4g, 7. 2mL)
T ABH 20 24, BRDRELIFTFABERBETIERPLATE
(14mL) 26%&. A& ER T, MABK =845 (4. 0g, Davison 948
Regular, 600CBLK). A REH 20 54, REALE OCTEALR
TTHREAXBELETR 2HOHEHEREKEZR, RE¥AKLE—F T
B 2002204, ARGEALFNDKAZESE, ahRAFDEK
(5.63g).

1) 2
ZR AR PREAE K Q-FRA4-[1-EX]IHR) . 64

REA 2B R AT A F 2

R bR T REAZR C-FA-4-[1-RA]HFHK). 64 /M0

A& 100oL B &AM T, =Rtk FREg X Q-7 E-4-[1-
EAEIHFX). A8 (ke B &k 2,0.064g) m A 2| MAO & &
(6. 74g, 7. 2mL) F BEEH 20 5-4F. FPpRATFFRBHBFLE
Fo XA W (14nl) ik, LA GER T, WMABRK =AM (4. 0g,
Davison 948 Regular, 600C LK), HAREH 20 24, REE
OCTAATTITRHBALAZETR 2 04 AHRKEAR, PREHK
B —F FRETY 2 I, ARGBEAHNDKAEE, BHAD
B 4k (4. 72g).

534 3
—R R [-A R (U-B,5-=RTHEAXR)
2P RAH) e
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4-[3',5'-— R T A EA]-2-FHH
¥ 4-F-2-F A% (6. 1g, 37Tmmol) F= NiCl,(PPh,).(l. 8g, 2. 8mmol)
% F 150mL #§ Et,0 . 34 Et,0 k& 3,5-—RTAEA L
(10g, 37Tmmol) A B E R T HEZTRTHAERF IR, EIEABEH
ZJ, BERERXA HO ZEBBRAA TR AR EGEKEAN. FEkRM
J& %1 100mL #5 10%HC1 (aq) &2, K Ajaf BB AAKER T, ¥
AWEXRABEBE TR EIREALBRZTEN. HTHRHLGXLDE
HEAKEEEBLERORER. F22 4. 6g(40%).

42 4-[3,5-—RTEAXK]I-2-FXG
¥ 4-[3", 5~ THAFEHA]-2-F K% (4. 7g, 15mmol) & F 80mL X,
B, A E &R P A 5.9mL & n-BuLi (At 8 2.5M) B AFRE
EFERTHME 4 IH. gERKNEZRPREKZ B KSR
FERKEBRAF SRR EE. FER 3.6g(78%).

- H M (4-(3,5-—HMTHEAEXE)-2-FAFH
¥ 9,9-—£-9-#% (1. 2g, 9. 2mmol) & F 80mL # THF . &%
BRPEEMAATEHSANLE 4-[3,5-ZRTEEL]-2-FLH
(3.0g,9.2mmol) B ¥ xR MHF IR, ARHRAZIE, EATZTREE
Mzl ErheL&FEMR. FEraIRBATEAR L LICL LA
AT PREEMNPAET —FRGHTH (4. 1g).

[9-mH R (4-(3',5'-=&THEHE)-2-¥3 %) ]1ZrCl,
¥k b EAGMEIK (4. 1g, 5. 5mmol) £ 50nl L& FE B, &
Wk P L% mA n-BuLi (4. 4nl, £ T T 2.5M) A TR FTHHE3
Ef. WEk A AR -30C BEA T RAE KW ZrCl, (1. 28g, 4. 6mmol)
MAFEFBRTHE 2 I, BEMNEAT TR EFFETERAZ A
Hehb, BEgkadEuikk LiCl. BEREKE R EMET A KiK.
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WERAPAFFES. LstHRFHEN 2R 18Tng (3. 7%).

RBREERBEAHNIKE 3
ZR iR ([9-2H R (4-(3, 5= T EER)
—2-PRAH)]1&4#

A 100mL B &P P, =% - shH#E[9-AH R (4-(3,5-=R
THAER)-2-FE2)]144(0.085g) mA F| MAO %% (6. T4g, 7. 2uL)
T 20 4. B RAAIFTFABABRIIBERPEATE
(14mL) 26 %&. L&A ERZR P, AP KA 4 (4. 0g, Davison 948
Regular, 600C BtK). ¥t RHEH 20 24, REE OCTLEART
TTR#$EAZXZETR 254 A REKEAR, BREHRAKS—F T
BEHY 208 2054, ARGBEALNDKAERLE, AHAGDE
1K (5. 24g).

E A 4
ZR R[N (4-(3, 5 - RTHAER)
-2-JFALAH)]1 L4

4-[3, 5= R THAEXKI-2-F ALY

¥ 4 8 -2- F & X % (7.2g, 37mmol) F NiCl,(PPhs),
(1.8g, 2. 8mmol) 7% F 150mL &5 Et.0 . 454 Et,0 %% % 3,5-—&T
AFE BN (10g, 37Tmol) mA B F R P HEAERTHRREHHF T
B, ERBEHZE, BAEEA H0 2B HBA AT o kB E 64K,
KA. BFEEMERA 100mL 6 10%HCL (aq) & 22, £ 8 40f5% 8 5,44
Kk th, FAMEXRARABRE TRIBdREALREEN. ¥,
HMENARTDERIBRAE L XA TKEM. &2 5. 8g(45%).

42 4-[3,5—RTRAER]2-FHAH
B a-[3,5-—&TEEX]-2-F & L% (5. 8g, 17Tmmol) & F 80mL
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BIEF. @A &R F A 6. 6mL 69 n-BuLi (£ & F & 2. 5M) 3F L HF A
BAETRTHEME 4 1. §&RBERNER P ITIEHFH % B KA 2k 5
Bk ERFERA R IR E. £ 22 5.08(87%).

AHR(4-(3,5'-—BRTAEL)2-FALY
¥ 9,9-—8-9-#% (1. 1g, 8. 5mmol) 7 F 80mL & THF F. G %
BPERMRAGFENDRGLE 4-[3,5-—RTEAEX]-2-FRAH
(3.0g, 8. 5mmol) W EZRBEHIX. ERNRZE, EATZTREE
iRk irhELRTEM. FEARBIHBATEAL L LiCl o e
AEPHREIBEMNFAET —F B> (3. 9g).

[9-#H R (4-@3,5' =R TEAXK)-2-FAmAH)]7rCl,
¥k B AW Y HeyHE 4K (3.9g, 4. 6mmol) &£ 50nL ZEFEME. A
WiE & PER MA n-BuLi (3. 7oL, £ T F & 2.5M) £ TR T3
QB KiE A F-30C LA T B K6 ZrCl. (1. 1g, 4. 6mmol) Aw
AFEZZTHH 2 IH, BEMNELTTREIFETEmAZ AL
. BEEidEARE LiCl., BERKREFEMMET Mk X 5%.
BFERANAFFEL. HsblFHKke =% 2 280ng (6. 0%) .

B RENAKZ 4
R R [-AHG R (4-(3, 5= R THAER)
-2-FREG) A4
£ 100mL B RBAF, F=4& - bk [9-A2A%H R (4- (3, 5-—&
THRER)-2-F @A) 144 (0.090g) /A 5] MAO #E % (6. T4g, 7. 2mL)
PO 20 24, FHRDABAIPFEABRBIIEREAATE
(14mL) %%, M58 ER T, mABK =& 4 (4. 0g, Davison 948
Regular, 600C LK) . LA RBEH 20 54, AEE WCTLELT
TTFR#BEAZABZLETFR 2 54 ABREKER, PREKXBEA}L—FF
BEITY 2082054, ARGBEANDKAXEE, AHADEKR
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(5.17g).

%34 5
R -[9-AHR4-3,6-—FEEE)
2-FRAG)]IEE

2,2'-— B HXE

®] f£ 450mL XK THF ¥ &5 48 =% X (47. 3g, 0. 2mol) WH & & F,
FmA 76. 4nL &5 n-BuLi (f£ Et.0 ¥ &5 1.0M). & uk/& 85 ¥ 43 4F
ZRXER., AFEZBERRAERAGYDERD SCHRERXRERESY
KA 100mL # 5%E B KM, WRFHES BHHKERM 4x20ml 3
FUBER 4K BREADERBANELE S BLEBRA TR,
S, FEAEBEREADAIBBERR 70C. BEALAHRKA 50mL
FAROCELEE AU 2,2-— 8K, 52 2.32¢(7.4%).

9,9-—%-9-#%

Y424 (3.33g,0.08mol) R A RIuzkik, FamElk b hr, HEF
£ 150mL #9 Et,0 &. By B 464, £ 1 B A F 100nL Z 8P 89 2, 2'-
8B K (25g,0.08mol) S A Z L4 10 DB, FRASDEBL KB
FadEAR LT RR B Li #2 LiBr. ¥ EREAMHA BT T
12 AN €4 £ 200mL 4 Et,0 J &5 SiCl,(50g, 0. 08mol) 89 & F. f£im
ANZE, BRNEVEERTHEBFS IH.EATTHREEMNHmA 30mL
BRI, FEkdEAR X LICL A BRAEAZ TREEN. REHEK
AN ZHELE IOCTAEAXE AT T4, F252 10.0g(51%).

4-(3, 6" -—WHRRXK)-2-FRHiH
¥ 4-f-2-5% & & % (10g, 54mmol) #= NiCl, (PPhs), (1. 8g, 2. 8mmol)
AT 150mL 89 Et.0 . EBABHF T AN Et,0 Ekey 3,5-—F4
FE a4 Gammol) FEE R THAERFIR. EIAEHZE,
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BREEMA HO ZBEBEAXAFTHRAREGHKEF. HERMEXA
100mL # 10%HC1 (aq) &3, RAieFRAHKER T, FANE
ARABETRIBIAMEALBDEIEN. BALNRLYE S
Bk b Aok A KM, =22 5.58(39%).

42 4-[3,5'-—FRERI-2-FAAG
¥ 4-13,5-—WHEEE]-2-F 1% (5. 6g, 24mmol) % T 80mL K I%
B RER P A 9. 60l 4 n-BuLi (ET T8 2.5M) MR B AT
BTHEF 4. GERERNERTREFKZBRELIRFBHTE
KERKA FZIMG R EE. FER 4.52(80%).

-AHHR(4-3,65'-—FAXE)-2-FAEH
¥ 9,9-—&-9-#% (1. 4g, 11mmol) & F 80mL & THF P. At
BRFPEBRMANY TR RAG4EE 4-(3,5-—FREX]-2-F LG
(3.0g, 11lmmol) ¥ E % BH IR, Az G, EATPHRELEN
AL ECRTER. FERrAIHBHTEAR X LICl AR
EPREENMFAET —FRGA % (2. 1g).

[9-#H R (4-(3,6"-=FHEEXL)-2-F&EH)]7rCl,

¥k B A BegAE K (2. 1g, 3. 2mmol) /£ 50mL ZEEFIEM. &
WiE & P 218 AmA n-BulLi (2. 56mL, £ Tk & 2. 5M) f £ F iR T H3
3vEf. KiEaEk A B -30CHKEA F BB K6 ZrCl, (0. 74g, 3. 2mmol)
MANFEERTHHE 2 I, FENELZTRERFE T AR
HZeWP. FakdEahk LiCl. BERKEREME T A XK.
BHERANAFEFER. L HR/NHREBERN T ERL
120mg (3. 8%) .

fFEEEREILAMNIKZS
ZR R/ NER[-EHRR (4-@, - FRAER)
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-2-F " A %) 1464 /MAO

£ 100nl B RBEM T, F=—K - ShHE/ AFR[-BHR
(4-3, 5= FEEXRX)-2-FAEA%)]44(0.076g) mAF] MAO E&
(6. 74g, 7. 2mL) ¥ 5FHEH 20 o4F. BB RAI P FABER BRI LE
Fo XA TR (14nl) 2%, AL ESGER Y, MABK =S4 (4. 0g,
Davison 948 Regular, 600CBAK). A EEH 20 54, KBk
OCTAAETT T REAXBLTR 2 54 ABRKEAR, PREK
Bkt —F FREITY 208 3004, AEGBEAN e SR EE,
8 W& B4k (5. 06g) .

%&b 6
99X rac-9-s#HRAC-FEAHFL)LE

9-#%,9,9-R-2-F &
¥ B4k 2- 3k 2 A 42 (3. 34g, 24. 52mmol) A B 9, 9-— K -9-#
% (3. 08g, 12. 26mmol) /£ Et,0(% 25mL) P& BB ER b HF B HEF R
CHELZRTHHF 2 Mo, FENGERERADERAN CHCL(L
75ml) ¥, dEFREERN, FRGER KR, HiZH KEA KK (4 50mL)
RARPEALTT TR, GTHGEHRHKY 9-2#%,9,9-R-2-FLH
(3. 80g, 71%).

9-#%,9,9-X-2-FRAG A - E&
¥ 9-#7%,9,9-m-2-F X # (3. 80g, 8. 66mmol) £ Et,0(% 25mL)
TR R FRAETRAEE (120 £ATETH 1.6MEk)REAEHEFY
RAEMAEFTETHER 1IN, FEAEFERREY. BRSDTEAYS
BRRERK, FEBAKEALZTF®R F29-2#%,9,9-R-2-¥F4
Bk — 4P e (Et,0)0.5(3. 80g, 88%).

ZFE -9-AH%,9,9-RN2-FEHFLALSELGHE
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¥ 9-#%,9,9-N-2-FHAH X —42e(Et;0),:(1. 83g, 3. 69mmo])
#= 7rC1,(0. 95g, 4. 08mmol) /£ X (% 25mL) P RAHE £ R T HH 80
S4k, FAEBEGAK. (RiSpIEFFREARKATRER. £
EXEARAON, CRARFARCAAPERRSDTEAR LR
EEAK, BEMNANESOER-TRERR X, FEREERK. FF =
BERAKERERLA —APXARKEERAFLEALET FR. Fit
¥t B4R E (4 10nL) F &9 5 3 K A CHMgBr (0. 8mL 4 Et;0 ¥ ¢4 3. OM
BER) BB RSBWELR TR 16 24. H=I8K% (4 2-3nl)
A RASYY, TERSYAFTEAZTHFHEER. BENEALZTAK
Rkt B _FHh  rac9-2£%,9,9-N-2-FELEHELLE
(0. 035g, 1. 7%).

2L
LR IHRAHHRY

XA EERE (BRATHEGEES 6 A5G A RMBAHNKZAE
EFHEDORLOBFT. AOZ2RAAKEAAARGFE, TRY
HI & EE F, Ae TEAL % %A (0. 3mL, 1. 5M) . 438 T A EMA S
. AANEZFZANTHAW M psi(6.895kPa) #5 1. 55mmol, Hek ¥
rw., BRERXMIFRM 800nL ZAEAHEAL. AR E B K
FHRAGBEZE, @i KM AH (200nl) Ak mABALH. £ T
A, A% 1 INZE, BFREEAY, FHEIERE. HRE
W& Fo T 3R

FR—FE rac-9-BHRQC-FTEAHR)SBEABLA KRG
ARSI HRABHRIES

ERAANLT, ATFTRAZNEAGEEFMAZFTEAE

(TIBAL) % B4 (0. 3mL £ WX TEAR 1095 &) £ T % (0. TmL) T 65

Kk, ¥HEEXRM 300nl RAFBHALHF MK P 60C. AFAFTE

(4 1-1.5mL) F, AFBEREABBAEMT AP =ZXT LD REXEM
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BB EALR 5 -4 e R B R AEAL A, AL A KA 100mL &% A
AAGEE. BEAGHFT 504, AERREEAH it TZ A,
¥ ELSWEEFoT .

L& R W (RCP)

ARAERHEGABRBAUANKRZETARERDGREGEF >
T.ECZXAMABEKAF RN FE, FTRYOBASEE Y, A TEAL
EBA (0.3mL, 1.5M). g FAERERMALSA. AANKEANTH
A3 e psi 69 1. 55mmol, ek A . ¥R BB X HHFRM 800mL &
KAaBHA. EMRBREEH 60CZE, R TMALHIERLRE
i# it K A @ (200ml) Ze AR, A LH A AARFEZ W E
B, BETHHEE, A% 1IEZE, FRASAY, PHELE
AF L. BREWHR LT

HA & £ R ¥ (ICP)

AALARNEGRBEMANKEZLES ICP HREEFPT. £ L
ZERMABEALTRGFE, TROBFTHEETY, oA TEAL FHR A
(0.3mL, 1.5M). EREMALAR. AAHEEZRATHEAE M psi 1§
1.55mmol, 4k A 7. ¥R LB XA F KA 800nL &K FFRL.
AR p R T0CZ/E, @3 KA & (200ml) 2% M A H] .
A¥greyurn, £ 1 IEHZE, BRREEHAEY 1T0psig B
FRGAEITHEET, FLH/ABAARECWABEIR LB EHEHF
200psig(1379kPa). A AMAB-& L R K, #A M 90-150 -4, KA E
BHAFLENTAI., FEK ICP REWE i T1.

BRAERGT LB RBEAMNKE 1 HFTRESEB T 1-14. &%
R& 14 2.

A RRGTIILE R RN KR 2HTREKE T 16-26. & X
% 3 F 4.

R ARG LE BN AR IRATRORR S 65-T1. AR LA
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5 #= 6.

RRAGEGEERBUNKR 4 HTREAET 72-88. LR AL
7 #= 8.

BRARBALERBEANKZ S FTRESRET 133 134. &%
A& 9 # 10.

R ABRGEE RN KZ 6 HEITRES KRBT 135/ 136. 4%
L& 11.

EoY o

Wit RS EEEGPORELTEARITSTERNZ. HAKE
# Shodex (Showa Denko) AT-806MS ##= % *ir X & DRI KR E, £
145C F 3489 Waters 150C K EE & #, XA 1,2, 4= F4%EH
AHAAE 1.OnL/nin AETHMELS T ERSTESH. HREIAKR
& 300 @I, HAFREXLGREDFLEATLBAFINE. &£
A k=8. 33X10° #= a=0. 800 # 4 Mark-Houwink A% & L R AN W
&, 1& Bl £ VAX6410 ++ AL _LiE 1785 Waters “ Expert—-Ease ” 3k # it

TR .
#it FT-IRE ML AR E NMR 2 R EFHEAE, ML
MERDFHLHEE.

DSC B EERE DSC NELMNEHFRFAFZF B E. BEEIT
0ELARELYMEA m#F 230.0CTF 10 54 FKEE 10C/ 54T
M 230CA# 32 50C., ¥HEREFALELSOCT 504, RELE 10C/
DA THFERM 50C K F 200CHiL RS —Akak, SEASEILE
bl P

ICP R&-WF By ik
¥ ICP RoYWETHR_FEFREMEAA IR, AZEZE,
BbrRedh TR B-TEXEBFRS AL PEOBERTR. EERT,
A 135C Tt Al &4y H A B4 Schott A VSPro #E A 3 A
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23 5w fCE A A IV,
EIEEEN ICP MFRTF, BFFTER—EKSTELF LM PP
5 B s B4k Rk 8y TV,

ICP RS YMa Y H &%k
3% ICP #f % i% %] Polyhedron Laboratories, Inc W GPC £~ & #= %"
. A6 — MR L A&H L#K J. C. Randall, J. Poly. Sci. HH5 AR
A%, 36 %, 15627-1542(1998).
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