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*&7'7“"9?5@7}_%* , 45 1 4’6’3314’22‘& R, F= Rs, 5 R, Fo Re 4L+ ¥A
HEREBHATRRREEY, L+ o031, IF X TAEATRLEMYG
—HRESBERTATMAREMY —HLAE. REVWFRIETU
RSB, RTARBIEH RAHRRL, ERETTUFHIMERRLEN
FERAE., &%, AAEXRELEAHREYTARLRA A b A5
EAEEREFREEAN T GoEHLARHF, Fl@ddEt 3
RABLFAE-_SBERBERES (EHFREFTEHHATTARAL
“Cyclopolymerization and Polymers with Chain Ring Structures,
ACS Symposium Series 195, George Butle #» Jiri E. Kresta 4% %%,

18
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$2 3H84F) . IRBRTATHAFTAEA LRI TLEIMNH
MBRE -y ETRENEXRIHNREY, B 3 7. HK
LM ENTRARARATAL AR KA. AA. RRA. FARK
A BT ARRAME T AL,

RN, AL ERRAE YT oA@ i 3k 3k 48 3 5T AR 69 30 9 A
Mot AR RERERBLFMEE S —HERBHERAR
R, A AR ZARAEART REERTHF. (XHRESFTEY
%) A JL Shun—ichi Kodama et al Advances in Resist Technology
and Processing XIX, Proceedings of SPIE Vol. 4690 % 76 ® 2002;
WO 02/065212, & W0 01/98834-A1) . ARFF X, FiFZMHT
AHBERBLFTH AKRBEOREGHG T AKRFTF, AREMEETA
AOCA A H 4f3% .

19
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Ra Rd
(- Ra-Rb——RciRd-—> <__ Rb/ \Rc—Rd—> (__Ra_Tb/ \TD_>
R/e§<R9 n Flie !Lg n ReXRQ n
o XK

Rf Rf OH

Ra Rd
(— Ra-Rp—Rc—Rd ——) (“” Tb/ \TC——CHZ———> ( L Ra—Tb/ \TC_)
R(a \Rg n Re, Rg n Re
< = <
f Rh

RA I v v
HO HO HO
v \Vj Vi
X /X\ Ra Rb/X\R
— o
<“— Ra—RE Rc——Rd—n-) Tb Tc——Rd - | ‘
H,C Rd
—_— Ra HC n 2 N~
Y | y
| OH [
OH OH
VI Vil Vi
Rf= UK C1-C8 Y= A SRS AR RER (C1-C8)
Ra, Rb, Rec, Rd, Re, Rg, Rh = X, X=CF,, O
AR SRR A

Ra-Re fe Rg LT AL, L.
REp A RAREARAK,

B3 AAmMaEsAn—KRHEERREY

BF X FAREE B A A AR - 514K AOCA A B R 378
;AR A A J A R4 %2 ROH,  R,0CH, (CF,).00 (n=1-8),
R.0(CF).08 (n=1-8), R.C(C.F;).00 (n=1-8), R,0CH,(C,F...),0H
(n=1-8), R.CH,(C,F...):00 (n=1-8).
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FLA B AR B 4 B8 B AR H0 4 RAL 8 R IR BAR G 4 TR T A 4,
ArBAR#—F 548 R4 ACA XAMWREY, Kik4 A BOCME
BRENREDRE, FERLAGREY.

o) ) Fey)

cm\\‘;><:jCH2 F2Q CH; F& FHz

CH
F 2
Rt” TOH CFs Rf

OH

——F,C—CF—HG-CHy— — CF-HC—CH,;— I
( / \ ) < cm/ \ ) ( F,C—CF C\H;)
/

CH /
F,C CH, \ 2 FoC C
e e,
H Y Y CH,
I hoo H )
i i |
OH OH %
HO
\Y} A\ Vi
X /,X\\
<—cm—Fc/ \/CF——CF r‘) e 4 CF_CFZM)
F,C HC
CH,—CH NG
2 l CH, \\Y
¢ \
| Z
Z\ |
L OH
Vil Vil

Rf= st & C1-C8

Z= CFy C(CoFanr)zr C(CF o) (CiHanay),
n=1-12

B4 AAmeEiRnRs RuLRxRedY
AXRUREHOUIELZY —FEM 1KLL, REMWNSAKL
FRRELAERIS AAREEREN L AP R B RN RON 4

21
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A AOCA AR WYt —F R E, REERKAHTLER AOCA 3%
HERTURSFIRLAHGRESY.

EREXREEANFARLNGRE, 2FRARBAANRAY (44 %
RRERERE LAY RYRERY ) A4 A0CA K F #3%, M
MET—LBEAARAINF /R —LEEARIRIRIETHATRH
%, Pl HARTMARL. AL, FoRlet, BA. LAR
SHBEIWANKRTFHEAASISGABRE (= A FARE . FAAMBE
REMOBZARZEY) . £Ri, BEATUALXAFALTEARZLR
A (C=Cn), FH4RALIFAALGRE C-Co), A BEBL (S0,CH,.,
n=1-20), FeAS AL (FA C)HH, LKW, BATUAL
B %) 4= CF,-CH~, (CF,),~CH-, CF;-CF,~CH,~, CF,-S0,-, CH,-S0,—, #=
CH,—CO-23t 3%, \

RENTARZRNRELTUARERY, HEF HeEhkeTiL7)
ANREAYY. BEASRKREZEANARERGHTFRAEREH. AR
TEEABASRELE R B NGER A HIT A, LIEFRIE %
FRERFEMGITEYS . TRAKREF. 4, S TFEASHREL
B REY, CTUAEREORLIFSRAHERGL LT, &
FEY—REM I HEAGERRODETUASH R AR MR
ZWFe | RAERRF S ALY BERAE R L EL L.

ER-ANREFTEY, ERYOELEM 1L, RALTER
WM—ANERIEEZLAHN B R AL REHELR/ AL T L
AR —ANB AOCA 2 B 51 49 B RAS R 3K B 4438 04 AR fn B IRBR A 5. T,
AL PR3k, PR AOCA R HESM B RAE X A 694 F & t-B0C. T4k
FARE. ZRAFARE. 2- (ZRAFTARA) A, XLEBER
REEXANAARGTRTELTE. 2RRATERLATE. RFTE
FATRA, ZAEATRA, TAEATEAFIRALTA.

MLt EAROMYRKROEB LALLM IRIIPHANER YL
WA AR, Hb A AKBEER AL 2-100% AOCA £ H Fi#kdr. 4Rk ey £ 3R
R ImE 4 A HRAY, FoEMEHAR 2-100% AOCA X B R

22



200480004743. 0 oM P E16/42m

MRQ,1,2,3, - Ef-4-RRE4-LE-1,6-R =) B 4(D) .
AREABRANEENTALERLRAYGEF EATRYGREGHHRE
M .
REALPACENORRLRARED AL L RERS DN £
RMGE., SHHBAR, GF ACALR, /XA GELGRLY
HEBRNETAERERAMER, ZERERLNTULRLSBT
REAANREY . SHABRIAEEIAANRESY, L PRXFL8
FAEZ A TR AOCAAL T LA A-A 45 BEAR 37 2 45) o MOM 3K, BR +T 2L A% ¢4 3%
SABE (FlR TEALL, t-B0C), BRAAALL, = RAVT
R, 2- (ZRATaRE) oA, XS R4 T ARG EKRSF
RPEEATE. 2NRATRATEA, RKRTARATE. CAAT
A BREATEAFRRRAELATE, AALRREDALRY. X
ZREDTACE—FREAMNEENERRAY. H5t, RER
ENTIAQE—FTSHMAK FHBR AOCA SP et eI BE RAEZ A H
HMBEREF/RIFED AL C-CoR AN ERREOY. RAEHRERELY
e FAEA AIERREEZ XA S/ K AOCA She) B RAE 2 X B 3k o
Hnt B 4 EMHREY. EXEHAT, THALHE, KXAH
REMEBARERAMWHFELTEA.

R EZRREDERDRNAEBR 1 HLEM IR ITIFHTHER
ARG RN AR EREY, AP RODERYZ —o) BRBEEHRA 2
~98% B BAEFAA HE 40% i AOCA BAR4, a4 2 - 98
%W EA LS FHE 40%69 AOCA RAMR, 2AFREHERFAE S
o8y AOCA 3¥3%Fn /R AOCA A AR R A4 . Rt I E X REHER
WA BB 4 FREGRERESY, FRERLR(,1,2,3,3-2 8-4-
R -4-HA-1L,6-R=H) AR AIDF), AVRAMWERNZ
—VA 2-98% W BEAEFSAH GHL 40% 8 AOCA BRP ¥ RABLA,
Fe AL VA 2 - 98U M EAEF LA FHIE 40%89 AOCA XA KR, 1=
AAT KA WA RE B 4Lty AOCA 335 A/ AOCA XA YRR F A 4.
G AT A Lt R L R BT

23
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B—ANRBGEETEREY, KELAGLAEH @3—F HBABH
Fo—Ft RKEPH B REARRECMERL PRI R EARSYHR
St RAY, kA AOCA R AF/PFHERA,1,2,3,3-2F-4-Z4AF
R-4-1-1,6-F=0) /A ACA ARRPHE GRIR[2.2.1] B-5-
W-2-2)-1,1, I-Z R-2-(ZRTFR) AR-2-B) L R4, fEHhik
AP REMA AOCA AAHHBAE 2-40%EERN, ot EEMALP
AOCA A HZ BOCME A H .

EH—HRENERFTE, REVARSNIARXOLERKEAHE AR
MR EARREY.

ERLZATEE A —FA Ly A0CA X HA 6% & & TR 8% 3R
KETL L, RACAFo 5 — BRI ARG ROMGE TR B %
TRZA L, TR 69 ZHA BOCME X AOCA K H 6% A A& TA R & &
FE (BF C(OCR’ ),C0,-t-Bu), ).

BRGLLA- M ik R F K4 TF: A 5-100% BOCME K H R4 84 R
(REFR[2.2. 1] B-5--2-2)-1,1, 1-Z f-2- (Z AT A) AR-2-5),
A 5-100% BOCME A BRPHE (1,1,2,3, 3-8 4-Z A FRA-4-84
-1, 6-F = %) F2 5-100% BOCME R H®EF# (5-95 €% %) T (RXI*K
[2.2. 1] B-5-%-2-3)-1, L, I-Z R-2-(CATR) dar-2-8) 5 A
5-100% BOCME AR Fy#HE (1,1,2,3,3-ER-4-ZAFL-4-£X%
-1, 6 M) RAY . EARL, REYL BOCME ARARPHEE
RAEHI% -# 40% 6455 H,

WA AOCA ZANRAVAHERALBERE LR ML RNAE
EhAKABA G e, HALBHH P RBARKI KA BT
BLTHBREARE (BERE) . AAEHFRE, BT RILE
TEY Imol% — % 100mol %SEE A, HKik Imol % - % 40 % mol.

ARERH RGOS —FT RS SH ACARPRAGEL, BA
Bt AOCA R 47 2 H) B % BRAE KT A ik B R B, AR IF RA W T %
BT EHABRBANAGBREZHN Y. ARGREIEREMHTARAK
PEHRRAERTUAARPEIRFARERE. REVELTURAER
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R AL, FHBRAFAKRAEHNEEERTETFESHN T, £H
WEBIWWHFMANBAK AN AR RKARAAKAEHNES A +
R mmE, X HEMITE R AR R RAN, KELPHELY,
EFRRE, &M 1T, REBTENGFHEAY., TIUAERAK L
FoZ BB R 6B T RERG MR R L . LT A SRS
ey F MY, Fl iR ARG R FKAMAGE, LF—
NEEANFEEA RSB EBRARBEERB AR HELRK
A BABBRAARSAAABFRAKL,

ABEREHNFREMHEARRERHNEZ R, B, RIEEHR
A BARAKK, BAW 157 FTAOF 4/8K, £k 3/ F E 4
W T 2/ AR F R E EREW 1/ K,

B RAEXFETFTRAGREDEAEH > THE 1,000 -
% 200,000,484 4,000- %5 20,000, E4L%9 6,000 2 14, 000,

AEPAHREMNTABESFRH AR ERELANRLSY
5 4% AOCA B E LB AR, AVT, HLEANIRKE
WHRAE, B 1T, B IF4TFHREMTASLS L LR
TERECLR 2-FE-2-2RNRABRE. ZREEKRALE T
7. EREAY, CEERNA MR, #7548, s mimg s,
RBTRAFHELER., Kk, AL, AW, £k
R’ )R’ )R’ ) @RS INOH, E+ R’ LR LR F= R’ B EZ
(Co—Co) B A EABENF TRAMR I ERL, HlFR. TE.
AEA. ARA TAF, AAHBEATTFARAAERTTALAL
4, BTUEAKEYH . RKERRTEHERALE, RERLHGENKE
R, TARRA WY RAY. RERSWTIAS I Lis4eth. B4
#aamt, EMTARAEREGAASBELN . ZRENGH TR
Aoy gd, @ R RRR)INK, Fes R W A4 2 Jo
@R’ )R’ )RS )RS )P, % R’ LR LR e RS I P
CC) kA X REEHUETF, &, EFRAKRAR
(hydrogensulfate) . REFTELHRIEMNN R, ERFHRG R RS

25
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FHEFPRERAGBAELTARA ., REESEE Y RN T RS,
EURRZLH, —RTR, =Bk, AFR/K, 98k H%. REEA
B35 0y BB BT 18 iR B A HEAT. BRI, REAE%-30°C- 2 80°C,
e ERARALY 0°C-¢ 25°C LR HEBRA#IT. REREALL 30
S - % 12 NEREERN, Rk S DB -4 24 I, EHRY 10
DEE -4 18 e, REMAFFAEBARILIE sk, F2) G B f
RIFIKEGRAY, HAEREA K ERLIL 80%, Kik KT 85% A= B4k
AT 0%, BB TH, FTiL, HBRFREAMNRA,

A, BARFEY—ANCAREA (REF) Hovywrtsed
HEEFANGRE, REEEHREERE Y fo/REAE VT EH
AOCA XA (B TRRTE) . EAEZYV AN CARA (REFTR
C20) a0 WA AR T Lt R AN M B RE 5 5 —F A&
W Bt T ARENERE BN —RERA. EHFES A C4BL
(REFHTE C20) FH oWk L4 LT AL —F &R 55
I FREE - REAURGREERE /IR, L AR S
DRI RER R, BHES AN CARA (REFHTA C0) #
WIRAREIT AN A ETUAERBAENWBEYN SHYEF-50%F
TEEA, TABIBALEGRATRFILANRY (FEF) KA.
AT — TR L G R TRAERRA ARG R I H (FoBs,
¥).

MEEWRBAERA (PACG) 2 A EAFFEHBALEKT, 4£
% 193nm Fe 157nm BOL A AR 2L, BRA R AKASHEL 6 F G4,
FAEFRA], BFABARF (PAG) , o E R, Ak, g, X
3E B F PAC 40 & B BLAAA M , BB E A BT B A A AR B BY,
12 % % 3|82 4% 7 A B EAT R BAL A Y ART AR, B EURTF
AHEHFHH XA, SHAEARBIABE, A0 FRA-KL
B = ATFRARE, —RARBAATRBARYE, = KXAM8 =4
FIRRBE, ZXEAAB AR TRERES, TARAN T 88K
RE ) AR =%, Wk, B ek, Red, IR 2 - bR,
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AR B AR, W-HBA TR, R-BHAFTRIARBBREASTRTE,
ZREFMHZ CRTEASBE) FRALY, = XEABRCECRATE
RBLA)BLEE, —RXABB = CRATARBRE) FALY, —XE
B (CATABBRA) B FREMNER ADLTHENTRYL
F., LT AR AE RS Y Y RESY.

B 5 BFT7 PAC £MHHF, A ANGEFEABE
(hydroxyamic) 474 4.

D, Qo
@m@@

¢]

Ry Ry Ry ﬁii%}%%i&\ ﬁﬁg‘ F. OC Haern OCFoners
CO,-tert-Bu, OCH,-CO,-tert-Bu n=1-4, OCH,OCH,

X = EHBRYNE F 4o ‘0S0,C,F,.qi AsFg, SbF,,
—N(SOZCV\FZHH)Z; -C(SOZCHFZnH)3

B 5 REHKEHGHT

AXAHRBEABAH Q4T LN REY, LRERANFEiLR
—F AR E—BERLT, BERAE BN BB F A
B BB ABER A QR B LR B RE, #l THR. 4
AR, ERERGITHE, =K, ZC8BE. XK. 2=
Be. R, WRASRBMAERLE. ASMANHTH KL 8E A
fibdy. —RABGEENY. ZRARS EENTF. BT AU
st FABA RAZFHE 100mol % HyKFAAN, RESA T RiEHBKm
F, [2EREBGEIMELETRY, FledAELRERGEREAE
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# (Hl3= CF,CO.) RFHBR (Hd= Br), CMNAAESRARELYNE
HMEFELRBEFHIESERNARKIDERTRAE (Flei T HEK
BETERUHREL RRTAR) MERE.

B 5 EFTTAERNEITENNLEHN.

(':H3 o T-Bu o]
+ +
H,C—N—CH /lk n-Bu—N——n-Bu /U\
3 l 3 o) CH3 I (e} CH3
CH, n-Bu
CHy n-Bu
- -OH
HyC—N—CH, O n-Bu—N"—n-Bu
CHj n-Bu

B 5 eEnsEmy T

5T AR R AE AR R B IR Am A . ARk 4 B LA S 1) 4 FEL &5 M) oA FRLAR
EMR AL F B RFEFBM, RIEL AR LR TARA B F P HERME,
e RFHES, 1,5-—RERK[4.3.0]-5-FH , 1,8-— LMK
[5,4,0]-T-+—&M , FREEABRFTHBEGIEE, 40 US 6,274,286
i,

A, ERAZARBEAMGZAKABN G —F L2EBITHA.
AL, BOCME X AOCA AHTAEAA R+ RS REHKRSF MR RAEL
4 (3o CHCOH) A THRA, E—ANERAFTEY, RBRTUAE F—
A OACA RPRAANEALRALEFA T AT LRKARA G IEBE
F,EKBA ESA AOCA BT T HRFEAEIRFINRZELR
BAEBRENTERRZ., AW, QAR T AN EE
FABKABRAGABEABHNEZHH P EML £,

AKFARNESMHBLEESGARAEHER FREAEKS
AR, EREGERFTET, LEAEHN T REODGERLE 90%
- # 99.5%EH, MERLY 95% -4 99%, vABEKREPIEEN AK
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FARRM BN EET AR, ERAEHEEFTET, LARABHNFAE
B RAERREWEL 0.5%- 29 10% 482 4% -4 6%, vABARL
BALRAESHET AR, EFEARLN LM, LERAIK
Fl &g BARE S S BER REN RSP RA, BN Fliod B L5 EE,
AR ABMOEEE. CBTE. —FX. 1, 3-— (ZHFH4) X,
LoB R OAROKRE. A-BYTARIHKE. 2- R, LR TE.
3-CERAAMLUE. AILBRLEL 3I- CRARBRLEHRADY,

#4640 BB AR A 488 M R T oA B AT LB AR A AT F 42
BT E T EARBEAARE, GFFRAFR. &, %3k (whirling)
Fedk . Blde BB, ARRAEHNERTASTERS TN T LHE
TR, ARERBAFLRBENRE, RERRQRERELE fort
B EFAFRATFRET . GEARROIEE, £, REDRIE. —4&
ak, B G, fE. 4. 48, 2. BE. 8B/ARSY;
AL A i gk TT1/V A%, RERRANLTAREERES AR
EL.

AR ELMERRBELARKRLE, FRARKEY 70C-4
150C B EARBEREL 0 -4 180 XA AP PRAELY 15
-4 90 4P, LEFEEAEAEBIRAR AR T RAEAN 4K
B, FIRRIRAKREASHBEAGRE, BF, AMAFLEENRE
R dF—REREBRFRAREAANERNN CEREFEREHN
FHRABZEAABRASHN LS ELRERGEAKRLE, ARGENE
HFEF, BEHY 95C- 4 160°C, fn E ik 2y 95°C- % 135°C, #
TREZBLIENEZRG R AR ERFRSTAR., BEFNELFR
TR P B AR B AR R AR A 4R & F R Lk EATE 6k
Botl ., RBERRTAREBRNELTAEH, Fl LI RE4H.
kK% 100 om (BAK) -# 300 nm F. x-HE&. &FR. HFR
REARH, ABLEASERE. KA (negatives) . LK,
HBREFEGETHAZHEE,

AEARHNEELERYITRITERAS —ARBIAMLE, in
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PIBETALLL 90°C- £ 160°C, B4k 4 100°C - 24 130°C LA R .
MR AERAR EHATE 30 £ - 29 5 904k, BHLY 60 # -4 90
£, RBAFAYPHITY 15 - 45 5-4F.

BRAGABKABHNARBENARBEIRABYERTEYUAER
AR XBREAL RRKELRAE. % (puddle) KRR -BHEEHF
EmEY., BARALEBEE, fllBd RBESHE. BAKRELAR
BRFPHEFARER LA NAKRBRANAECEARER B
. BRA OHEAANERBE R LAY KA F = B GKRE
R, —HRENEZHNRZTFTRAAAMENORKER., REFTHENLT
MEEHHNEEUY. NEBERTERRBENARAL, AT
ATAEE G B % AL T8 O A 38 Ao ik B 0 A 4 M Ao st 2] Ak A Ao 3L
R RATIREN, EEYRRETUACEERENRLEATRER
REMBARR WVEALE, AT LEAT, HHARLEE/ SRR
AARLMOBETAHEY, RHHRKTUAAL Y. SAKS
REARIMETAIRLEE, E—REALT, 2RBARERBEHAKR
0% 1l

BB — N LRSELREFA A ZEREIINSLEL, TEHE
IRREBIE R MO REPNESMETFRA RN F EHHA. 122
iX e 5236 4 5 AE B AEAT 7 X PRI R Z R L9 8T8 B - RUA A £
RABEAHT EBALALTE—IERA G EH, RN,

5% 76 41
R &
TGA #F A#
N

MOM  FRATF A
MeOH ¥ &%
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mmol FAREF 10 mol

BOCME (I-THEHKKX)TFTA

t-BOC &-THREKA

THP w9 &L=

PAG JtBR 4 A H

IPA 7 R B

THF w9 K

TMAH w9 ¥R SR

t-BuOK & T BF4¥

BHTTP 3-(3RER[2.2.1) E-5--2-R)-1,1,1-=f-2- CATR)A
W -2-BF,

CMAGOM B -2-FA-2- 2R ARATA,

BCHOM MEIRT A AL F A,

AIMOM £ Rf A F a&ATF A,

PBHTTP B OG- [2.2. 1] B-5-%-2-4)-1,1,1-= &.-2-
(&8 FHX)RK-2-852), WA Promerus LLC,9921 Brecksville Road,
Bldg B, Brecksville OH 44141

F3C CFj
HO

PTHH 1,1,2,3,3-2RA-4-Z A FA-4-LX-1,6-F =M%
PPTHH % (1,1,2,3,3-Af-4-Z A FE-4-BX-1, 6-Kk 1)
& 5 Lk 6 LIRS, ME Asahi Glass Co, LTD, 2-1-2
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Marunouchi, Chiyoda-ku Tokyo 100-8305 Japan,

CF
(_F20~/CF——HC<CH2—) (_____ FC/ Z\CH—CHi_) (““FZC——CF/CHZ\CH_>
n | | m | é

CH
W\V<2 F,C CH, FaC H,
FaC OH >( ><
F,c” OH F,C  OH
% 4] 1

A1 BRFTAERBTHENARFTARARBEN RS DA RLY
(B 6) e9RAMH T Lit47695 A BOCEM A B BLAR 3P P K &5 48 1k
MOM #= t-boc BLAR3* &) TGA 44 (onset) .

~

( > <—FZC~CF——HC—CHZ—)

n / \

FQCYCHz n
H,C F3C OH

FsC CF,

OH
I

B 6 wmiEH&ES (1) AL (11) BA4 LW AKBEEL
Ll

A1 FHARRARPEDNRESY ] = 11 BRI T4+

RyEH ([ Red BRP% | BERPFH# (O
BOCME IT (30%) 174

BOCME I (30%) 206

T-BOC I (30%) 120

MOM 1T (20%) <100

* 20°C/min i RiBZ R T REHKIE
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A1 FRBRETHA BOCME LHHRAMILFH t - boc F= MOM
ABAHAAR RS MERFHEERPLIAI.

x4 2
WA TARN M5B, BB 13504 (3R) HEAER
B, ALEAFOELKE (reticle) BLERBEFKES Y, KE N
RAEAR TG IKAIFALEE. sTHERAAFELEES log (F
) MENHE, LELFMHT:

F£ Austin # International SEMATECH A7 miEZRBR K % E 2t
Exitech 157nm J~3% (1. SmmX1. 5mm) 3ARF AL (0. 6NA) #HATHRA,
FSI Polaris 2000 A E A FTRE, BERFEZ ALHKREAHE.
Prometrix FHDA FRETHAKAIRFNZE.

A R B 4] & Fe BTG5 e B e T

ARE G EHRBIRHE (PAB) (135-150°C) 3% PEB (115-150°C) #= A
0. 26N F RAAMER Y 3088, & T @ey T IRALBRAH 10%
R BT RARIREER: ROUR[2.2. 1] B-5-H-2-BBKRTEA
BE-£-1,1, 1I-Z f-2-(Z R F L) R-4-%-2-3- ORI [2. 2. 1] -5~
W-2-K)-1, 1, 1-= /-2- (= A FR) AR-2-8F) (75.3% R B3- (= &
FR) ZR[4.2.1.02,5] F-T-H-3-HLBRTAB-&£-— &%
(18.8%), =ZFKARMBARTHRME (nonaflate) (5.6%) W FRAL
Bide (0. 3%),733) 6-7 ¥9xt b B, AR T & T IR 4 Kl Ber.
/A BOCME B #5468 93%% (1,1, 1-Z f-2- A F ) K-4-#H-2-3- (R
IR[2.2. 1) F-5-M-2-2) Q0%FR%?) (93%ER), = REAABALAT
B R (5. 6%) Fwg T A T BR4E (0. 5%) , A TR ~ 12-25 ¢4 Eb .

L 3
] t-BuOK 4% BOCME R &R (3-(GUIKR[2.2.1] B-5-M-2-
2)-1,1,1-28-2-CATR) AKR-2-8)
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B OG-CGREF[2.2. 1] B-5-H-2-%)-1,1, 1-=Z R-2-(Z A F L)
A ¥-2-85) (PBHTTP) (4.0 g, 14.59 mmol)XM-F 15 ml W &k
(THF) , fe 3t 4L F) i Ae A B 4K t-BuOK (0. 491 g, 4.38 mmol), 30 4-4F
B, GIRREAERPIRNECRBRTE (1.71 g, 8.76 mmol), &&
B 25° C B3 16 Irf. ARBEAABREENE, FREAY
BEBAES1.0g KHCLE 20 ml FB MeOH) ¥, R/E3ERAE 180 ml
K-FEGBLDFRE. TRSBREYHFELTHHIERE MeOH F 5o
BEK-FERAYDTHERREIME—FT 4L, RERRLHRELIE,
RAARFHFLE 55° C AETHRERQS” Hg). RAMHnBikEH
91%, T AL F R4 £:&i 'H-NMR (ppm, &EI-d) & 1.48 (9H,
RTHA) F2 & 4.27 (2H, -CH,-C00-)#&#A . XA BOCME A H &
P A2 E AL 24 mol %.

x4
J TMAH. 5H,0 4~ BOCME #4849 K (3- R3K[2. 2. 1] B-5-%-2-
2)-1,1,1-ZR-2-(CRATFR) AE-2-58)

PBHTTP (4.0 g, 14.59 mmol) ZA#-F 15 ml THF Fedl# R & An
A B4R TMAH. 5H,0 (0.793 g, 4.38 mmol) ., 30 54F5E, QA ELE
Bt LB TE (1.71 g, 8.76 mmol), Z&ERAE 25° C %4
P16 B, RERASMTHRARIITERE, TFIRRAERSE
REABFTARBEN. FEARYBEBAES 1.0g RHCL1 4 20ml
WEE (MeOH) ¥ . siE&Z 180ml K- FEG: 1) RO PRE., Tk
NERAYFBLELIERE VeOl v HAAEK - FERAY T HRE
mit—F i, REHRLHTRITER. ARFRHFE S CAET
B A (25”7 He). REMNSBILEH 91%. KRTH (.48 ppm) o L
¥4 (4.27 ppm) 44 A A2 B it 'H-NMR 4% A8 2. X IA BOCME 3 H #94k 47
2 ER 28 mol %,
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A S
JA 25% TMAH 7RZ# A% BOCME 4% 47 49 PBHTTP

PBHTTP (4.0 g, 14.59 mmol) & F 15 ml THF Fe$it 3 F) & An
A 25%09 F A S EALAEKIER (TMAH) (1.6 g, 4.38 mmol)., 30 94
B, MR HERPINE LB TE (1.71 g, 8.76 mmol), Z&E
R 25° C B 16 Jif., ARBRABREIENE, FHEALAY
BREAES 1.0 g JRHCL 4 20 ml F2& (MeOH) . IZERE 180 ml K
-FEGDRAYTRE. LRSBREOMFBIHIILERE MeOH
bR K - FERASYFTRRRAL—F 4L, REFZLYRRDT
M. AARKFHRIE S5 CAZTRIER QS He). RoYeIn BHikE
A 92%. AT & (1. 48 ppm) Fo T F R A F (4. 27 ppm) #9418 1L 'H-NMR
WA . KIA BOCME A H &9k P2 EZ 21mol %,

B 6
/Al MeOH &9 25% TMAH 4~ 5% BOCME %37 & PBHTTP

PBHTTP (4.0 g, 14.59 mmol) Zf#-F 15 ml THF FeBtF bt An
ANLEFEEF &) 25%4) TMAH (1. 6 g, 4. 38 mmol). 30 4%, @R A
BERTIANECERTE (1.71g, 8.76 mmol), ZIERE 25° C #t
16 hEf. AREALBREERNE, FBRAMERAES1.0g
JRHCL # 20 m1 F 8% MeOH) . SE& /£ 180 ml K- FBE(8: 1) FiR
BRSNS BREGYFB IR LEEE MO TR AKX - FERAY T
FREmMTE—FT M, REFRLNRRETE. AKFHRHIE 55° C
AEFHRIEE (257 Heg) . REMtg 4 BIE S 90%, & T 4 (1. 48 ppm)
Folb ¥ A KR (4. 27 ppm) #9218 3L 'H-NMR 4045 2. K FLA BOCME £

A&k 42 B R 22m01 %,

LB T
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A K.COs 4= 18-7-6 B4 s, BOCME #&3*#) PBHTTP

ERAQAE. BAOBtHERREG B ERBRTY £RETH
#-v PBHTTP (2.0 g, 7.29 mmol) . 3 ZER4R TH&5 (1.42 g, 7.29 mmol)
Folm g 6ml T4 THF P49 18-54-6 B (0.19 g, 0.73 mmol) # A&,
ER, FILERFTIALK KCOs (1.26 g) FolX R A AT A AR
HAR, 25, TERLREYHFERRARBELBTAREEN.
RERARBEME 40nl ZELTEF A JUE 10ml F 49 6h EZABKA 2k
HEKEEYFARE P I, FHR LB UBERERERLETF
ARBEMNFLEICAEALE (torr) AR TH—F TR 14458
MK, AR BEEME 30 ml THE P44 300 ml R4BKPIRE. 4k
ML, ARBRFRFEZATHRLOE. kARG F
XBREAAR., RANRRARABE S CATTRIR, BodhHsm
BACE A 62%. T (1.48 ppm) Ao B F 3 (4. 27 ppm) X H 9.5 A&
it 'H NMR B 2. KHEAS%A BOCME A H 6942 E £ 100 molk.

5 #6.45) 8

WEFARAFTAMAYLSREQ,1,2,3, -2 R 4-ZAFE-4-84
-1, & =)

10g /A 20% MOM R AHPFHE(,1,2,3, 3-5 f-4-= L FL-4-
A1, 6-F M) EET 30nl THF #5 10 nl Z 8 7.5 nl
KiRe HHGHEREERRBIR . REBE#REARLBFE 50°C
ARBEA ., AAWEBT 30 nl IPA /£ 750 ml ARFiRE. ¥
ML, HRIFESS CAZTHRQS” Hp). RGNS BIKEH
98%. NMR 24744 & T RA /£ MOM A& H .

4] 9

/A t-BuOK 4% BOCME 447895 (1,1,2,3, -2 f—4-Z AT A-4-£ 4
-1, 6- & =3%)
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LS 8 R 1,1,2,3, -EAR4-ZRATFE-4-L-1, 6- =)
(4.0 g, 14.81 mmol) (PPTHH) &AM F 15 ml THF H# @& biE&imA B
/& t-BuOK (0.5 g, 4.44 mmol) FIBFHE4. /& 25°C HLH 30 9415,
G R R T N LR TES 1.74 g, 8.88 mmol) , 4 25° C
A 16 . 2B, RENEFHERNRETERR L., FFFE
RARGERBELBFTARBEEN. BAWBHEE TS 1.0g KRICI
# 20 ml MeOH, /SR A 200 ml 15% MeOH KiZxZ+iRiz. #
WAL, MAEMRKAYRFTHR., BLRREHFERE MeOH F 5
AARFBREME—F L, £55° CAETFER Q5 HpXE, &
Lty E A 92%, T A .48 ppm) AT F A (4.27 ppm) M9 52 E
it 'H-NMR 4% #4 & . X IA BOCME X A 94k P42 E & 22 mol %.

L] 10
J TMAH. 5H,0 4-A% BOCME #%3*#4 PPTHH

S #4) 8 4 PPTHH (4.0 g, 14.81 mmol) &M -F 15 ml THF 3# @
IR P A N B4R TMAH. 5H,0 (0. 81 g, 4. 44 mmol) R BF#H3E., /£ 25°C
B 30 045, GRAEERTMNL KR TE (1.74 g, 8.88
mmol) , & 25° C Bt 16 b, 268, REIREFHANHR
RiLIERR L. FIRRRREERBERLBTARBEN. AW FE
F4A 1.0 g RHCL & 20 ml MeOH, KB 3ERA 200 ml 15% MeOH
RERFIRR, KRR, ARBRFR FTH& BIRREY
FAEMBAE MeOH FHFEKFTHRREAMSE—F ik, £ 55° CAZTHR
(25”7 He)X B, BAMmedc®EAH 92%, T A (1.48 ppm) o & F 1L
(4.27 ppm) 9 A 2@ 1E '"H-NMR A& A4 &, A ILA BOCME A B HRIPER
& 23 mol %,
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FlE B 2-F A -2-4RABA KR CMAIOM R HRQ,1,2,3,3-
ER-4-Z R FE-4-B A1, 6-F =)

LHp 8 BELSYW Q.0 g 7.4 mmol)EME-F 12 ml THF Fhe
TMAH. 5H20 (0.4 g, 2.22 mmol) B RS #E#¥. 30 475, QIR HEER
dAh AR LB 2-F A -2-4 R A (1,28 g, 4. 44 mmol), /£ 25° C
B 16 . RERSYTHRNEARLESE., REAREEL
BYARBERTHENFRZRAHEBRT 20nl 2 1.0 g RHCL#
MeOH, sLiE#&AZ 200 ml 15% &9 MeOH AR FILIK. HiLELR,
ARFRFTFIR, BLEREHEBAE MeOH ¥ HF KT FiIRK ML
—F ki, REMAE 55° CAZTHR (257 He), REMAILEH 90%.
-FHE-2-2RBE Q.5 - 2.0 ppm) Fo I F 3K (4. 27 ppm) 9 F AR
it 'H-NMR A Z . XK AEZEZ 25 mol %,

& AB A ERIFE 15T0n RIAK
& TX. #) Austin /& International SEMATECH A Exitech 157 nm
DN (1.5 - 1.5 mm2) AR FHAN (0.6 NA) AHB#HEE (0 0.3) %
R AR TAE. TEOL JWS-7550 A F/F2|ia#e FRME ~. Hitachi
4500 B4R FHFE BB GLHKE. FSI Polaris 2000 3L Al FARE,
ek Ffe B B AKIAEA R, Prometrix FHAA FREZARKIIRAE
B

A 12
4~ PBTTP #) R B Fuik #) Bk
d LA 4 4 E8 6. 58%FF 4 PBTTP, 0.39% EEM=ZRAMAR
MARTABRE, . UEEHNI TALREF INESTHA_BERT
BB BB (POMBA) %) &5k . sbiEka@id 0.2 MK 69 PTFE A 8L
.
L 13
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4 PPTHH #) A B Ak A) &
LA 10 41449 6. S8%E F 49 PPTHH, 0.39% EF M = KA
AR TR, 0. 03T T TR HBER 93%EF 49 POMEA 4 &
Bk, SLEREIE 0.2 Mok PTFE & B TR,

kb4 14
4~ PBTTP #= PPTHH #§ 50/50 A M &) ALK RARF) HER
® £ 64 4 H]E 4 3. 29%F F 4 PBTTP, L7364 10 4]449 3.29%
FF4) PPTHH, 0.39% EZTH=ZREAAS AR THERE, 0L 0%EFTW
TATEKES I3%EE4) POMEA 4] & 5Kk, LEREL 0.2 MK
PTFE id /& H L&,

LB 15
AAEA4A PBTTP #9 R E ik A I8k

A 12 %) & W R F BRI 1658 rpm R RARTHRE
AR A A MR MR EREY MR £.130°C/60 B ERBRMEE,
23 1350A 9B E. £ 15Tum AFOERZABHRLLE, #47 115C/90
AR ERARE, A 0.26 N TMAH # 2% 30 4, XHFIHLA
H#g, eI FENN 7.2 nl/cn’ KR EF 12495 E. REEA
WEMBERBABRRA O R A AABREREHGLEL4EL,
FEATTF 10 1.5 &4 100nm 694 # % F2 1080m K5 69 B AR AR =
& 51mJ/cm’,

L] 16
ARAEA PPTHH #) AR iR F B R

LHH) 13 409 R FARA ER A 2220 rpm A seATFRE
R A HMREARERBAGR L. 150C/60 # ey B R B IS
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B, 435 1350A W B E . £ 15Tm Ao ER XL ERKE, #47 135C/90
e R, F4£ 0.26NTMAH 2% 304, XHFRELAE
B, HEHHFEMG 8.1 nl/cn’ HBEAKNESR 1245 E. BE
BREHEERBGRER LY IR AABHRFRHGLELFHE
K, AFEIATF 1015 &5 100nm 694 #F 4 73nm & 50 69 18] Fa A= L A)
¥ 42 69mJ/cm’,
Ep 17
%4 PBTTP #= PPTHH &) 50/50 Rd 4t AR Fbh A B R
T 14 &6 AR ARA ERZR A 1801 rpm R 3ARFHRE
AR AR EHREREN A L. 150C/60 H ey Bk BB
B 135 1350A BB . & 15Tam A FF 2 AER A ERAE , #47 135C/90
e RARM, £ 0.26N6) TMAH ¥ 28 3048, IHEFERLR
B, 9TH3 10.2 nJ/cn’ #BEAR B 10.2 43t bE. AE
BREBEERBOBRER LG R AABHEEFRAGLELFE
K, FFEIATTF 1:1.5 &4 100nm 699 # % 5= 80nm £, 5 49 18] §a Fe B A H)
% 81mJ/cm’,
%34 18
HEFERETE (MOM) FHEBESARK(1,1,2,3,3-AR-4-ZAFH
-4-# k-1, 6-R =)

100g /A 20% MOM X AKIPFHEA,1,2,3,3-2 A - 4-= A F -4~
BE-1,6-EH)EBTF 200nl THF ¥ 35 300l Z A8 25 ml
KA., HIHHERE 80° C BH 4 1. RERSMWHEFE
50° CAZFTHRE ZAYEMRELnl FEYHFAILKYTRRE., #
WAL, FkFET0° CAZTTR. FTROHSHEKA,1,2,3,3-
AR -A-ZRTFTE4-LE-1, 6-FEMH) GdcEHh 96%. NMR 5474
RTREDFREETERATEALARA.
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A 25% TMAH K& % A BOCME SR &9 (1,1,2,3, - R-4-Z A F
E-4- X1, 6-F =)

L] 18 643844 (20 g, 74 mmol) EAEF 120 ml THF & bii
P AmoN 25%84 TMAH (13,5 g, 37 mmol) /KIEAZE B B4t 4k, 30 4944 5,
B R L ERT N E CBERTE (3.4 g, 17.4mmol) AT BHH
3R, AREBEALBE 40° C AZREEN H B EAWAERE 110n]
MeOH iR £ TR A 20ml sk B BRAL 32 5 2 K- F BE- L BR (280+10+10
ml) AW F iRk, WiRRLE, AK-FE (140+60ml), K 2L) ##k
FFR., BIEME MO RAEKTRREELS M —Fhibith
70° CAZFIR16 DB, REMIKEN 92%. RTHA. 48 ppm) oL
WA (4.27 ppm) A H &9 A /B T 'H-NMR 4844 2. 3] A BOCME £ H #9#42
E & 20mol %.

£ 4] 20
B 25% TMAH /K& % A A BOCME 4R #8928 (1,1,2,3, 3-A A-4-= . F
A-d-£K-1, 6- K =)

LS 18 69 FA (20 g, 74 mmol) JEAZTF 120 ml THF H# & sbix
BPmoN 25%49 TMAH (13.5 g, 37 mmol) R B B #t4k. 30 9475,
FILBR R ERPANE LA TE (3.4 g, 17.4mmol ) #4& 10° C
BEEE 16 B, Maks AL B (rotavap) /& 40° C ATRFENHHK
R EMBA 1100l MeOH ¥, BRETIEA 20ml kBB 4 2 5 2 K-
FEF-L B (280+10+10 ml) ARG FILIE, HiLiitik, AAK-FE
(140+60 ml1), 7K (2 L) %3 FJ%. #idEMAE MeOH Ao B K i
Rt —H 4 A 70° CEAEFR 16 I BF, RAWIKEH 914,
ATE(1.48 ppm) Ao 2 F A (4.27 ppm) A A ¢4 A £ BT 'H-NMR 34
Z. FINRAY T H BOCME A H 6942 E & 23. Smol %,

FkEp 21
A 40% w9 T A & A Ab4k (TBAH) /K% A A& BOCME &3 #4 B
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(1,1,2,3,3-2 f-4-Z R F R -4-8 %1, 6- & =)

LA 18 534S (5g, 18.5 mmol) &A% -F 30 ml THF FAe N 40%
¥ TBAH(6g, 9.26 mmol) /KIZRFI BB, QUAEBERFTANELD
B TES (0.98 g, Smmol) HAEZTEBH 16 I Af. AAHERLBEA
40° C AZREBRNFAKEALHEME 50nl MeOH ¥, BFREZTE
10m1 KBS BE 4L 32 FF AL K- BE- 2 8% (140+10+5ml) Bt TR, ¥R
wityE, AK-FBE (7+30 ml), R (IL) A #e5F-F 4. BLEMAE MeOH
v AR P IRRE RO —FTHMFE T CARTFRI6 . K
Al dh 90%, AT (1.48 ppm) A= F A& (4.27 ppm) XA #9544
#it 'H-NMR A& 2. FIAR A4+ 4 BOCME XA 692 Z R 2Tmol %.

E 3] 22
A 25% TMAH /K& #& F= 40% TBAH K& % 4 A% BOCME 4R 47 #9 5&
(1,1,2,3,3- AR~ 4-Z R FE-4-B X1, 6-k =)

L) 18 69 A (20 g, 74 mmol) A AF-F 120 ml THF & sbix
B A 25%44 TMAH (10. 8g, 29. 62mmol) #) /KIE & F= 40%44 TBAH (4. 8
g, 7.4 mmol) #J/KIERF B HLH. KRB &AL IR T A NiE TERAR
TE (2.96 g, 15.2mmol) HEZTEBE 16 B, ARBELRE
40° C AT EFERN HBELAWAME 110nl MeOH . BAREZTEA
20ml ZREEBE AL A EAK-FEE-C B 280+10+10 m) RAM T IRIK. ¥
TIRALE, AAK-FE (140+60 ml), K Q L) ##kH#Fi. BdEMEe
MeOH Fu fE K F iR R AWt — F i3 70° CAZ TR 16 ) B,
BoMmIkEAH 93%, RTHE (148 ppm) Fe 2 F K (4. 27 ppm) XA KA
AriBit 'H-NMR 4k A4 2. FIARAH + 49 BOCME A B 6942 E & 18mol%.

E 34 23
A 25%8) TMAH KiE& & MOMRPHIR (1,1,2,3, -2 R-4-Z AT A
—4- K -1, 6-F M) AT 464 % MOM F= BOCME &R¥# 895 (1,1,2,3,3-%
R-4-Z R FA-4-K-1, 6-K=F)
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15% MOM %P #HE (1,1,2,3,3-AR4-ZRATFA-4-B2-1,6-%
=) (10 g, 31.5 mmol) &M F 60 ml THF Fedm 25% TMAH (5.74 g,
15. 73 mmol) # RIER Fl T H4E. REFSLE L IER T mNER TBRRT
Bg (0.8 g, 4.1mmol) FEAZTEHFH IR, ARBALBELI CA
ZREFERFERAHERAE 80nl MeOH F . BRAEZEM 15n] KB
BR AL B A A K-F B -8 (210+10+5ml) BAM F iRk, ¥KiRigitik,
B K-F 8% (105+45ml1), 7K (1. SL) # s F 4%, B L5 £ MeOH Fo 27K
FRIR KRt — LA E T0° CAET TR 16 Bt Bodilk®
H 92%. T A (1. 48 ppm) Fo & F & (4. 27 ppm) A H) #9418 1L 'H-NMR
WHE. FINKAY T & BOCME A F MK Z 11lmolk%,

L 24
F 25%¢#4 TMAH /KiZ& &G MOM R R (1,1,2,3,3- A R-4-Z R TFH
—4-$ K -1, 6-F %) A2 464 A MOM F= BOCME &8 (1,1, 2, 3, 3-
ARA-ZRTFR-4-K-1, - =)

20% MOM &3P e (1,1,2, 3, 3-A A 4-Z A TR -4-81-1,6-4
=) (10 g, 29.6 mmol) &M F 60 ml THF F=Aa A 25% TMAH (5.4 g,
14. 8 mmol) M/KIERF BT HE. REQIREEBERT MANLTHRRT
B (1. 04 g, 5.33mmol) FFATEMMH IA, ARLERLBAE 40° C
AEREENFRBELMERE 80nl McOH ¥, BRAETEA 15ml
IRBEBR AL T S AK-FBE-Z B (210+10+5ml) RA PR, ¥imigid
JE, FR-FBE(105+45ml), K (1.5L) A 2e i F 1. @LBMAE MeOH
Fo LK PIRRE RS M —F i E 70° CAZETR 16 IoF. R4
Mk E A 91%, KT (1,48 ppm) Ao F 2 (4. 27 ppm) A A &9 A4 £E
it '"H-NMR A 2. FIARASH F 45 BOCME A F 4942 B £ 14mol%.

E#®H 25
A 25%TMAH /RE &G MOMARP AR (1,1,2,3, -2 R-4-Z R F -4~
;‘é}&(_l’ 6_&;%) ﬁ&é/ﬁ\ﬁi MOM ﬁﬂ BOCME '{%#%%(17 1, 2) 3’ 3-&
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B 4-Z A FH-4-LX-1,6-F =)

20% MOM R¥F¥%E (1,1,2,3,3-ER4-ZRFE4-EE-1,6-k
=) (10 g, 30 mmol) &M F 60 ml THF Fedm 25% TMAH (5. 47 g,
15mmol) #g KIER B BFHE4F. RE G LR BLIER F MmN TR T B
(0.71 g, 3.6mmol ) JF4& 10° CHEH 16 I 0f. Aesb AL BE 40° C
AT ERHEBRAYEMRE 80nl MeOH ¥, BERATEA 15l
T BEBR AL TE S K-F BE- B8 (210+10+5ml) AW P RIR. ¥Rkt
y&, M K-FEE(105+45ml), K (1. SL) A 2o -T2, @iTEMBA MeOH
Fo R P IR REOYTE—F LA 70° CAE TR 16 IEF. R4
MMER 92%, T A (.48 ppm) Fe B F A (4. 27 ppm) R A A LR
if 'H-NMR #8242, FIANFK A4 F 4 BOCME K H ¢4 2 E £ 12molY%.

LB 26
J 25%TMAH 7K & & &y BCHOM R P 693K (1,1, 2,3, 3- A R—4-Z A FE
—4-F2 F -1, 6-k M) AR AL A AR T A A F A (BCHOM) #= BOCME 4% 47
R (1,1,2,3,3- 2R 4= RFA-4-K-1, - k=)

8% BCHOM 4R 3784 %44 (5 g, 16 mmol) &% F 30 ml THF FeimA
25% TMAH (2.91 g, 8 mmol) ¥/KIZER B BT H . SRR ELERER T MA
B LB TES (0.56g, 2.9mmol) FEZEBI IR, A%MEEALE
E40° CAZREENFRAAMWEMRE 50nl MeOH ¥, FREZER
A 15ml JRBEBR AL T2 H AL K-FBE-Z B8 (140+10+5ml) RA4h IR IE. 4
Wit &, B K-FBF (70+30ml), /K (1L) # % HF-F 4. @i 5 M £ MeOH
Fe B R P IRERSHH—FLFE T CAEFR16DH. RS
Bk b 93%, ST A (1.48 ppm) Ao F A (4.27 ppm) AH W FEE
it 'H-NMR #4652, FIANRA4h F 45 BOCME K B 6942 E & 13mol%,

LA 27
A 25%TMAH REAR G K (1,1,2, 3, 3-AR-4-ZRAFA-4-£K-1,6-k
) R A RA R B A T S T A (AIMOM) #= BOCME 4R 47 4 K
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(1,1,2,3,3- A f-4-Z AT E-4-B X1, 6-F %)

£ 18 ¢4 KA (5 g, 18.5 mmol) EMEF 30 ml THF H A
25%%4 TMAH (3. 37 g, 9.26 mmol) ¥R EAF it Ht3. REAIRER
RPMALRSEETELTEARAY (0,32 g, 1.48 mmol) ikt LEAKR
TE(0.65g, 3.33 mmol) FEEBHMIFE IR, ArEERLBE40° C
AEREFENFAKZAMERE S0nl MeOH +, BRAZTEA 15ml
TR B BR AL T2 S A K- BE- T B (140+10+5ml) BAM FIRE., Hmigad
7, FK-FB (70+30ml), K (L) #F HHF-Fhk. BLEHE MeOH Fr ik
Kb ARERAS M —FLFE T0° CAT TR 16 . REYK
Eh 92%, —THAN 48 ppm) L F A (4.27 ppm) RA KA Ad T
H-NMR 4 # 2 . FIANFKA4 &) AAMOM #= BOCME X B 4 E 45 £ 6
F= 14mol%.

%264 28

F 25% TMAH 7KRiZ&R & MOM R R (1,1,2, 3, - R-4-Z R TF £-4-
R -1, 6-F M) AT 46 A B MOM A= CMAAOM & 3P89 % (1, 1,2, 3, 3-Z £
~4-Z R F E-4-5K-1, 6Kk =)

15% MOM % & %44 (5 g, 15.73 mmol) X F 30 ml THF #=
A 25% TMAH (2.87 g, 7.87 mmol) #9/KERE MH#tE., REGIA
MR P MAGE B 2-FA-2-2R A8 0.5 g, 1.73 mmol) /£
FEERE IR, ARMALBEI CATREIERN SR EREMER
£ 50ml MeOH ¥, SRRATEA 15ml KEEBRAEFAK-FTE-LH
(140+10+5ml) A% I LR L&, A K- F BE (70+30ml), 7K (1L)
AT IR, BIE A MeOH Fo K P iRER R OY it —F b H A
70° CATFR 16 IR, BAWIKER 93%, EFR (4.27 ppm) £ H
AR H-NMR A, IIARESH T (MAIOM RHEHNEEE
Tmo1%,
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Kb 29
A 25% TMAH KiE#& d MOMR# 69K (1,1, 2, 3, 3-A A-4-Z 5T K -4-
R -1, 6-F M) A2 454~ MOM #= BOCME H 4452 (1,1,2, 3, 3-& &
—4-Z ] FR-4-£ -1, - )

19% MOM R &A% (10 g, 30 mmol) XM F 60 ml THF Faim A
25% TMAH (5. 47 g, 15mmol) #9/KRZERF R HL3F. REGILREZER
AR LB TES (0.71 g, 3.6 mmol) FAZTEBIMI 3K, Akt
A& B(rotavap)E 40° C A EREIEN F ¥ EAWEMREE 80ml MeOH
Y. BEREERMA 15ml KEBRAEFAENK-FE-CTH (210+10+5nl)
WA PR, FiniritE, FAAK-FEE (105+45ml), 7K (1. SL) # % ¥
Fig, BFEME MeOH A EKFREFERESYF—FHAHFE T0° C

TR 16 P, BAYILEA 92% WTE (.48 ppm) Fe B F R
(4.27 ppm) £ B ¢ £ 3L 'H-NMR 4R #4 2. 3| A\ %) BOCME £ H #9#2 &
& 9mol%.,

LA 30

BN H REMBRAMHARAEF ER G LA . A 1.02¢g
PIRE, 30.5 mg ZRAAMBARATHKRE, 2.5 ng 9 TELHE&R
13.95g PGMEA #1& THE Z W AK A RAER, @i 0.2 Mk eLRE
Bt A ARA . MIESH MOM RP R, 1,2,3,3-E A-4-Z £
WR-4-ZE-1,6-F=%)F 20% BOCME &893 (1,1,2,3, 3-5 &
4-ZRFA-4-BE-1,6-R-HHREM. R 1 RFTHAHS
HARAR GRS FLRIESL, FRARPAEEY MM RIPHER
(1,1,2,3,3- A R-4-Z R T A-4-£ X1, - R =1 AR,

FA K% 2, 200rpm &2 iR ik B AR AR A B A 13504 09 B E R
BERABAANRRAESERE (900A) A ABHRA L, BE
A 135°C 44 60 %, A 157nm &9 BExcitech 0.85 NA R & T E# 475K
K. BAEBAE 115°C B 90 A3 £ £ 0.26N 4 TMAH RHH TR ¥
3040, /%) 70nm1: 1. 5L/S 9 AR A R ARABHAEL 0.3 8 sigma
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X BH#HATH,
% 1
RSN LERYHEHRKEAEA LR HEE

. 157
HEI 1 sanEn/on2 | 2O | s |ER fméﬁ
ek A 5% e 70 nm 1:1.5 L/S mJ/cm2 J MK Tk

N . . ;.

4 o

1 20F3MOM, 20F3BOCME 30/70 70 .0 11. 8 8.5 1.6 10.87
2 25F3MOM, 20F3BOCME30/70 83.1 15.0 5.6 1.9 ]0.89
3 30F3MOM, 20F3BOCME 30/70 86. 0 14. 4 4.2 2.1 10.91
4 35F3MOM, 20F3BOCME 30/70 80.5 14. 8 5.2 2.6 |10.89
3.3 10.92

) 40F 3MOM, 20F3BOCME 30/70 8.2 14.6 5.9
6 25F3MOM, 20F3BOCME 50/50 83.0 14.6 .2 2.6 10.83
7 30F3MOM, 20F3BOCME 50/50 84. 6 14. 8 .5 2.7 10.86
8 35F3MOM, 20F3BOCME 50/50 91. 0 15.0 7 3.0 §0.87
9 40F 3MOM, 20F3BOCME 50/50 93.2 15.2 2.7 |0.89
10 25F3MOM, 20F3BOCME 70/30 83.7 14.6 4,3 10.78
11 30F3MOM, 20F3BOCME 70/30 88. 2 14. 8 . 4.1 10.80
12 35F3MOM, 20F3BOCME 70/30 94,9 15.4 25 2.9 10.83
13 40F3MOM, 20F3BOCME 70/30 104.5 16.8 119.5} 2.0 {0.83
14 35F3MOM g 16. 8 16 2.1 10.74
15 40F 3MOM R4 19.0 15 2.4 10.76

1 REMBELMWOHEETF: #lie 20F3MOM, 20F3BOCME
(30/70) BEZ 455 d 20% 4R47P 4 F3-MOM RAoHmE 20%%I4) F3
BOCME A 30/70%EEH LB LR RLSY. STTFLAYRELSHAT,
25MOMF3 &7/ 25% &5 MOM K &4 69 F3 4l R A#IE.

F3 F(1,1,2,3,3-A 8- 4-Z R FE4-£1-1, 6-F =)

Eo Ao XKERMGHEALEE.

R ARAR K R ZE 0. 26N TMAH 28 A F 30 VR Het o AR L 4T

.

B & KB Bk ) B A R &,
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AREFHAEFAARATFEATALXAN R RS MG AKR
MAA, SHRAVMBELRDH AR EF LM EE THRALY
F %) Ml

x4 31

TN EHEH AR ARG AKARA TR, A 1.02g W5,
30.5 mg ZRAAMMARTHEE, 2.5 mg WT R B4R 13.95g
POMEA 4] & NEZTH AR AN ER., LREMNA 0.2 HKTES
ik, HRERGRAEAA BOME fedo &k 2 g LB RIEE AR
TP (1,1,20,3,3-AA-4-ZAFTE4-BX-1,6-R_H) 4 XF
£RY.

K% 2, 200rpn #928ARiR B I A B IARF A 13504 9 B A%
BEABEAIERFARSSRE (900A) AR RBEHRA L, BE
JE 135°C 8 60 #, A 157nm &) Bxcitech 0.85 NA R b T B 47k
A, BABE 115°C M 90 A3K £ 0.26N &) TMAH EHH T RF
3040, 432 70nm 1: 1. SL/S 4R AR A R A0 A4EL 0.3 89 sigma
REH#ITH.

x 2
HERDHEHAKREAN G RIHER
RE R B Rk A A |157 nm
e F) 52 J/O ) 1:1.5 L/SPRFe B4R & | 9 Rk
74 Redw! WCMEY mT/em2 % *

28 (19MOM, 9BOCME)
LA 29 REH
32 (20MOM, 12BOCME)
£ 1S RS
20. 5 (TBCHOM, 13. SBOCME)
LA 26 9 REY
4 [?0- 4 (6ADMOM, 14. 4BOCME)
E#HA 2T REY

1 REYTHRTIT: BIEFTAHE — /%P 28 (19MOM, 9BOCME)
P 28 RFHBHEGRP K. BRETTHEERTREYFH—
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1 18. 6 106. 4 7.0 1.4 ] 0.85

2 15. 6 102.2 18 1.4 0.94

3 11.2 60.8 15.2 1.7 ] 1.11

15.2 75.5 7.5 11.9 ] 1.12
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REAWAEE R AHU%SE.
Bo 5t o KEHHBRALEE.

BRBER A RAE 0. 26N TMAH 28 A F 30 R H R GERET oK.
B R B TR A BE A R R,
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