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TEREEMRINENERE SV R ERETIE

F A4

AEHEEBATEERMEEAESME, BLASI&FREMET
. BEATE, ZRAYPREEME, e EREEEAE
Bep ZEIB & (Fn, 7E 25°C, 30 atm fE47; 7 100T. 2 atm FEHK)
T, FEZMNEE, XRPEY ERFIRMERNE&TE. Aot
AR REABEMBHEN-TEEREEY, HEEwlgaef
T REFERENS; RRPEW KA BRI & & 7.

BERBA

St T B EF AR SR S A RE S IR S LT T KEN
. R, NTERFENAANRKEE, TE=MEATR: @KL,
S WM. IBERB EENSMRERE. REME, ATHEEH
B RHAEMERETATHARNER, TLFTHIRXHE—FE
SHA:. UzeAFEENABEFERENEITF RSN EFREE.

E2F KT KEFEARAE#E T, (BRESE350 atm & 700 atm)
TEREAES, SEFETERKEEART-253C)R T LUBSHEHY RZ
4 i BB IR IERIfER) . EADNY RZ 2R BB, MEDH
SR E B —FE AR L REENT R —BEEELHRT, EAARW
T

H—FMEARFEESRENY. WE 1@FR, EIREEAEE,
SBMEUE T REENTEE. REFEECETZHTERARTH T
4E, 3t H L. Schlapbach 1 A. Zuttel [Nature 414, 353, (2001)]FT A FHIAE
SR ZAFEFRF LY REEENRNZIROCLEF KNS E
(LiBH,). T, HTF&BRNERTZRKRLELES, TEREBXRISS
SLMER, FENRESZIRE, NWeRBYRESNEHERERZEN
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T AEETEe.

s _MERARFAESBE-FIIELR. FlnfEEm L,4-F - RREFEW
#)[Zn,OBDC)s, (BDC=1,4-Z —REREL) | SR+ H /N LB Z = .
X TFFri& 1, [Science 300, 1127, (2003)]F A F 7 81 N.L. Rosi Fi#HATHI
WARAAMFRKORE. R, X—HEBINEREMEAR, FEB R
5 & BEAY RIS BLAR R B R .

VERE=FERMRHE M REHKRIKE .. BRPPKAERERHAK
T4 (GNF)EE BB K E MM BHNR T L TR 7. Fln, mE
1), %4 Sc RFHEFIR LN, THMNERES S TFRHBRHIIE L,
11 Y. Zhao FTR 8 IR FE[Physical Review Letters, 94, 155504, (2005)]. 40
WAFTR, ¥ Ti BFHEIBRYKE L, RAETHNEXRESS T/
74 R HE, fn T, Yildirim 0 S. Ciraci 73R & [Physical Review Letters, 94,
175501, (2005)]. BRXEFENEKXBEER TERATENERER
B, BNARRULRENATRESY. &&E X EEEMEIE K
(fllerene) LB AKX E KRR, FTU B AT E B LR AT AN MR . BRE
BB EARHKTETMEE 67.5%KE[J. Phys. Chem. B, 102, 4253,
(1998)]; BT AAKE LB £ B ReE 577 14%~20% S [Chen %5,
Science 285, 91, (1999)]. R, BT K EBMELEEFIHIRES B
BOHZ R, FEEGBFRELEFN.

8 T Fh AR 2 R AX(CF3S0y),L). X Bt L BHE L ESR
VBB R TNESYERBBEY, WHARTF 2005-232033 SR AT
K. MEBIZFE, SR TEN 44BN (= & K0 R ) H
{[Cu(CF3SOs)y(bpy) ]} EMR, F HIRH T R EYR [k BEEF
BHINAZE, EREAEIFLRNA, XEATEEEEAEIEH
(MPa)) B Bt e i

BHFHEARBXREETF 2004-275951 SHFAFHREEHE, HF
SHEER. REREAYESILYRARTRTHRE UL EMNTEFE
ERE, UREESBTREANSAYRPNMmEEEmEAERE. HiEw
g B EE(NISO) S ITE £ 8 B H A R B AL Lk A 7 LA E &
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HE. R, EEFKBMP)KEETRENER 1 EE % KRKE,
BT LA SERR R AN T 3%

HAFEAREEEEF AW 20070039473 EH AT, HPL&BEL
YA EBRNENEEYNTHITEN-RE. BRI\ XTE, B
FR- 1R R B {5 LR B (NaV O, KB TR A F= L E AL HI(V.05) B oK« B
5B RNRFITRES, FRIFAENREYRRHTER. BER
EYTE R T BT 1000 psi IEE T BRW M, FrUAREERBELEFNAH.

FLMERWMEEETF USTI015330 MHEEEHM A FHE
2006-0022651 B ik, BT # & H)(expanded) n-HIREHEHITE LR
BAFIRFITEL-BE, NEE. BUOASEHREEFEFELEY S
SMHENTIH)ETELBHAEYRESHHEERRQOC)MEHE®B2 B)F
KRR Y E NI BTSN, FEEESBQS0C)FRE( E) THEMN
MHATHE, SEAUTUET RN R . X—FEFERXE
4. 7E 200°CEREE 2 /MET AL, 7E 150°CERES 7 /MY LABRE . &
FEAFEFEHENTAE 'H NMR ERPRET EREAMIR, TR
5 LA R EE S RN R, EmME TSI .

RANE

AR BHEHORRBEAZ2KMEME. HERBUTETXR
AEMEANFN-ZEERENIEZED.

AR BA K — B R RE— R LR E B 77 R 7 R ) & Prid
Pl-SE LB ENDREWHITTIE.

ARBPHN—NEHRREEANFTEEN-TRERIUNZEY
IR RRA - E SR &Y, DURERIEITE.

st ZEARS - EBREREESFBEI-TEERIANYE
EYIHIEEMR, MASTREEMEREEEE.

BARTTR

AZERBAB N TR EEHE, FEERHTERENFIDEIRS
BUEYNG AT ERNENEREEY, URIHETIE.
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X R\PFEI-TESBEUDE S UMZER()ERR:

A-(OMH,),

i, ARREINGF MEEBUENELH 2 I EEEN—
MIEMERBERET: mBETMAILEMN-)NEY, HHn &R 1~
1000 H1EEH .

EEAMS, ARPPNESFSEEFI-TEEBHEY RN
HE&EMEN-TESBENDESY, FTRENI-TEEBUEYDRESTE
EREVMNEDETEERILEYRNTIHRER

WA, AR\ EREEHEEN-LESEBEMLDEEDHIEEH
kL, MEEABEMETEERE.

DLFE, BEIMEABIERARE. BRIEFHEE, BUARZFAN
FIBEHARSEREREREFTNE Y5 K A FTEH ARG+ 588 5
RN G B E B4 U,

KT R, BEXRTSEAERTAHRMEARWESARONESTH

ARFXEN-TEEBENDEZEVWAE L FRORKRAIEH:
(23K 1]
A-(OMH,,),

He, AREENS T MEBEBHENZDH 2 L EERK—
MHEMERET: m BETMKBLEN-DES, FHHEnREB 1~
1000 HIEE%.

BENLE, BRFEFRNORENFI-TEEBENDEEYEEH
HEERQ)ENEACHEIILEY:

(K 2]

R-(OMH,,),

(2 3]

Ar-(OMH,,),

FEFERQ)F, R AR C2~C20 MEMEB WK RIZE,
C5~C7 JR¥ R E, FH R ERETAILUEE ARSI EIE,

18
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FEHFRQ)F, ArBFE—FMREMFEN, EAKMSEIER Co~
C20 FEHRBEBFEANRI, FHMWBITRS EHRHFAA KR T
LA R ST — BN REFEUR:

EZERQBULERG)T, REArFTUHIEBBHRRER T -NO,.
-NO. -NH,. -R', -OR%, (COR’. -SO,NH,. -SO,X'. -SO,;Na. -(CH,),SH
1 CN HR AR — MRS HERERR, HP R ZRMIHER C1~
C30 M ESES AR, X' RHERTFIHFE RE 0~10 WEE; #H

FEERQFBHERG)T, MRRUEMED KN 2 W—FEIZ Fhit
BE€RBET: mEETMBPKLEN-DNELR, FHn 2% 1~10 %
. MENE, MEMLENR 2~7, TTmAHNHE 1~6 FEH.

FERERR, LERC)W ArEBRAFHTRAZ—RENEHWHNSF
MEHES, 3BTRS HFF S AT LU % B _£iA-NO,. -NO. -NH,. -R',
OR%, -(COR®. -SO,NH,. -SO,X'. -SO,Na. -(CH,)SH F1 CN ffj—Fh ¥,
Z FRELAREEEAR.

O DO DD OO0
COCE}@Q:"
CLy Uﬁ

o)

oo 00 oo GO
oﬁo&)@@*

Do G g

19



200780037873. 8 o P Ee/23m

EAERD~Q)F, M BIEBIENEDA 2 HITER—MEZH
E¥, A AMLEYHRITUEEHESARMENERTE. BNIE
FHE%EE Ti. VM Sc —HMaiZMuRENEEME, XBRHTENGE
#%3@id Kubas &6 RBME. BMIEHR, m A 2~4, BRNENE, m
H 3. FRERR n R 2~6.

EEARETEELEROVEN-TEEZBELDESY IR
EREEME . HEM)BRME, ZMEE LML ZE(14)F% 7R

[ 14]

A-(OM(H;)(H )

K, A M. mFAnEXFELE, 3HqR2 1~10 FHEH.

Boh, ARBPEETEESEIMEMENFI-TESBRELDZE
YRR EYIHIBEERE.

o, AEBRET HEERORRHEV-2R L h%ey, B
BEV-2B IR EVENBEABTIEBELYESDH .

[t 4]

A-(OMX)a

B, A\ M. mfin X EMFEROFHER, HAXZEBF.
Cl. Br IR ERT-

MU ERGRENBVEE GHYZEYEEHLERG) BN FE
RORERLED:

%K 5]

R-(OMX;)n

&K 6]

Ar-(OMXp)n

EAZERG)H R RFE C2~C20 HEFEE W HI AT RFTEE R C5~
C7 fe¥RiEs%:, HEH R UERETSHE RS AR,

EALZER(6)H, Ar BB C6~C20 HIFENHEEFFHWH,
HEMBRFREEARIRANBEEREFITUBIEBR. ENHEHN—1EZ
A ZR R FEUA

20
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EERG)FAERG)T, REAr JUBEBHKGERT. -NO,.
-NO. -NH,. -R'\ -OR%, -(CO)R’. -SO,NH,. -SO,X'. -SO,Na. -(CH,)SH
1 CN 4 R A B —FhEk S A EVRERUR, A4 R ZER Mg E Cl1~
C30 M E AT HIRE L & C6~C20 FHEE, X' RNEERETFTHAK R
xO0~10 MEH,: HEH

L ZERG)ELZER ()T, MARLENMZEDH 2 H—FE S HMiT
BEERBET: m BSETMHULAEM-DIEY, X EXEEREF, H#Hn R
EH 1~10 FIEEH.

FEZEXG)FER(6)F, MEIEB Ti. V #l Sc FI—FEHEFR
F: HAERENE, mE£3 HHnR2~6. EERG)F, Ariiikisk
BHRETRZ—RENEH:

OO O O8O0
@@@c}@@:@

0

f%
ohof%ocz@*

Do G og

pesh, ARBRME T BULFERN@ORRAFN-TEER UK Y
Mkl &1, AT EARERERENBLEFXMRENLENESR
P R(0RRIER ) RN .
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[ 4]

A-(OMXp)s

3K 7]

A-(OH),

[#b#3K 10]

MXn+1

TR @, (DERA0F, A. M. m 1 n KEXS5kER0)FAH
M, XAEEEF. Cl. Brfl I IEERTF

BIEAKAREN-TELE I IEEYHIH & T ER—NTH,
HER @S Y% H B ERCORENIEY, HAKFRDBHE
ik B AL FER@YRERHIUED:

[b#3K 5]

R-(OMX,)a

%X 8]

R-(OH),

ZEERG)BHERE®)F, RRE C2~C20 HEZES MR
bR C5~CT IR R 5 RAT AR EF B F — B E DA,
H#H R ATLAB % B R ERF -NO,. -NO. -NH,. -R'. -OR%, -(CO)R’,
-SO,NH,. -SO,X'. -SO,Na. -(CH,)SH F1 CN £H B4 f—Fh L & FHEX
RERFAR, HPf R'ZE R HIHES C1~C30 MEHEBSHREU R
C6~C20 HEE, X' BNEBRTHAE KRR 0~10 HEH: MARLE
MELH 2 H—MEEHTESEBRET: XENERT: mEETMH
EM-DEIES, FHnB2%E 1~10 FEH.

HILERERBRNLEWEEHZ . 1,3-H8. B, 1,2-F
—EEL 1,4-T2EE, 12-2 28, 1,3-C 28, 2-4%#-1,3-2 28, 3-5-1,2-
BB, 1-TH-14-2"8, 12-F 2, 7-¥F5-12-"FE. 1,2- 5.
13- =, 12- R, 13-, 44-VHC ], 12-+Z
bR EE, 12- TR, 1,16-T/SE B, 1,2,4-T =82, 1,3,5-[X=E2,
13,5-F =8, 123-C=8. 1,2,6-C=8. 1,23-F=FM 123-F=
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EEARKA, BEARRTH.

REARBANEN-TESEIUWDEEDHFETIENTE -
|, ERGOHILEDEBBENLERG)RENLEY, FALEXTH
&9k B U ERORERHILEY:

[##K 6]

Ar-(OMX,),

%K 9]

Ar-(OH),

FEUER(O)TMERO)F, AriEH C6~C20 HFEARBRAFSE
WHIFER, HEMRFTR S EX MR E T L% B R M6
FI—PNEREBMREFER; A ERRAA T UL EHIRETF.
-NO,. -NO. -NH;. -R'. -OR%. -(COR’. -SO,NH,. -SO,X'. -SO;Na.
-(CH,),SH #1 CN S B B4 ) —FP el B PP EUREBAR G H R & R Jhiar it
#EH C1~C30 MEHRIZWHIRE K C6~C20 FEE, X' ENERT
FHH k fAF 0~10 FIEEH): MARUENZED N 2 —HEBEZHITES
BEF; mBETFTMIMLEM-DEES, HFHn BEB 1~10 KB,

EAERO)FUEROF, ArEBEHTRZ —RENFERRF &
ﬁﬂ::
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oL oo o0
CO O Co Cp O
GOSN m()
oo 00 o GO
.&oo&@@*

BB b oy

A LR AR S RERREN ST EIR S ERINLEDERL
2ROOKEY, BT S SRS EM A ZE =8 (Fluoroglucinol).

ARPRENEB SRS & FETULHMUTRERE
.

[RME 1]

A=(OH)y + NMXmyy —— 2= A=(OMXp), + nHX

BUEXNMERELEDSL%ERQOMNUEY 2 B TER
B, FEAEWNHREBRMELED0)FIEBR T NTTREHZER DK
FH-TEEBREEY. ATLURIIERH . B, X, ZHFRER
O ERMTRER .. EdEEMLEXNDNENFENER, 885
A RER=REENEIRN. HTHER(NONEEIUI S TS
FRBAKS BB R NTEELARENESBEADEN, FUEEK
BB NARMANEFYERSARE T#IT, FENIFRE S
JEHIENER . RIMBER 60C~120C, ELEN 80CT~100T. RN

24



200780037873. 8 oM P FE1/23m

SRR TEBRERMCEEX)RERI=E. KNETER 3 ANF~24 /A
i, BEAUER 10 AMET~20 /DT, BEE, LLEXHENBFILERNES
YT EBR R R AYRAB 2. BT RERESG TEIFEHIES
ARBEEBERZRENEN . EZTHRED 1K, EREHNED
5 /NEF, BEHEV-TESESMREY.

A, FARARYET HIEEN-TEEBENMDE YN L, L
AEENFE TELUEEBAREZRQDNEN-TEESRE YN
LR RNRF SR ZEROPNEN-TESBENDBEESY, LT
PLUR R ()RR :

(2 1]

A-(OMLy),

[RME 2]

H gt

A—(OML,), > A=~(OMHp,),

EAERADBERNRQ)T, AM.mfAnWEXRALE, AL L
HEER, L A%ZREH, REXGSEIHSEBRTEBRKEIT. L
K SE Bl EIE R EET(X). -ORY. -NHR’. -SO, #1-NO; %, H R*# R’
FIZHE B C1~C10 MEEER LI E . H p RIE\EM BiL&0-1D/(L
b EFE. L FLEMERREBEEIIEER LHNBHEE. &R
F(X). -OR*. -NHR’HI-NO; #I L B4b&4 K 1, T SO~ L ML&4
H2. MEMBPHMUENN 2~7 FELBLEN AL, Up R 1~6 Kk
¥, BRUWERLMLEME2, WpAFO05. 1. 1.5, 2. 2.583 Mi1ME.
Flitn, MEMENN Ti BFHFE LR M SOTHET, MEH q=4 1
th &% R A-OTiu(S0)s, BUNMZEROGKERERKE N
A-(OTi(SO4)1.5)s5

HEX()FINED B ALER(2)BANRFLED:

(2= 12]

R-(OMLy),

iz H, R MH n FEXSHERG)FHER, AL Mp e
M EZERADFHFE .
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23 13]

Ar-(OML,),

ZiZATF, Ar. M A n BB X E54ZR(6)FHE, FHL MpHE
X 54ZERAQD)F A,

BitizaERELRE. ERREBRAMEY. ERHERE. £RNE
e BB U ERENEY(A-(OH),) KR N EEH H &1L
ZROADHLEY. HERNE, L RRNERTX). 4 L BRERTFH,
AL ZER @B EN-TE & B YK YR~ ZEN(O)FIF -
RERBEY.

T ILF RGO BY-TE LR LB SP1E R ER1)
HEV-TEEBREEYTH—PEHHED L EXREIRT), KERF-
HELEBENDESYRIFETTIE.

SHTFUEAYBRREN-TELE DR EDI DU ST
¥k, BT LAE A L6152 1) 2 [R) B 45 PR R A0 AL B I S B peT 4 R B
HEFEAERERRFANERET KA EHENER TR, &
TEARR FSERXERE, T URARTFUEEBRARITERT
)BT H A BTV

Hoe, MERXR AR H, SEEAER, UWRERES &
BeLh, FinRBERAI(NaH,PO,). TRERGI(NaH,POs). BEERHI(NaH,PO,)
B BE R M (NaHPOs); £ RBE 4, Bl E 404 (LiBH,) . S48
(LiAIH,). BIEAEI(NaBH,). SHEHNaAIH,). WIEEMe(BH,),)-
SALEBE(Mg(AIH,),). TEAE(Ca(BH,),). EAEFS(Ca(AlHy),). &l
8 (LiH). S4b8INaH). S KH). SEMgH) A E5(Cal,); H
B8, FHLELE LR, 0 C3~C10 i) 2-Bm R AR NA K —FE £ H
Sk, BREHIR, 1% B —HE(Z & i NaOH 1 KOH S8 84
F R AR SR EAFNEET, EEEBAETHIT 1 D ~12 /Dt
BmER s, EBLREFEREFEN-TESBENDEZEY.

AT RREARMNDPFEN-TEEE SR SYERE TS5
Ko ARENEBENDATEE R &, Bl kA B AL

26
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H, S#fME Akl R MRS EStNESE K. RIEMENUT
DF ) EREFE-MHEESMHELE, DEFTREENS &8 2-52
bejg: EREEFNEN S TAEF AN S TETRREEMENS o
MR EEZZERTHEL, 2)EBENY, A& BELYE bERRE
&G TELREREMTNERT/KEBMNTERES. MEEH 2-
REZEL 2- T BEER 2-B5ti2. k(A B8 (LiIBH,). WIS LH
(NaBH,)FIFIE L BE(Me(BH) I — MRS FYIRIE A S BENY), WS
{2 sy .

BEAME, ridmalimiamUl ToR:

DERATHEN-SEL B IDEESY: EVEREMLDNIER
EACHE(LiBH,) TS 4b BN (NaBH,)FIH S A B2 (Mg(BHL),) B —FPER 2 F
&Y FER 2-BIREN 2-NEEE 2-TER A, MTH&RNESY;
A1

by BTid R IR E )5 I N\ 5 & B H S NS S B B 7E Bl
TR BIRIREY) .

A LMFEAILEE Pt. Pd. Rufl Rh W—FEEMERBEAFTRELE
. BERUERE, TUERENER 0P BEEEENEERD). 5
ZEMEMMFIKBET AEREENBECY). A TEMTNATREASA
P LT A TEMELR, LG prid s & B A WFIVE NI L L
FURLF, BriRIEsyHENTA B TR A LHEAREATIER. FridE
A Lk B A BERM R, —E AR, FAEM A k. DT E
HRFTR R EBRENMFINBET, R RSB EAFINABEN 1 EB%~
20 EE%, NIEN 1 EB%~10EE%, BMIEN 1 EEY%~S5 EEY%.
MEZENTF 1 EE%, NEHASALNTBEHTRM. mRZEKR
F 20 EE%, NWHTHRRAR 5T R RT3 A 89 &

ESE b, MIENENASELINTIHEHEBELYAEE
A RS, FEEARNMIERPFERN HX BF08. FREEea
#5 NaOH = KOH % .

SFETAMER K, HTFREAEFENEEMAIFRF -
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BEBENDESYNER, UEFSHEONEMBANY T Hl&&4, g
A2 BB EARMYVIEN-TEEESiky%al). Sk, F
Ax. REBEBUFIINERNEBESYPHER, FMPTHMNN H,EH
Eh.

BRNBEYHRREN-LESEIIE SR EERN 0.0001M~
IM. {34 0.001M~0.5M. EALIEHR 0.01~0.1IM. MERNEZFH
Frid&&/F 0.0001M, WF]EexE IR HIT IME R sk, TR AT
SERT IM, URMNGEEYRBEERET R T A Gl KUt R EI=Y) .

ENBEDTFRRERENWHIEERN 0.000lM~30M. kR
0.00lM~15M. F{Li%&N 0.01M~3M. MBERNERIKFRGSENT
0.0001M, RIT]EEME AMIEZATMER K540, T RARFEKRT 30M,
) 5 R J& 7R P BB B B P A Be R SRR B =4

RNIBEPT 2- 52522088 0.0001M~30M, {itik4 0.001M~
10M, FELi%A 0.01IM~3M. R KNELEFHIFEESE/NT 0.0001M,
W E] BERE AT B x4, TTUWRFREERT 30M, URMN/F
=PI BE R M B P A BE I RYERR B 4)

RNEBEEDTFHAEELDNEEN 0.0000M~18M, L&A
0.001M~6M, FALLEH 0.01M~1.8M. R RNERTHFTREEPNT
0.0001M, M| HCI BIF=#1§F MAREEHT, RMEELHPERS
=B, AmslEELSERNERECRRE. RAREEKRT 18M,
Wl Na Bt B4R SHE A, NTTIE S B M &

UEN-TEEREIUDEEDNET, RMNBESYTHAREEE
WIS E N 0.01 BE/R%~50 BE/R%, RIER 1 BE/R%~50 mol%. WIR
RS BEARBERNT 0.01 BERY%, T EEMHEUAIERIT RN,
M RFFREEKRT 50 BE/R%, W JLFAGe R4S 5 1 BIR0R T 2 R A
A7 HRIBR 5

SEBOPESENNEDN 1 BE~30 B, %k 1 B~20E, Fif
HH1BE~10 B, MBZEHDF1E, N ERNER, MR
ZEAKRT 30 B, NETE IR NV /.
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B b)F FEIR T BRI RREERT R4 1 /NET~48 /BT, HRIEN 1 /)N
if~24 /N, BERER 1 DB ~12 /M. R RBFENF 1N, T
A RE IR AR, TR & RA BT 48 ANaF, RATREHILR N4
iy

ME#HABEME L, KPRINMERT B HELREFFIEH
B RH.

Frid B HEMER AR R B BEERFEANEE. —HREME
AL B AT LAk § TMS;CH. Bu;SnH. PhsSnH 1 Me;SnH. 7EFTiA B
mEMER =P, K AIBN f1 VAZO (1,1-BENGF i F )%
BEHESIRFE B HERRN—REEH.

Wi EENSEN S, Sl BEN, MEZHERFITH
SHYBARNTTREEI-TEEBEADEEY. BHEMNER LS
Frid naE e s —#E, HMERSARE THT, HFAREFRAUESTR
AU BER G RAEA TEAER), AT =4 & B SRR Y.
ATLMERBIa NERR . B, X, S FrasiEsan.

A, AR\ARBETHEINEBENDEEVHIFNEHE, EHER
FBUTHSER: |

OFEFRENBELEXDRENEY S B FERQ0REFR T
E£BRWYRNATTREHALEZRGORRNEN-TEEE UL
a4); F

() EEFENHFE TN ZRNGORENEY-TELB USRS
YIHZ BT EEBRENDE Y.

[ 1]

A-(OMH,),

[t 4]

A-(OMX)n

2= 7]

A-(OH),

%K 10]
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MX 1

AR (D). (4) (DE(10)F, AiEH RE Ar, H RARFE C2~
C20 I E BB R, B C5~CT BRMiEsiEE, R RS
UEH—PERSMAEME, FH Ar B C6~C20 FIFEHXHRAFTH
EWHFR, HEAHRITRT EXRERIRAREFILUEIEBR. FAM
R — AN B AN REFEAR; 3 H R A Ar 7] LI B IR E T -NO,.
_NO. -NH,. -R'. -OR%. (CO)R’. -SO,NH,. -SO,X', -SO,Na. -(CH,)SH
1 CN AR AN —FREHBRARRAEF R ZER BIUHIEER C1~
C30 W RSB MIEER C6~C20 HEE, X' ENEEFHAKRE
0~10 HEH); HH

MRZNHENELH 2 H—FMBZTHLEERERT: X BRNEERET;
m BETM KLEM- 1)L HHn £ 1~10 FHEEH.

Xt T £ B(i)F UEHIRREN-TEERE S HDEEDHI i
Y& BT, T LAME A SERIS 2% 8- RIRHE B SR A 47 8 & ik
sifk. BRERHMER B BELERFA A HES KA 8 BEME K L
RN, ERAERRTHRSEWTE MAURARTUSEEBREE
BFX)HIETE A T

W P 132 B

B 1(a). 1(b). 1(c)F1 L()ER THREEME AN =FRBUES A
MRS .

K 2 BRTHREREHAN LR, REEEE 13-W2F
BT LR TFRF SN ESE .

B 3 ERTHEPESFRUGESHESZHABEMENLES
¥, IR HEEEMERBEARBA—EH TN RFEEEE 13-
W _BEHS T LSRR FRFTAES

K 4 REHMERT ISR KRN

5 B 1,4-XUSFAE)FBE K 'H-NMR EE .,

6 & 14-SU(ERAE)ZEE B PCI-NMR %,
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B7ErRT 14N =ZFHER)EE LA EDS 57174 R

RARE R

IAER TS 7t i B SR E 4 #iah 2 & B ) — MR SE e 7 =X
MBEFHR. FIR#ERAN T HERRAFTBIEAEEREARAANRGER
SHSEILA R, MARETREARBRIEE.

[SEFER 1A AERIV)) A BE £ (propenoxide) # Hl %

OH OTiClg OTiHz

<iOH <:0Tic13 <OTiH3

(WA EFHE) N EE LK%

HESAET, FH 250 ml NIEELELMAMEEAV) (2.9 ml,
0.026 mol)fEZK(40 ml). [AH TP EZBHFINMIKE T IUEMKRE(B0 m)iT
1,3-FA Z/##(0.988 g, 0.013 mol). [BIJi ¥ K NS HTE 90°Chn 24 /Mt
MNERRN. ANEXERERE, JERNBEYNTERER, ¥+
PAE4E(100 ml)FlZ R ZER(100ml) ek AT Z R A RNY . EET
B, DL 9S%IIERABR 1LS-WN(ZEAE)REE. FR: 95%, 'H
NMR(DMSO-d6) §: 1.6 (bs, 2H), 3.4 (bs, 4H). ESI-MS (IE#R,), m/z (F8%F
BRAF): [CsHi(OTIClsy),-H]+ 380.4 (9.9), 381.0 (9.4), 381.1 (100), 382.0 (23),
382.4 (10.1); X} CeH305TisCly I ATt EAE A : C, 9.47; H, 1.57. =ZE
BH: C,9.56;H, 1.6%.

(Q)I(EALERAV)) I EE L ] %

AESFRET, [ 100 ml =3 REFEHRDN BT IRB RN (= FALED)
RIEE£5(0.06 g, 0.18 mmol). [AHPHRMIASTHMG g)F 2-FNEE(50 ml),
H BB ERMEESYE 65CTHEE 12 /Mit. M EBMELSN S —BEFR
e A AR AE TR EREPIC, PdEE: 5 EE%) (0.1 g)FIEE
LA K EEI(IM, 20 ml). $EHE 20 SR, SR MPUEHIEFHREER
WEOREEE AR, FIE S BREATEAES. R TTERMES
YIAE 65°Cind 12 /N AT SE R R B 6

AHNEREEERE, TRXMEAYNTEZBRER, HEHEEEK
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(500 mD)BINEEYF . =& HE00 mHEE 3 /G, HINFEE10 g),
RS AR AR R SR 30 40, HidiE. B A RER
EaEBRER5, FINBERKYBTESTRMNTGEL 80%H 7= RIKE N
(EMERAV) AL . %K. 80%, ESI-MS (IFHER), m/z (FAXTIRE):

[C3Hg(OTiHs),-H]+ 173.5(9.9), 173.8(9.4), 174.3 (100), 175.0(10.1); X
CsH,0,Ti, KT R EE R : C, 2045; H, 6.81. MEMEN: C, 20.5; H,
6.9%.

[SEfEf 2]1,2,3-Z(EAERIV)) T B £ 1K) H) %

—OH — OTiCls —OTiH3
—OH —OTiCl; —OTiH;
L—OH L—oTicl, —OTiHs

(D1,23-Z(=FUE) R E B Hl &

AT 1% 1,23-=(ZFAEK)NEE R, 17 250 m] XEAEELM P B 5L
IIAFALER(IV) (2.9 ml, 0.026 mol)FAFR (40 ml). BE)5, MEPEIEFM
HIEE T ISR (30 m) B H #1(1,2,3- A =B¥) (1.196 g, 0.013 mol). [E¥i
TREBIFREYTE 90°CIn# 24 /N AT SERRR R .

AHEMIERE S, SRR NB AV ERREF, H LS (100 m))
M2 ZERQ00mD)EHENTT ERBRORNY . EETHR, 5% 900%™~
Y 1,2,3-=(ZFAE) A EEE . 72 90%; 'H NMR(DMSO-d6) 8: 3.5 (bs,
1H), 4.3 (bs, 4H). ESI-MS (EE#R), m/z (FEXTIRE): [CsHs(OTiCls);-H]"
547.5(9.9), 547.6 (9.4), 548.0(100), 548.2(23), Xt C;HsO;TisCls B4 HTHI
BAEA: C,6.56;H,0912. ME(EA: C,6.6;H,0.98%.

(2)1,2,3-=(EMHEAV) R EE LB ) &

EESFET, W 100 ml =ZHEAELFEERFMETRBH 1L,4-W(=E
E)EE £(0.52 g, 0.95 mmol). FHEFFRMEEGOmY). =(ZFEFESR
) 55(TMS;CH) (0.1 g, 1 mmol)F1 AIBN (0.05 g), F##iZEEY. [
B RNEESYEE 100°ThHnH 24 /AT R .

AHENRERER, SERNMBEYNATEBRERN, HHEEK
(500 mD)EIANZBEYF. UZFKFH(200 m)EXE 3 R/, HINTRERY
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(10 g), FHEIFHRENHBBRESYIH: 30 o5, HdE. Eide
FRREARARBER_FTR, XNRKYBTESTHEATTEL 70%8 =%
KRB 1,2,3-=(EMRAV)AEEE: . =K 85%; ESI-MS (E#RX), m/z (48
XTERAE): [C3Hs(OTiH;)s-H]+ 241.3(9.9), 241.5(9.4), 242.1 (100), 242.5(23),
242.7(10.1); XJ C3HsO5TisHy RIS AT BIVHEAE N : C, 14.8; H, 5.78. WEE
H: C,15.2; H,5.99%.
[SEHE6) 3IEAKRAV) Z B E: K% o
iHy

OH |::O'l'iClg [:
[: OTiH,

OH OTiCly

(DX FAER) LB E I 2%

H THIEUEFAER) R, 250 ml R EEBP AL
£K(IV) (2.9 ml, 0.026 mol)FI R % (40 ml). BEJ, [MIEFPEEBRMAEET
IO &5 Bk (30 mi)AY 2 —E2(0.724 ml, 0.013 mol). [Bli% T KB R KRS
90°Cin# 24 /NEF T TE LR Y

AHERERERE, TR NIE -SSP ERER, 3 L 2 52(100 ml)
N Z % ZER(100ml)¥eds, HHETTHRMATLL 90%HIF= EIRE (=R 1k
2B . R 90%; "H NMR(DMSO-d6) §: 3.41 (bs, 4H). ESI-MS (iF
), m/z (FEXTIRE): [CH4(OTIiCL),-H}+ 373.5(9.9), 373.7 (9.4), 374.5
(100), 374.9 (23), 375.8(10.1); Xt C;H,0,Ti,Clg FIAHfIvHEERN: C,6.5;
H, 1.1, JEMEA: C,6.6;H,1.15%.

(Q)IUEAELIV)) ZEE 2L 5%

EESFET, /100 ml =3RRI FrRE (= FAILEK)
Z B2 (035 g, 0.95 mmol). MHEFHEMEBE(SOml). Z(ZFEFREIE)
B 4% (TMS;CH) (0.1 g, 1 mmol)F AIBN (0.05 g), HIH%ZEEY. EWR
T8 RN RE Y 100 °Cin#t 24 /NES AT SE RS MY

ANERERER, HERNMNBEYNTTERER, HEBEESYH
1B AN ZETE/K (500 ml). BA & B 55200 mD)ZEER 3 KJ5, A INERER4A(10 g).
BT E RSB RSYHEE 30 28, ity @i fFAkEEE
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RBEBRZEAFR, NRKYHITETTEHEMNT U 70%8 7= R HREBNE
hEkav) Z . =#: 70%; ESIMS (EHR), m/z (X RE):
[CH,(OTiHs),-HJ+  373.5(9.9), 373.7(9.4), 374.5 (100), 374.9(23),
375.8(10.1); X C;HO,TioHg B M HITHEAEA: C, 14.8; H, 6.17. HllE(H
#: C,15.1; H, 6.2%.

[SEHED] 411,3,5-=(EAMERAV)ZE R H K] &

OH o-1Ck L

HOQOH CBTi\OQO/TiCb HaTi\U/@O/ﬁH3

(D1,3,5-Z(=FR)EBy £ K] %

HEESFET, M 250 ml XHEELFERMEAEKIV) (2.9 m],
0.026 mol)FI B2 (40 ml). [a) H AP Z 18 AN T Y Sk (30 mi)i)iE]
FE=FN(1,3,5-SFFF) (1.63 g, 0.013 mol). [EIFR ¥ RNIEEYILE 90°C
I 24 /NI T SERUR BE .

AHNEREREE, TR R NIBEY T 2R, FLLSHE(100 ml)
M ZBR ZEEQ00m)BEE AT ZBRAR IR NY) . EF T, UL 95%1)7=
RIBE) 1,3,5-Z(EZRAEK)EF . 72 95%; 'H NMR(DMSO-d6) §: 6.52
(bs, 3H). ESI-MS (IE#E3), m/z (FAXT I8 BE): [CeHi(OTiCly)s-H]+ 571.3 (9.9),
572.0 (9.4), 572.3 (100), 572.4 (23), 573.1 (10.1); X} C¢H;05Ti;Cly 50 H7 1
WHEER: C,12.58,H,0.52. MEEHR: C,12.35;H, 0.58%.

()1,3,5-Z(EAERAV)) 2B £k i il &

EESAET, M 100 ml ZFEREBERMAREBH 1,3,5-Z(=Z&
W)W £5(0.22 g, 0.18 mmol). 7K FFINRE A3 g)F0 2-FNEE(50 ml),
HEBBRKBEYHE 65CHFE 12 /T, M ERBELER S —ERPR
IS T8 L AE(P/C, Pd & 5 EEY) (0.1 g)yFIEEAMKEBAM,
20 ml). #EHE 20 pE)E, EERMTUESIFFHN = CEEMR)EH L KB
W, FEES BREADTEASR. BR TERNMEESYTE 65T
T 58 R Y o

AHEREEESE, TERNEBEEONTERER, HFEEEK
(500 m)BINZBAEYIF . ULZEFH(200 mD)EER 3 IKfE, WINFRERH
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(10 g), HEIFHRENHEGRESYHE: 30 28, Ik, BitfE
FAMERRBZRETR, NRKVBATETTRMATEL 80%HI~=%K
R 1,3,5-Z(EHRAV)ZER L. =% 80%; ESI-MS (IEHER), m/z(H8
XT3RFE): [CeHa(OTiHs)s-HJ+ 275.8(9.9), 275.9 (9.4), 276.1(100), 276.6 (23),
276.8 (10.1). %t CeH;OTisHy RIS AT BT EE A : C, 26.08; H, 4.34., #li%E
EH: C,263;H,4.5%.

(SEREBI 511,4-FUEAERAV)) R B 2L FT &

: OH OTiCls OTiH3

(DLA-SUZFAE)ZEB H B &

AT HIE LANEEMHR)ERE, EESEKET, M 250 ml XM
B B B SR I AL SR (IV) (2.9 ml, 0.026 mol)F F 35(40 ml), mE
BN INAIEE T IO E (30 mD) AR BR(1,4-F225K) (1.5 g, 0.013 mol).
[B 3T #r S S VB A 0 7E 90°C N 24 /it TG 52 AR B

AHEXREREE, TR NIEESY N ZERER, 3L 252(100 mi)
N ZER ZE(100mD)PEB M ERZERBIRNY . BT, L 900%™~
REF] LA-NEEE)ERLE . F7F: 90%. 'HNMR (DMSO-dg) d: 6.48
(bs, 4H). ESI-MS (IFEER), m/z(F85H 3B EE): [CeHy(OTiCls),-H]+ 415.2(9.9),
415.3 (9.4), 415.5 (100), 416.1 (23), 416.3 (10.1)o XF CH4O,TioClg B4 4784
WHEAER: C, 17.3;H,0.96. MEEH: C, 1735 H,0.99 %.

(2)1,4-F(EALERAV)ZEE £ 15 %

ZEESAET, [ 100 ml Z3FE KM FRMATREN 1L4-(=K
B ZEEY ££(0.074 g, 0.18 mmol). FMEFFRIMMEAMG g)F 2-HEE
(50 ml), 3 BHBRKIBEYLE 65CHPE 12 /Pit. M CBEIMEER T —
BRI AR TR ERE@PUC, PAEE: 5 EE%) (0.1 o1& LI
IKEEIR(IM, 20 ml). BEHE 20 7059 J, RIBRINTAEHIEHFHIIUZFALEK)
K EEIEH, FE S BERMEATEASR. R TR RNEEDE
65°C M FERBUR B «

BAHEREBRER, TERNEBEDNTERERN, HBEEK
(500 mDBEINEEH . L -EF 47200 m)ZKEX 3 KJE, HINGREREA(10 g),
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HETF SRR E YRR 30 240, 3. B kREE
ERER_ERR, NRK{AVBTESTREMATL 83%H~=RKE 1,4-
WEAKRAV)ER 2. F7EK: 83%. ESI-MS (FHER), m/z(F8xT3RE):
[CeHL(OTiH;),-HI+  209.7(9.9),  209.9(9.4), 210.2(100), 210.8(23),
211.5(10.1). X CeH O, TiHg KIS T HITHEAE N C,34.4; H, 4.76. WE(E
H: C,35.0; H, 4.8%.

[SEREB) 61 ALBR(IV) By #h H) il %

(D=F AR EF EL ) Fl %

AT HIE=FUREBR S, ZARSEET, 1250 ml SEEERERK
B EIAEAERAV) (2.9 ml, 0.026 mol)F1 B (40 ml). [ EBRIN4T
JRE T HEEG m)FIEBFEERE) (1.22 g, 0.013 mol). [FlFE THETEBHIR
A YIEE 90°C ik 24 /N ANTT B R B

AHEREREE, LI RNBEEYMITERRER, 3 LS 4E(100 ml)
MZEE ZER(00m)EE, FETTE, MU IS%EF-REBE =TS ED
th. E: 95%. 'H NMR(DMSO-ds) d: 6.8(ds,2H), 6.84(ds, 1H), 7.24(ds,
2H). ESI-MS (GE#I), m/z(#EXT38E): [CeHy(OTiCly),-H]+ 245.86(9.9),
245.89 (9.4), 245.9 (100), 246.23 (23), 246.5 (10.1). F C¢H,0,Ti,Cls B4 47
FIvEEAERN: C,29.14;H,2.04. ME(EN: C,29.5; H, 2.1%.

QYEAEKAV)ER 2 1) %

ZEESRAET, [ 100 m! ZFEREERD T REH =8 R
££(0.23 g, 0.95 mmol). FHFFMERGOm]). (= FEPREERE)RE
(TMS;CH) (0.1 g, 1 mmol)Fl AIBN (0.05 g), FHWiZBEEY. ERTH
RINVEEYLE 100°C N 24 /NI SERLR B .

AHZHERERE, SERNBEAYNTERER, FBEEK
(500 mhBFINBED T . LZFFHE(200 mDEEE 3 R/E, HINGTREREA(10 g),
B IS A R RS B S YR 30 b, e, @ FREEE
RBER TR, NRKPHTESTRMTLL 70%8 7= 2RGS0
BRAV)E®BE. F: 70%. ESIMS (EHR), m/z(H Xt 58 E):
[C,H4(OTiH;),-HJ+ 143.09.9), 143.11 (9.4), 143.5 (100), 143.6 (23). Xt
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CHsOTiH; FIAHTHIvHEE R C, 50.34; H, 4.89; WEMEN: C,504; H,
4.9%.

Tk sz

VEAEM BN AR BHENERENYEEVESTTESBNE
Z [A] ] Kubas 4 & 66 R BRI IRIR B AIRE I &4 TR,
hoh, B FZREVRBESENMIELE, XRATEMNHREEE
HRNEE, ETE BN E S TR A MEM R AT R
MEEATEBME, HASRUEBRNENEERLR.

EREHFN-TELEBELDHH T ERENNBREREN
AP &M T U R E & ERYREN-TES B EAY).
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{a) (b)
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ABIIRHFRE)

NaOH + Pd/C #§{L.5%] + H;0

2044475
I-10

RBI(E5C, N, 4 kB

R 4 + NaBH, + 2-#&B%

AL, A

FE iR/ 0

RE
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eiTio—

1.234

THF

41



H5/61

I VR

[Ty

3

200780037873. 8

30 2o

Z18 1s

Sxaasueied HBupssaIvozd - 13

00°1 24

0 g9

H 00°0Z &1

0 gss

Wi MaH

ZHe 0T20£1878S as

FBEYT . Is

szelauiered Huyesaoorg - Zi

. plile UK

wdd. 000" 0¥z . us

n: 65951 1" €11 SINATI

T 60067 051, no.mm

0ZE

4 onz

sxajauwesed voT3TSINhaY - 14

ZHR SL9bCHe~8% 1043s

ap go¢ Sm
39800071

aUmm Uaz

=oxamuxs 17 TINNYHD E

p i

M xcex

1d

ax

da

ma

) )1

Eaid wﬂm;nb /] ov

™ :.mmav ¥ SHNAIY

H 160°L668% HMs

84

5ZTY SN

ozd 1IRIATOS

860¥% Lo

bz oo¥a1nd

._..unawu.—.a__ oy § aHE0Nd

Ideds HAMLISNT

91 v1 omry

£250L00T “aaeq

savjeereg uorIisInboy - 23

aNo0oua

Na ONdX3

Lyl —eymueyszeo hei a1

slajswerey vieg JUII1InD

oSt
el

9

002 052 00 OSE

ooy oSy 006 O0SS 003 ©0S9 002

TLL69

1DS€ 64 h OSNAF 4

42



200780037873. 8 L L 36/6 51

1004 %8

0 2 4 8
Full Scale 306 cis Cursor: 7.223 (1 c1s) keV]

7

O VR NP L mad

AR L

43



