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RORE, RFRA)RE RSP QL F R (2o K)dg 1k
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AP (RAR+ = RAEHE RS A 3.1 245 L1 T, HFRA)
5 &5 f Spezial Benzin S i &k, RAKFRK (ZRK+=RAK
HEXR W) H 311 24534 1.7-2.0:1.0 K40, & FR(A)G B RS
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EEAASHF RS IE YNBSS, RErilit5(Y,),(3 Bry)éyin K
BAFINY, A, 12 REMHF % THL.
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A # bt = RALK-(Z XK M) A4 (ID)(B7 [Ph,PL,PACL). = % B (Bp
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KA 52 F R EAN 6§ = RALF b f(secondary chemistry) 5 F4k
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H,C=CH # H,C=C(CHy)O-& ZH £ X F £ t)x; X H,C=CHCH,-
Si(OC;Hy); #= H,C=CHCH,-Si(H)(OCH,), #4 3 A ¥ A 5%; SR A&
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ZFREAR; X H,C=(CH;)COO(CH,):-Si(OR,); & F % & M St £k
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Ko, XF¥ARRREAR AWM. FhSWREFRLSY.
A B KA QERRRTTH A Reilly 69 2-2H Kotz fo 4- T3 £
UL, THAFTHRIAY; S UWARFARNSY, Gl RRTF
T Aok, TAkeEel. X okek Ao 20 X WEE
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<100,000], q. rfes TR H 0. AMEEHKS T 18 A4
BRBRT, 12— eEH 1-10 ARETF. TAHRE 635-CH,-Fo-
(CH)-, £ t>1,
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BRIFIEE, E—AREGERFTETY, MRS THRAHETR G &
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STREGER M. BRBE; REHTrk. 4-THREERE. 3-
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i% %5 300 £ 10,000 H#FE ik % 300 £ 7,000,

HERESGEA TS 50 £ I0%EF, AALNKGERES
£ 10 £ 50%E ¥, Rk LRMER N\ 25 % E M58 A0 &K
A F . KT IR AR L A B M40 558 A0 R ILA 69 484
HE, #A40.1 £ 15%FTFHHEN Y S5 £ 50%TF6 5HE M
40 44 A6 RALH]

BAL:

AXFRRARE MM RABAMMREETEL, XA 85T 8
HREAHPFEIHTALE., MOHERLTL, FFWRLHAHT
BT egeE K A ML, susb, PENTE T —iiE T b A C A
B, BlieBEolil KA BLARMETARR, B TAkibead ik AN E, R
BRI F LR, Pe BT RT3 B £ 69 K IR R,

PR SERR AR W RAIEARF , AL T 50 B M54
S8 RILA B, AR I AR MR 30 AR R 464 4 K,
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ARG RE “RARKER” KL ZHE Y 80%F F69 R ILMNE
RS M. T LEXH I egikeg b Bt 5k, Tg 4% 400
CTZ£450C, REPAKMRISMERE D2 350T Kk Loy UM st
IXFR B LB 4 AR A

5 567 R B VASE T i I R R 2 W 64 B FUA A B bkt - 2
AP ELBR, REA TRAFPELTREAAAFE R, HEE
RO BRIN G EH i, REMEFAB|GLMERG, LX]IF
IT 894kidk 69 2 B 2R o864 Tg H %5 400C £ 450C, Eb, KL WY
EAERGRIMGELBE A4 TR EH, XxtTFAHARMKEM

10 ENEEERA.

Ptk ) F R BRA B M 48 444 B4R B 4 AR MR A TR 36
FA R B MR R, SR & B LR e R A RS- 48
i,

UELEWECEER S Py 32 207 U X IR SRR e
15 b2 S T X
KA, BTRARLTYEYHH9RERILK @ RLH R E M
AL F RS, RAERBRERLN. —K9BEFEbis
{ERETFREXEH, WERBTFEMEM, Esr. XHE ®
AR oA, P, REEIPELS; IETFiEH, wovit
20 K. oET. FFRAELFR.

R
AXFRAGRE “B” CLIEARPRE.
AL FRAGRE “BEACEHRSW” BIALEHKLH 3.0
25 REBEMAN. AN BEALNRAS Y., X BTG CHHH
B A 100 £ 25,000 %698 5, 2T M4ESHEM. ik, A4k, %
HFF.
AE R AE LS. HHER Fo BN 64809 A F Mkt
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B b K, REFENCHPEGACEEK D TRF T30,
EREH 19 £ 30, RN EHHGEBUEEBRRLEE ) HY
350C.

AL PR RE LA ) Ao R FUH] 6 284464 B T 18 it Jo
iR Bk, Rk, k. REAARFEREAY K, METF4H
B R R AR, RAERLPESMETENT. ATFALH
AN IX RGN A~ B R TEL YIETIEY
BE AN, AN BRIANSTFREMGRAY. SEHEN G
ERTFEA: HleXRBel /NP, RTHR. REFPFKRESF; K6t
Bdo N-SE Aol s B, AV REAREA 14 ABRT; A N-SRT A
BRI R CMNGGRAY. TRASHELCHIEN, REECMNA
BY T34 5 69 5 MR 5 ) B 66 R e AT B AR (A1 R B IR B
BT, TR BF 7 R kB e/ S m A BER . et
EHENOETEH. FEARTEAR., TR, RoFEARSHK.
THE. v-TABE. 2-kF. 3-ZREAKRLE. BB [=] 78,
R BE ¥ TRk CMES(PGMEA)F X T ik, Fl2 XEH 40 13,5-=F
R —FE EATE RAGENIRIE. EAE—HLH 0.1-
15 K. BR ARG TR kB BT —BIKT 2 k.,

AERESHTRATLTEE, ERARAKLEBGERD
B “IC” RE#RGKRECANR. RRCEBAT—REHR S ELAR
RLLEMe B2 B BTk, ERRCRKHE —EXF—KE
AN E R FARIARFARERPELTOALPES WY K
K.

ERFLPARSWEN B &5 IC Po, RABEHEERE
LKA RAT BB R AR B R A L, RERHFRi
REBER, dekE. RRBRAELTATFEAZRHAT. #lde, ¥R
ZAEEHE TR TRERZAR B AR LERA F LUK L,
RERBREHEARRITRAEE, KA Py wo e BT
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A2 2 #4477 BAE A2 (clean-handling protocol) F, VAR ILAFATEA
FLAMNENFAREIFFEGRERL B TR, ERELH THR
KPS METRTIEN & #l&. AANGERMLOIEELER
FT¥ 2-30%F FHABE AL MR Fo R ILH AR 2 70-98%F
FHEN, ERALY 525%FTFHREMES. HHH F RILH AR
% 75-95%E ¥ EA .

ALY RAEESIT. FRLRESH AT 0 RE AT K
AR EBBEYERTHRIMETERNEE LR, RETERE ik
BRANE, BHAFRABSHEFELSXMARBGTREE. #L
BER THERIEATIE LT &, Pl RARRGRT, LT
RARKLAR BT RELRIRT R E IS0CRFLEN, KK
LEVA—ERZLAGRE ML . HENF B IF G H kB
E.

AP H RAEA AT QIEMERERHST A BRER
#. B, FAOTAGERECENRBL. B, ME. BH.
ERIFTRENERIIAMH. ERENHRAEFTET, 2hais:
RIEALHEERRE AT, CERE, EA. 4. AXeH
FEAR; FAE, RSB AOKERE. BIELNTE( “@”
QEMEELRNH); RAOVECEEIBAE, PRBEEEET &
LR, BAA ML ESLRERET. HASLRESY. FAHEK
Gier. fibs. fabsk. BEsba. —fdbsk, B, REA
B, —RAk. —RiueE. R, £, 8. E. AaER. A
Wtk iAo R aE, AR RERAFTETY, 2RaELQR L
BB LA, deik. 8. BRIk FedBbH. ALHE
SMETRAAEMRBER . $ R84 EEXBIEEGRIERIRGN
LEARMH., REARLSHH ARG AR AR LL2LRA A TS
HELFERERGIHAE, AR TOLESHH B, R ay
PR BEARA, XL EBRTH R LT ARG,
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AE LB 0 ERAEA LK. HAMT . HIUK
% Aort & FRARABOR L. BARBHN S TIHIF,
Bk, CIERAXSEMNATAREAD(AIETERKR. BEEIRE
B, 42 Si0, = SN, A £ E)AMBEARF e #54-M, HBEHHEA
5 FEEB A S —FRAREMERT R R T Xk A/ S B EAT
LegHSt e TR,
ARARLRELS WA TLTFRBEAZE, RAESHESL S0
CERF A50C H Al B 7 B A AT SO A B LR AL, kiR
HEAS, BUBEHESH300C, BARKBLAEDREL. —&IHK
10 ATFTHREENAEL IISCTEL A5CHBE THA, BATEEAY
BTGy . LRRF)ART, FAFAEBLEAGHEEEER
RYEARR)FPHAT. RTLPRLRBEILZI, we R4k
44 #)AFF PCT/US96/08678 F= % B & #) 6,042,994, 6,080,526,
6,177,143 #= 6,235,353GA it 7] A vk L Lk ey 2 3RFARL) P AT,
15 AL RS W TR IRET RS RM. BERH R LT RIEH
HATEML, EEARLAN, TRAETERMRER LA BA
45, LAFRRAFRIAR), ARXERARAKELRLAN
3 F5F) BOME #4 2 B b 4R () A KA k A B
R KL P GIRA- 0 Hm e Ly ik F A R E e
20 o RN Fo R ILN 693 R, ERLIXARRIGRE. AFRRL
| i 84 B GE I RS R IR B 488 A AR RS AR, B
o, AR BLEA Ml in TR RB NI F B 5 AN
Fodh B BLLE -6 Ttb e sb A0 ZAE A . ARAE TR AR &Y Rk A b 36
FH) G5 AR ot B L AR ZAE A . BB TR R A
25 ALK T E B RIALH R, AFRIN ) 9 0 BAEPTRIEA B
SR E AN T, XA TFRREENGWEE, XFHS
ST EFDRTH S IRB RGBSR F AL TR, FRERK
ARHARRS RS KGR RA, dARTATIEN
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B AR AT F RS ¥ B, AP EFTARA/FTARA
W ATERAR S, A H AR B R AR BAEATL SR B R d A
. PPk IS B 40 4 18) 69 4 ) vA BRAE S 38 904 BURL 45T 2 BT A Z 3T
B ENAL L., RO, 2RETRALALMNA
HE ML EEANBLS T IR EARIGELA KA

M, BRRTRAOIKEFHERL T EPEEN TEEKED
AR R & BEA BEMGeE ERREE)GEFHESE, EXAXVTL
AP E 2L THIAARL S X XX RAASH HH AR
B E R M LA ERERANG R, BB ENERTSL
e (1) H5AAAHHGRE, BANGELSY; Q) HAEMKAS
B R (3) AN A ERES T3 RERSHK, FERHeH4E
o8, NRRE| LA 3 4 5880 3 LR RS IRE; Fo(4) &
A BATIR A G BB AR O K A B B S A B TR,

o BT AT, AEK AN EH B A E MR ETHH R
EHRECHREFBE, FrRYHLECRELNLSGIO)RE. Si0, K
HERNMEE. SRRE. SRBRE. SBRREE. 2A-R-BE
B AERBRAE. —RiskR k. —fah i, —RLssid
B BRE. BIRE. CRE. AVRESAE. AVEIRAEE
Fo R B RR R, XM S BRENET AR+ 4 4,973,526 5(&
| AR EFARL)T. FIEt, O ASRIENRHE, EXKAS
P 4 E- 09 KA A S AR AL IR UM 4 M BB 4R ()R B H £ E B X
OFRFEFREN LHAREFLER B REENCE.

AL A BT B F Rk (Godl ) o Lok ER B (do4s K.42/48)
MmIVAAEFEROH, RKEPLESY TR B 4aH (etch stop). ARk
#k (hardmask). %iE & RebLiPA T @F A A . 4oF Michael E.
Thomas /& “Spin-On Stacked Films for Low k.4 Dielectrics” , Salid State
Technology(2001 4 7 A)GEL5] A HKLIMHFAR) T FT48 i 6977
B, ARXPELSWTANALFRANERERER YA,
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ETHAECOALTRMENERITESE: ANALN, LLXRK
ity LB EH] 6,143,855 A EAFETHEE AT 5 10/078919(2002
%2 B 19 B)Fi%: Honeywell International Inc.#) # & HOSP®* &;
MIL—FACEE, o kR4t sy X B 44 6,372,666 A7i£; Honeywell
International Inc.#)# & NANOGLASS®E = &; A AE ¥z, 4o
B3t #5ik ey WO 01/29052 Fiik; Fefid ¥ AL, OEFHiL
& WO 01/29141 pf& (B 1L 3| Al 23R HFAKX).

SRR k-
'HNMR: # 2-5 ELESWTRPHSEL T NMR #5E ¥,
gy 0.7 EAHRAREGT. AFRBRAOWAUEEREMR. KER
Varian 400MHz NMR 4947 H- &,

ke 63 (HPLC): 1%/ %% Phenomenex luna Phenyl-Hexyl
250 x 4.6mm Sum 42 ¢4 HPLC, ARk E/A£ 40C. RAKFTH AR
B BOR.
Bt i) K Tk
A s 20% 80%
10 &4F 0% 100%
30 54 0% 100%
12 A AT R4
EMAEAR 10 £ 4
#R| UV, -F 200nm &)
4% 1k B 8] 30 -4t
J& B 18] (post time) 5 o4
%T*‘J%‘#;’ao

T B K, e FHE 1 8 1,3,5,7-mCV4- R EE)C,o 4
R B A 1,3/4-3%[1',3',5'-=(3"/4"-i £ K)C,, A A 5E-7'- K] K& R,
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BT B RAM(0.5-1 EA)E # 4%HCI M EA)—RESH. AIE
Ek—ieigdh. REANERZRQOMA)FMATHA EA)F.

stFBRAEWERAY, A THE 16 13,57-w37/4(XT
B X )R R]C,, £ RISEA 1,3/4-3%(1',3',5"-Z[3"/4"(K Lk X) ¥ X]C),
ARR-T-R} K GRS, WiEEERSWO0.5 )L (S EH)F
3-5% HCI(5 £5H)— R BRAF#EH. AWEAKEE., F—BANE
#3100 ) A A w9 Frx (0.9 EA)F .

288 if 6, 3(GPC): A ¥ A Waters 996 —48 ¥ 4 5| #= Waters 410
£ T AR B 69 Waters 2690 4% 44474 & . vARi& % 1ml/min
# A5 A ARshAR. A #AR PLgel 3 um Mixed-E 300 x 7.5 mm A i#474
B, ERESA Img/ml 6955k eA 25 pl 9k RitAE, FE K. A
BRI RIFHEIRM,

J4-F¥ /£ 20,000 £ 500 i) 49 &-FAast £ 5B RE THAFAY
sHEBATRIE., RABKSTEGFAEN, THIHIRHELTH
Mh OFELHE, BTERRGERIHEKRERRD I, 78D
Gk T et Sl B e BLAT 18] ) =B 3 A XARRT B, BLE TR
ok e 2 5 RS TARESP X AR sl 28 ke

Tik#l4 1 F=2 £ 284nm & eGRICR R K. BB K A 300
nm vA T &9 B A AR e . X E B Reg 4 R H A 254nm e B
i it /248 B B 1) B 9 FTRA R T4 Soo - F R A HE.
WM REA A RS E 1 2 GERDG ST E, TR
WA B 493 BB EY . ZRIK. KK, KRB FART
2 RRMEG ST E.

BBV RS HM R KB R, BT ARTF
W (AL 4P AT 54T, A AL B B, BT #AT
W

RBpe= (B gm” - TBys’1"

B P R g T S BERT 1) 5 F 344 deBERT 1] 64 o ABLE # F XK
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R TR, A ILBIE ) BRI A T EEEINF KB 5o
FEREGME. BARTHERD G TELSECMATHEF A
b, FriAMRst 9-FE T BRI 2 T hia S &R MR T T H .
EHETRTRAABRHPE G TFHYER.

“CNMR: T, 69t n ER FRAMAA 4 4, Frodk EEsRet
EARF R EE R, WA M EETF CDCL + I K Aedadl 4000 k.,
i# it DEPT # % 4-%|J2 & F-C. -CH. -CH, f=-CH, & H ¢441.4# . DEPT
HE g% 41ppm }-CH,, #EH4LTF C\y 2R L R4 % 4(arm)
#BARARE 342k, “AK 30ppm %-CH, ¥ B4 FARAKMLL.,
5 S 4ARAR Y C) £ RIEAY-CH, t BLA 46-48ppm 4. HK4le,
42F 35ppm ¢ F K Fe43 T 31.5ppm &9-CH, T2 B TR T A, EFk
AR 3K, 120 F 123.5 18] 694 3K 7 2 00898 2 3E R -F10 64 Fak AL
2. AR FAEAB, KAWLtk )2 B 2% 1 RF K. 42 F 145-155ppm
ERANEFRILAWIADR SRS BB FFEK, I COLR
WA B T XA, —2 KB T £ 14, 23, 29 f= 31.5ppm &4
Ak, Xh R Tt Sl REAT A, Rbtthiast EATE
HouE AR KR, BMNEAZERR, BHXNRAERARES,

#ia & #- A AMLC-MS): EFA¥ELHAPDRGEE. #A
Hewlett-Packard % 5] 1050 HPLC % %4k % & ##4 B8
Finnigan/MAT TSQ7000 = ¥ w9 4s il & & F #AT L7, *F Fodid-
BA G RN, BT AT R KR I IR ) T AR,

&%/ Phenomenex Luna 5 fik 3K % - © X (pheny-hexyl)4:
(250x4.6mm) L i#AT, B shiEAH R —MH 5-20 M6 w9 Kok bR E
Wik RE R, ROV A RN LERGHERB LSS E
A EARNBETHEEADERRT HF, K10 KA EZHEH, K
it & 442 44 R B4R 4 ik 1.0 EF/94P e THE/AK, T4 1 548 3% 70/30
REMES & 2L 10 4F0 4 100% 3K, HikE 40 54+,

EHBEEY, ¥EALEE KAPCHT# TR MR F4a%
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FoRABEFEE. X BRATHRT, MEF APCI £ RRLR
FEGB LT B F(CLis s THAK G Sty 5T 4 H1E &, APCI
WEMEH S M, ABETFTLRLEDLYSKVAREFLELE
K4 4kV, RERBGEEEHRE200CHAAT A 400C. IHR
FOME B FRR A GIE T 15kV e 33T A 1500V 4 b, F42
LA, XARTLEMRT, AL 1LOD/EHT KA m/z50
2% %] 2000am.u, FEEFELERT, AH m/z150amuF¥. £
SERBETERERY, KECEAKT AL ENRK T332
2000a.m.u Fo /& 3 K ¥R/ EHRX + 1243 4000a.m.u,
E27#E#REDOSC): DSC AT RM 54 BAnisi e TA
X E 2920 £ FHEBF R EARXKGRST. RABREEEH 250C-
725°C(H M3R3E: 50mUmin £ 54478 DSC THATHH. BA%R
KA A B 2R, RAHEH £0.0001 % &9 Mettler Toledo -4 X F
1Tk ¥ ¥4 5(10-12 mg)3t X -F A 3) DSC B L&+ (% 5#
990999-901). A &4 ¥ &) F FAE IR 44 £ F 3+ % & 74 R F 3,
R KA T A 100°C/min(P53R 1)égik & f OCAH#ME 450C, ME
vA 100C/min #9ik £4 30 F 0C. EP#47H =3, ¥2 100°C/min
Gk R(EEHHE DA 0CHKRE 450C, XBBE G F — WAL,
FTIR 4#7: 4% Nicolet Magna 550 FTIR 9~k % % i+, ik
XK FTIR kb, 245 FE#dREREOEKRA. ik
HEFAB B E. RSB AT Ao IR 6 BT
2H 4
¥ AN FHETABRELAB—ENGER, RE
A IMHz T#ATLE-LENGREHBREBEERTH KIERARE.
KRN E R K (Tg): EGEBERBREATHNEEHEE
R RER f) RAE., A A M KLA 3220 Flexus #4731 ¥. &
MR EZAT, AWEAREG R R A 500°C FiR K 60 41L&y
FRAARASHEARETFLEGETRE. REWKARR HAMEY
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PRARE—RABITALTORBETREE, AR IAKTAES
i, RESAREIKGRLF TR, REC DA EENE
JBE, BRETALEAHTBEHBEE. SXUBAHIRF.
ARE Tglh, i —KPE(E AT RESHEE L 0 #-84), Tg
15 o X B Ao K-E P E e ISLE.

1R Tg AR B K —BE MRS MG QR B H B ARG
e Eided, BAREFERY2HAH Tg.

¥RV HIWATGAI LY : E.TFdh TANBRSIHEHNE
HAARF 4 TANLE 2950 A ESITBU(TGA) A A M Z. £ A
Platinel IT # &, /% #=:8 & 7&. B % 25°C-1000°C., Ae#tig % % 0.1°C-100
C/min $947 88 % . A TGA X-F(4##: 0.1g WE: £ £0.1%)
AHE S FHR(T-12mg)H f£44 4 Aok, HREkiRE S
100ml/min(60 ml/min % 2|4 %= 40mUmin ok %] & F )& & 2T Anih.
WA E RALH. 20C TF4720 540, REW 10C/94F098
iR A E 2000CH /£ 200C T HRH 10 9048, 42404 10T/ 47691
BHRESE ASCHAERSCTTHRFF 4D, HH425CF 4.0
B EFRL.

R PR ER RTINSO EAREE LT, Ik
BERARAGEBEE YT LA T, wREBAE THAKE £
HEE., EFFREE—BAA J. A Woollam M-88 436X % B % & X
HATRF R EF2]. 128 Cauchy A+ 5 Psi Fodth 4 04l (I
B eX k¥ T K& N4 H G. Thompkins F William A. McGahan &

“Spectroscopic Ellipsometry and Reflectometry” , John Wiley and

Sons, Inc., 1999 #), .

HRE: FkEeyRE 5Bt J A Woollam M-88 45 X, i% B
A EA AT B 2 FE M it4T7. 128 Cauchy ARA i+ Psi #=549
RAEMAEL., RESFA KA, FURESHFLEKRKS 633nm(isHE
K k49T & N4= H G. Thompkins # William A. McGahan #
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“Spectroscopic Ellipsometry and Reflectometry” , John Wiley #e
Sons, Inc., 1999 ),

Bk B¥forkEATNERRRE. A/ MTS
Nanoindenter XP(MTS Systems Corp., Oak Ridge, TN)i# 47312, E4k
ARRRAEGEDFEREF ik, EFEEBRIELH. E4 R BT
B, T RR A & % (unloading curves)M & Rk &b egil, A4A
FRARARE H 72+-3.5GPa &) Ak A AT R . F 2 4R Bt ak ik 194K
¥-F344E 4 500 £ 1000nm ERFEZE ., FEBRAT, HERE
FEART MM Rt B RO MER D), S RAH MR EY S
Z 15%.

B ER: B EREmE ASTM D3359-95 85 it 47, #B4e
T hANGER HME, AT > XIS R QM L ATR
BRI (1) H—H A (4hik Scotch # 3m600-1/2 x 1296)7 /£ &
XARE LA R FARBR R, PQOREHBFRENERELT
% 180° 34, JeRdh h L&) ERFEAEALEDAAM LSRR, 7
Jo RIS RN F —RAMBA R AA R4,

B kL RE: AR ENS G RLLI A RELANEY
mAREL, W—RMEIXRBATFIAGFDABLEAT i
BEAREKGE AR AEARLYE. RERAKARAHMAEZ TR,
BRI RGBS E TRAADNH T EE, LRbEMEH
WA EF R EBLE.

ERNEEN: EHAAEMNBIMEENLENEHREE. I
X%, FTIR Ai#fwFBRAE. T TFHREGER R, FEN
K3 REHEI.

FHALMEA: £ AR N, F2 4 4£ Micromeretics ASAP
2000 £ 3 RAFRAM R XA LEATRK, 287 UHPGR HsF T
L EARN,, BHBBALT 77K R[S FHHRE T,

AH SRS, TARAFAL &4 MR ARESBA L.
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st FERHRMEZABUREY S 6000A K. MERAXK S MG
A E#ITHBE, FABRAHLE, HXEHRMERE 180CHBRE FH
FiR, MEART, A S 10mm K 26HLF ¥, 34 £ 180
C. 0.01 £ FHLE>3 e,

MG B shl ER AN KR GBEMARE, FHABMA S,
REMTEFEREKGNE., RNEFEHEFTEHH R SHESH
BRE. BRURR, ATRAA SIS 5695 F. F47H ML & P/Po
FEPAHRE FHRNERRES, Po HRBIHKEEH)RE L.
SLEZ R E RAF R KI5 R A -P/Po i 4,

1% F} BET ##(S. Brunauer.P. H. Emmett.E. Teller #£ J. AM. Chem.
Soc., 60,309-319 (1938) ¥ 2T 64 £ B4k Ay 8 B RARE I AT 84
Brunauer, Emmett, Teller k), & A RMF B K 44K P/Po K&Kt
¥ %9 BET A &#7, 1&/ BET #2464 %M 4542 R*>> 0.9999,

/& P/Po ¢4 AR E B ¥ H ~ 0.95( A F R LMK K, b
i &2 % R48) T 8 RLAE MRt HIRR, BEKAEE PP T,
RHGRANEELSRERAUOAE, FEFAYGILBREALT AR
# R A -

1# A BJH 32 (E. P. Barret. L. G. Joyner #= P. P. Halenda; J. AM.
Chem. Soc., 73,373-380 (1951), 4124 Kelvin 5 #, b {AFRLHTH
ABESH), b RAFEREHBEMETHARBIH, EHFE@AT
Kelvin 7#, #F5R4hE SRR EWGFHIAX, L1/ T Halsey
R, BARMRARALERREL PPorikAh, H4seRask
A5 P/Po 89 X & #5404 45 R IR TE B A & FUARAR,

CRRHARRILE D Hidkeh E42, £ E 9 BET £&# Sa(m¥/g)fe
FUAkAR Vp(ee/g) 5 948 R, B b D(am)=4000Vp/Sa,

AWM RN BT E(TDMS il i A AT AL, 547
AT R ok ) AR AR M

BEEA & b Aotk B A ML & R 24k R 4T TDMS 34K,
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E PG A QI RBBEEL, A BT A @ HRAT
#, BT AEMARLFRE, REANREEE SR GITABRER.
MRSTHe R OB E TN EA LS BA0:E, ERMNEBTHTER
BEBRERAFH MM, BT R R #L S Hiden Analytical HAL IV
RCRGA 301, fi#feR E4 4 B35+ Hhigd, @it ity
R R L RBEET.

AT TDMS 947, & eARA TR Lok, WHHLRE S
XTRAEHBRER, MEHRALL LT TDMS RE/kAT, AR
AUMATERNKT le-T40. RERAREESEFHEREL
KL, #AFENREKBREST#OET, T F—ReY LA F
% 10C/min ¢y R ¥, & 20 it X —REXE KR FRHF— KB ER
¥, AR XL RS T4 20 6 JE B Fo kb Z 018 F 8 R,

kA
A

AR E T KT KA E PR+ A2 F WO 01/78110 + 464
5 e AR, EIEH 2.7,

GXe&kb “P1”)

FB(a): #14 13,5,7-09374-£FK)C\ o 2RHBG=B 1A FFF).
1,3/4-[1'3,5- = (3"/4"- i ¥ £)Cpo A RIB-T-R 1K (e B 1C A7 7 )52
E 1,3-R{374'-[1",3",5"- = (3"/4"- i ¥ X )C, &R B-7"- K] K X }-5,7-
SR-(3""/4""-i FH)C, 2R (e B 1CFT R RAM(E AR APL ¥
R@=H" ).

3 Co&RI5(200 1) R E(1550 EA)F = RAL4E(50 L)mEFR
—BEHEBEF. EARSHAEBAKEME 40C, T K£(1206
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FE 4-6 DB AR ER N RSMT . HEERESHEIWCT
Bt &,

HRAEAKERGC%EE)I00 EAMEE —_BRHAEF. ¥F—

BREFHRAMEMBNE R AET, FrtlsMRsy
5 B RAMGREH 25-35C. 4 BAVAMERBE, AREIA
K(1000 £ H)%kik. FTEHIARKH 1700 5.

W 204 S E B (B AHHA2H 80C-110CH F-FR)mER
ZREEF. E1IHARRE_RABYHEEMBRBNE =R
HBP, RAERBGROMEY 1M, ARTEFDLANTES S

10 B RS AR, BR300 EA. HRidHEBE W ECESH. 45C
FFRit&., EPl FRE@OFHY W T EH 407 4. ZREWTH
1A £ 1IC Fi&. B 1A A FHAGRK, B 1B RAFHFG_REF
BHEFHiEXmE 1C A TR G IA_RERZREK, SN
AE IBLAHTERA. |

15 1# ) .36 LC-MS. NMR “C #= GPC ¢4 oM HEARAEZ * 4. LC-
MS &9 E 4 4 LA C 2RI ¢ R4 AR Fo kM ¢ T &
RAH. FRNGEHETRF S| H(AC,£R5%; Ph=CH,; Br=if;
t-Bu=-C(CH,),):
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M

B ET77/961

IE1 4 ¥ (a)* % # HPLC-MS 447

HPLC-% @™ #, min

M

12.8

14

14

153 -

15.8

16

16

16

18.3

- 16.5

1714

17.3

18.4

x~19+

% ~21+
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vooB A ZE78/96 1T

10

NMRPC 4-#f4e Tigehva & :
BC NMR 43, ppm M
153.6,151.8,151.1,1483,147.6 |45 C, 2R RAF X5

136.0, 134.5,134.2,133.1, 1316, | %% C-H
131.1, 130.2, 130.0, 129.6, 129.3,
128.5,126.9, 123.8
123.1,123.0, 1229,122.6, 1214, | %4 C-Br
121.1, 120.3
47.7 ZRAH C oy £Rlitey =4 C-H,
46.8 | IR C,p £ RISEH C-H,
41.0 5 ABA C,p 2Rt is EARATE
Co £ RiBkesy C-H,
39.3,39.0, 38.9, 38.4, 38.1 Co AP M6 T (M58
352 T A8 FRHR)IK
31.4 R T %4 C-H,
30 ZRA Y CyaMitey C-H

GPC fArss X%

- 1,3,5,7-m3 (374" F K)C,p £ RIS (I B 3A BT R80T ¥

#5%4 360;

- 1,3/4-5%[1',3",5'- Z.(3"/4"- 3 ¥ %)C,o £ M $E-T- X ) E G B 3C 57

T)E T E 4 A 620,

- 1,3_R{3c/40_[1 10,3 "as"'5—(3'"/4""7'*££X:10 ﬁﬂ,j ﬁ"7"'£\]x£} -

5,7-(3""/4"" -3 E 1 )C,, £ R (e B 3C BT )4 2 F 4 % 900
(R¥).

FEO): #14& 1,3,5,7- w3 4-(KTrE)EL]C,,£2RH(EFE 1D
B ) 1,3/4-3{1',3',5"- = [3"/4"- (K T 3 £)EE]C, o £ R 32-7- X} K(30
| IF ff F)fe £ 1,3-R {3/4-[1"3",5"- = [3"/4" (K T3 X ) £]C,,
S RIBR-7"- K] K K}-5,7-R[3" /4" (K TR B)EK]C,, &R H (B IF
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Fr ) e A (EAEH Pl TRO)FH” ).

ARARP T, ¥ FE500 EH). = TH(4000 EA)F= L& Pl
FR(Q)E &6 EH(1000 %, FEWAEZE—REEY. HRSY
Aa# £ 80°C, Ao = FALI-(Z A B)S4e(1D) (B [PhyP],PACL)(7.5

5 )4 Z X AR (I [Ph,PI)(15 £). 10 246, AL EHM/INT.5 ).
3R, BETROT0 L)ERWANEF—RAEF. £ 80°C
THALBE R A 12 PN AREREEL T4, HaNTF KAE750 £H4).
EESEBAESTAERBEN, HEERSHASHESL S0°C, it
840 = T A (% 1600 E4). RUA FTRRA 3 K, HX 500
10 FF. HHAaA 1750 £ HCl(10% T H)k&, REFH K000 E
ek,

HK(1000 EH). T =Hv3 ZBM(EDTAY100 %)= T —8A5(20
EVmA ExEAAEY. AL 150 £ NHOHQRS%E ¥)iE%
oAE pH 3 9. BEHE A RAM 1 I 6t. 2 BA VAR A K(1000 E

15 #)#ei#. it Dean-Stark K EBHATHEF FRIELEKSIFLEL.
it H G =5(100 L) #H &4 Tonsil), §RA4E 100°C Finik
30 54k, AEA mILGRA TR E 4 FEHFA T RQ00 EA)RAKA
Y. mA—FAE00 £). BEHRARSH 054, ARF AL
gl A it — FALEE A T RQ00 EA)ARKEH. MALRKE

20 E(0%E¥)2500 £514= 12.5 £ N-Z@FEMEKR. 5 E S48, A
A8/ 1000 E 4 HCI(10% & ¥) 5k, KB MAKH#Ek2 K, %R 1000
EA. EH R0 ECE)TRAEME TR, REBARTRLY
70°C., 356 4 b A8 €404 R (1500-1700 £ ). @REENE
#E R P AN TBF T BE(2500 EA), B AKA EFR(4250 £

25 ).

3 17000 EF 5 Bk (35 h 942 80°C-110°C $h R F )W EF
—RABRY. RE—BREBPHRAMAE ]l [HARER-_REE
bt BHEERT AR, iR BAWAE sk sk 4 K, FK 500
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EF. Fiik 45°C TRAETHR 4 ) otfsk 80°C TRETFHRS B,
Pl ¥ B(B)#F2| % 850-900 %. ik K 4= FH 1D £ IF fi&. B 1D
AFFEMHEK, B IEATAIN _RAPRHEFHHBX, &
B IF AR eEA R ZRIK, G364L0 IF 98H+.

5 1% f) 6,35 LC-MS. NMR 'H. NMR C. GPC #= FTIR #4473
RER =4,

LC-MS 247490 % BA C,o4 M biak 69 B LM ¥4k ik,

R ERRAY. RAEHEMETAFIEAEER C\o e R,
T 3 =X % -PhC=CCH,; t-Bu=C(CH,),):

# M+ ;
1 664
2 840 d

-3 [ 720
4D, 896
5% 1 - 1326 ple

10 (6% | ~ 1402 A T CoH.
PR R S A S H LR E] R A MW £ 1002.u.(he £ PhC=C- K &)

LS EIDE
biX sk Sk MWL RA = K Lk X £ $4(-176a.u.)é) £ 414
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vooB B ZE81/961T

10

'H NMR # .3 %% F(6.9-8ppm, 2. 80 + 0.2H)f= &7 C,, &R K T

(1.7-2.7ppm, 1 £ 0.2H).
BC NMR 5474 Tiddd )3 &

BC NMR *4%, ppm 5
151.3,151,150,149.9,149.8, |#4 C £RBKIKR LTI
149.3,149.2
132-131, 1285, 1253,1252 |C-H 3%
129.6-129.1 EX ]
123.7-1229, 1218, 121.1, 1209 | & E TR EAFFH
93.6 FLRAE—BRMKIKL)
90.7,90.3,90.1, 89.7, 89.5,89.4, | % ek
89.1, 88.8, 88.7
475, 46.7 WA, C,, £ Rtk ey C-H,
471 WK C,, 2R éy C-H,
a1 =R, Co A RIB# CH,
39.6 ZBA C,,2Re C-H,
39.5,39.2-39.0, 38.6,382,35 | WK C,2REHERE
32 FRERT A4 CH;
30 ZRA C,&Rstey C-H
GPC Ak %

-1,3,5,7-m[3/4(RK LR A)EE]C,, &M HE(Ge B 3D ﬁﬁ:‘s)é{:ﬂ#&

2T EH A 144;

-1,3/4-32{1',3",5- = [3"/4" (¥ T X)X K ]C,, £ R BR-T- K} K(3w
B 3F B )by 4T ¥4 % 1300;

- 1,3-3-{34'-[1",3",5"- = [3"/4"-(R LX) F K]C, &R 3e-7"- %]
EE}-5,7-R 3" /A" (R T3 )R E]C, £ RS (3 B 3F AT R4

HFE4hH 1680 (B4,
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wooB H ZE82/96 1T

10

15

20

B GPCE R, B4k )5 F HKRMELHH 50 5%,

FTIR # X 4T

fE om ™ (R )

2

3050(33)

%# C-H

2930(35)

CoRi%t L&y B84 C-H

2200(3E ¥ 55)

Tk

1600(3F ¥ 3%)

F*# C=C

1500(3%)

1450(% %)

1350(F %)

A -4 B ()6 B &
GXEHDH “P2” )

FR(): #1& 1,3,5,7-m3/4- £ XE)C, £ RIR(IB 1A 7 F).
1,3/4-%[1'3',5"-Z(3"/4"- R F X)C,y £RIK-T- K1 K B 1C A7 )Fn
EJ 13- {3/4-[1",3",5"- = (3"/4"- s ER)C,o &R BE-7"- K | E X )-
5,7-3(3""/4""- i FHK)C), &R (3B 1C FF 78 RAM(EARD “P2
TRQ@~H" ).

¥ 1,4-= 8 K(587 4 %) = RA4BQ1.T L)MER—BE BT,
BEL B A il it (BB KSAnth £ 90°C /e sbiB B F RAndb st 34 1
baF, MEFRBEH 1. RRERAHAIE 50°C, 3 C oo R
(1131 £)e ZATRA NGB RASH T . £ 4 D HAKRT AL
F(71963 A)mER N BABFT . FHEE RSB 12 ) 6T,

H HCLE & (566 B, 10%EFRER)MAZE R BT, #
F—RABFYHEEMESCC THHBEF _RABY, HBitshrk
B RECHBEN 25-35°C, RAMAXBERER. AWMET
B, ZFME, HANRERSHT BBk, 58 @A 488 K380
E)hkk. ks, MEAhuRs 800 E4.
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03805944. 4 o 5 ZE83/961

HRIFE(5600 EAVMANEFR=ZREBF. £1 IHARE R E
BYOEEBERMNEF ZREEF. FEEREHE Y 4.0t
RELTREITE. BRHARERE2R, X300 EH#. F2 P2 %
B(a)dy =4 526.9 £.(R&)A 470.1 £(FF).

5 1% F) €35 LC-MS. NMR"C #= GPC ¢4 3 #H KA Z =4 . LC-
MS 578 REA N FHREA C, 2 RIBAK ¢ M4 Rk R
WG E R RAW ., RAGEMETAFTF H(A=C,, 2 RIK;
Ph=C,H,; Br=i&; t-Bu=-C(CH,),):
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IE2 ¥ 8k (a) = 4y HPLC-MS 547
HPLC-R WM, mn | MY¥ Sdeial
128 - 508 AdPhafirs
14 " 674
153 .. 782 - P, -
158 830 P
T ) Phel
16 . 0 abrgl-t
16 afe Phllir,
16.6 (
174 )
173 — 808
18.4 {%
X159+
1114
1116
1198
1182
1194
1210
277
1548
7
x~21+ 1
: 1
1174
1280
g
1 !
1404
1482
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10

NMRBC 947 4e T ik 44 )2 %

BC NMR %43, ppm =% )
153.6,1518,151.1,1483,1476 |4&-E C, 2RI F I8
136.0, 134.5, 1342,133.1, 1316, | ## C-H
131.1, 130.2, 130.0, 129.6, 129.3,

128.5, 126.9, 123.8
1231, 123.0, 1229, 122.6, 1214, | %3 C-Br
121.1,120.3
47.7 ZRAKH Cy 2R =A C-H,
46.8 wWRA L C\o £ RIS =A~ C-H,
41.0 5 RIBAR Co & RIBAL X AL &Y
Co&RIBey C-H,
39.3,39.0, 38.9, 38.4, 38.1 [ LI AEJ6 3L 3
352 T 0 F (B8 %)X
314 T A4 C-H,
30 ZR& 4 C, &Ry C-H
GPC X

-1,3,5,7-m9 (34 £ )C,, 2 M B (Fe A 3A FrF) e 5T ¥
% % 360;

-1,3/4-3%[1'3',5- = (3"/4"- i K £)C,, £ R 5-7-% 1K (=B 3C A
)4z T F 4 570;

- 1,3-5{3'4"-[1" 3" 5"- Z(3"/4"- i X )C,, £ R E-T"- R ] E A ) -
5,7-5(3""/4""- 3 E K)C,, 4 M $E(3e B 3C )64 5T E 49 5% 860
(R%).

JBO): #14 1,3,57-9[34-(KTEE)EKL]C,£RHEGE 1D
BT %) 1,3/4-3%{1',3,5"- Z.[3"/4"-(R T e )R £ ]C,, &R 1E-7- %} (3o
B IF pr ) 00 13- {3V4'-[1",3",5"- = [3"/4" (K T e £)E £ ]C,,
ARR-T"- R 1K E}-5,7-R (34" (R TR B)EE]C,, ERRG B 1F
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10

15

20

25

Fr ) R (AR “P2 SO =8 ).

ERARP T, HTFRO8 EA). = TH(1860 E 4 )fo Lik 4
&t P2 FRQ@)FHA65 %, FEAZE—REEY. HROH
Aed Z 80°C. ¢4e-= K K Bhsk4-49 (8 [Ph(PPh,),CLY(4.2 ) E &
HReMF. F410 045, =KL PPh,)84 ) ER &
BREMF. BFHI00ME, HLEEHDE2 A ERL RS
¥,

E3PNA, $ETHRERGISS A)mERERAMT. KA
BB 5 80°C FHEH 12 DR AABRE AL % AR, & F (2209 £H)
MERHBREHT, REARGAALBRE TRERS. KEER
AL EY S0°C, HRERMZTEE, RHAFTERAL2 K,
R 250 £4. A A8 A HCI(10%E ¥)(500 EA)F=7K(500 )%

H#K(500 £4). EDTA(18.6 &)fT —MA(3.7 ) E4 48
F. A NHOHQR5%E¥)(% 93 EHA)Ak# pH=9, HIEE LR
e 1 i, WAV O REQGI R At LRET 58
k. o8& eyA AR AK(G00 £ )%k, &it Dean-Stark 4K B,
HRBFLGAIARRTER T RLERSELR LKL, mALAENG
=% (% f.4 Tonsil)(50 %), 4B A R4 A 100°C Tk 30 5-4F.
RAEAMILGRALREGZE, A FEQR )R ME.
N EACAE(50 )P B A A% 30 04k, A BA mILey kA
g = e, AT RQ00 EA)RAF MR, oA NH, ACE#R
(0% Z F)(250 E )M N-LBFRMK(125 £). 5B 5. Fhie
I HCI(10%Z ¥)(500 E ) zkik. A HHp/R MKk 2 &, H*k 500
T AL 120 BECHEA TREXMTE, LA RBHE R2it 70°C,
#) T IR EAEA 0 R (2 500-700 EH). AEEERQRBE T Ao
ANTEFTE(162 EH), REHEER# 1780 EH).

HRE(T120 EA)MELE—RABY. A1 IHA, #E—EE
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03805944. 4 o ZE87/961

BYGEEWPNEF BB, BHAREY 3 ) Hitk.
EHR RS E AR, BR250EH., £40ECESH, 80°C FRA
T4, %2 P2 FRDb)EF 4 700 L(RE)XK 419 £(FE).

1% fl €.46 LC-MS. NMR 'H. NMR C. GPC #= FTIR #§ 447

5 REZ=H.

LC-MS 5474 XA A F ¥ R BA C, 2 RIS 6 B 4058 4K
PRI G I RRESY. AZGEMAET AT HA=EH C 20
o, TAHZ-XTmE-PhC=CCH,-; t-Bu=-C(CH,),):

# M+ e Ay
7 664 s
3 720  Ad(H)Ts
4P 896
5% [~ 1326

' q“ 1402 A TCoH

10 "B A X i ) 45 H) LK 3 B A MW + 100a.u.(d2 5, &, PhC=C-
A )6y £

VIR M I MR B R K Tk 44 (-176a.0)49 K40
'H NMR # % %% F(6.9-8ppm, 2.80 + 0.2H)F= £#% C,, £ R 5/k
F(1.7-2.7ppm, 1 £ 0.2H),
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v B ZE88/961T

PCNMR #1444 )2 &

BCNMR 4%, ppm “H
151.3,151,150,149.9,1498, |i£3 C,, 2RI E L5
149.3, 149.2
132-131,128.5,1253,1252 |C-H %#
129.6-129.1 ¥R
123.7-122.9,121.8,121.1,1209 |#BEZHRIHFETH
93.6 FLHBE(E_RKKLEL)
90.7,90.3,90.1, 89.7, 89.5,89.4, | £tk
89.1, 88.8, 88.7
47.5,46.7 IR Cyo &R B4y C-H,
47.1 WA C,y &R Basy C-H,
41 =R C, 4R skey C-H,
39.6 ZRA C 2R s C-H,
39.5,39.2-39.0,38.6,38.2,35 | wWRAK C,,2RIRHNEHE
32 FIH ERT A4 C-H,
30 ZR]RAKA Cy 2R bey C-H
GPC 44 %

-1,3,5,7- 0934 (F T £)EE]C,, 2R BGre B 3D Ff )8y 94
5 2T EHH 763;
- 1,3/4-{1',3',5"-Z[3"/4"( K T3 2) K A ]C,o £ R H-7- £ ) K(3e
B 3F Af F)49 4435 F 49 % 1330;
- 1,3-2R-{3"4'-[1",3",5"- = [3"/4" (K T e ) F K ]C, 2R BE-7"- % ]
EE}-5,7-REB"A" (R T IB)EK]C, 2R B (3= B 3F B =) i4x
10 HFEHH 1520 (B4).
i GPC &R, £ 0T HRRBEILF D 50+5%,

FTIR # %40 F:
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03805944. 4 o 4 ZE89/961

10

15

20

43 om ™ 'CFRA) ke
3050(5%) %% C-H
2930(%5) Cio &R L 448834 C-H
2200(3E ¥ 35) Tk
1600(3E ¥ %) F# C=C
1500(3%)
1450(F ¥)
1350(+ %)

#HE&3

BHat 1,3,5,7-m[34-(R T 2)E R ]C,, 2R F(dB 1D #)
5 1,3/4-(1'3",5-Z[3"/4"- K T3 X )R K]C,, AR 52-7- X ) K (3 B 1
F B w)fa £ 1,3-5K{3'/4'-[1",3",5"- = [3"/4" (K T £) ¥ %£]C,, 2R
Be-7"- R K EK}-5,7-R[3"/A" (R T X)X R]C o 2RI SE(de B 1F A7
TR Sk,

¥ 850 E 4+ Pl Fr®k(a)=a A WF4r, 25 AL &8k, ligroine,
BTG LIRATE ., Sk 2520 EEMNF FARR, A
it j& (Btchner J&-4, #42 185mm), £t R B FA 150 £HEMN kA&
MR, REELH20°CHREBRAY TR DI, £ 40°C TFiit
B Ak 70-80°C TFHRERE,

BERREN FIRRAEEESRGIRER K, THRAFTTIR,
AT RRIAIEBERERBAA@REL NS 1 ER), £20°C
TFRYERLd, ZFHEHL—F TR,

it GPC 54T B M R AL W6 BB BAW . Pl ik
Fok Bl 4kiBit GPC 247, #RFIFAS+. £5F, PPT AT
R, B4RH 13,57-00C /4 FE)C£RBEGGE 1A FFF); —R4K
& 1,3/4-%[1'3',5'- 2 (3"4"- £ X R)C), £ RIRE-T- K] ¥ (= B 1C Ff7);
ZRARAR 13- (3/4-[1",3",5"- Z(3"/4" - F R)C, &R $E-7"- K] K
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A}-5,7-(3""/4""- i FX)C £ R (=B 1C FFF),

A5 |
TR ATHE e [ PPT % #| A -1 3 Xk
(= RAR+ =R (= RAR+ZRAR)]
75.0:25.0 F b Bk 52.5:474
75.0:25.0 Ligroine 64.0:36.0
75.0:25.0 ) 37 66.2:33.8
75.0:25.0 L 4 75.0:25.0
5 WXL UR, R RSY PR (= R+ Z BRG]

Y% 31, ERRERTIRERRR K E T 82 (>90%)84K,
RAELEBRY QMETEB R, £ FHEYRTARPEAHA
P, R R (ZRAZRR) G AR BN 52 3:1), £
TR ) AR K BIL THA T M(56% T M-2] 0%): % sk

10 Ligroine. B&it#= ¥ 8§,

HELRBREOGHE
& 1 FHRAM Ty 1,3/4-2{1'3,5-=Z[34"(X Tk L)%
AJC, & R-T-K} (G B 1F B =1L #4748 & 4L (PLC) S
15 H. PLCELEXHPLC 5% %M, RABATEANEHRESEF
XEHRAM(AILLELE £).

HE SRl o W&
%‘]%_ 1 F#‘n‘&e\% ‘P é‘] 1,3-&{3'/4'-[1",3",5"-5.[3"'/4'"-(* L ’*g)
20 EEICo &RIBR-T"- KR E)-5,7-R[3"/4"- (R T E)EK]C,, £RIR
(e B IF A7 7 )R A #6548 &% UPLC) 5 % .
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10

15

20

25

WA A EMtn oo
A VI C 2R kFX VI. VIO, XV, XVII. XIX. XXII.

XXIII A= XXV 8 C,, £ RS4R8G5 4 2 A48 3T vl T 5 k41
&. 4ol 2 Frw, 12884 Lewis BAEALAI 34 C, 2R 544403 3640
CuRI =4, REAE Lewis BAMEILH A £ Tt C 2R B =
WL i KB R BB EA C RIS, MUE £ 573K &9 Sonogashira 1%
SRMLFRBGEAH ZAREET, RiEEEN C 2 RB5 Kbk
B R, & FhBREMNT 2001 £ 10 A 17 BRI H&4F 369+ )
% 3 PCT/US01/22204 Fir 43k 84 7 sk AT /6 &L 22,

7 $9(a

A VI# C £ R4k VI, VII. XV, XVII, XIX. XXII,
XXIIT A2 XXV 8§ Cyy 2 A5 B4R b 15 T o 3, I A9 38 1A T 541
#. B 1A Z 1F Fi®, C aRIRAL XM THE 1 F2 Frigked
SRT B C 2RI R RS Y. ABIAZICY, A
#1441 fo 2 ATk &4 Lewis BUAELA Ao/ R 416 2 P HR M F 4
HAESEHFLET, RCL,EMRERARY HREENSWEL. K
HRAMBTBRBERBEAR, KK, = Rihfodk HBIEEY
#iRed. A8 1D £ 1F ¥, REABLH AL THEENLC, LR
B o4 5 Rk RBE & AL R IR C 2R RE 2%,

P LT AL

BERAEFF, STRhEGEXA RS HBHESE .

£ 500mL $) R EA ARE. MHBHEBRREAADTY =B
HEP A NFAXTF LR )& 1 K 2 694 B M 48 5-(A ¥=20.00 g(20.19
mmol)). —F-R(ZEEM)S-4e()(A ¥ =1.134 g(1.62 mmol)), =
F A (A E=0. 848 g(3.23 mmol)). ik T 4R(D(F ¥=0. 308 g(1.62
mmol)). = Z/(A ¥=70 m)fe F X (A F=80ml). ¥ RSP ZE

122
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80°C, 42K F A 4-T ke K ¥ (A ¥=0.63 g(5.2 mmol))/£ 20 ml |
ZLEBEFEER, KATRE N RAYE B0C ik 8 .50, MEH
A ¥ #mETHRA16.50g, 16]1.6mmol)dfe= Z.M:(20ml). 3457 1E5 % £
80CFAm#h 8 JoBY,
5 HEREBSWENETRHAHBE IL NEEASRE. VB
HEBERRAANT TG ZFBRME, A FRA00 ml), #%A 6N HCI
FA. REMAK, MERHTRERL 100 ml 6N HCl —#2 £ 60°C
BLH 30 54, RAHE Celite (RRA LN AMAF)ITE, HER
EFKER., ARAERERAA, B4 M 100ml B FRELFES
10 RAER., HERLE 100ml 0.1M &4 N- 286X - B R B 69 SR % —
AR OC T30 04, MEREKER, BARKERS &, ¥
BaR#EXANERETR, RARGERD AT FRITE, 53
17.10 g(85. 05%)4i 41 &, Bl 4k (#k 5 B4k A).
2 100-mL 69 X & H 4R EZ. AARHEBRREAANDFH =B
15 #EF AN 20.70 mg FAL4(60%, 58T 5 #ik + , 48 % F 0.5176 mmol)
Fo20ml The, WREMEZETHHES 94, ML LETKRE. &
LR RS F Ao A w9 ok h(THF)(A ¥=20 £54)F 1.00g Lk B4k
A, FREOMETETHH 30 54, MERNRIT e RBX
RO (R ¥=0.6540 g). A HFERLE 65°C Theih 12 Jo0f, Bitskst
20 KANBRE THF, $AARSHERE 1Sml —FEFFRAZR
B). A& & FRKAERFRERZK, WEREFELE 12 ¥ 87,
A REF 1,34-R[1'3,5-2(" /4" £ X£)C,, 2 RIR-T-K]K, &
EE 1,3,57-m9374" - FX)C\ 2R A 1,3-R{3/4'-[1",3",5"-=
(3"/A"-ife ER)C o R B-T"- K 1K K }-5,7-5{3"/4""- 38 F A)C,0 £
25 BT KA KU AL,
£ 65-mL HBHE P Au N\ LR B Fodf TR &N S BB F
=0.030 g, #~F¥ 1760, & Schenectady International Inc 384%). 4%
BRATERTHEL D, MEHERS 0.1 pm & teflon E B it k.
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BERFBBEARAR Qo) EREBEHT, HHEELHH A
F—A4hLE, ERA(<50ppm REYRY T, ¥F2| R ELSMS
A 125°C. 250CH0 300°C Fit-F 1 o4, o Bl A4k RA(26
F/58 YRS . B 250CH 45, vAE54F SK #Hi8, A& 400CTF 60 &
5 4. BCBRETEE A 350C-450C, AdFas T, AAMNLLS
Rt Ao MR AR BN AELESHT BRI, BEOIFMHEH
1433, BEAH 2414A, B 13 R 7HR#H LGN LER.

KW Rkt 2
10 BERAEFF, ©THREGER T LS AL,
7 500-mL RS HARE. BMABREBRRANDEH TR
FE P A A B4 (F £=0.262 g(60%, ¥ TFH by, ML F
6.54mmol))F= T5(60ml), HFRAMAETE FTHHE S 048, MELE
SR E. B ERRAY P A 4- Tk X KB £=0.695g(5.93mmol))
15 Fowd Sk R(THF, A ¥E=144g). HRAWATETHHE L b0, Ao
AFEE RALE RER R (A =15 g). BB HRE RAWE 60°C
Fhe#h 12 Jobf, BitR#FEXAKER X THF, $AARSIERE
50ml FEF, BREROATHRHERA),
| 4 500mL ¢ EEH S RE. BB BRREANTETH=ZFR
20 K P AN KT L& 1 X2 6y E M 5(F ¥=2575
£(26.00mmol)). = K(=EAM)4e(D(A ¥ =1.461 g(2.081
mmol)). =&KX (A ¥=1.092 g(4.162 mmol)). L EMO(AE
~0.3963 g(2.081 mmol)). = Z.H:(f ¥=160 ml)F= 7 % (5 ¥=80 ml).
#RAM ek £ 80°C, A PMMmA LEER A, RRARSHE
25 80C A 12 J\BF, MEBAEAPHMARTR(AE
=21.3g(208.1mmol))#= F X (A ¥=30ml). &R E 80°C TFAaik 4 |
2
KEARAMARNETENAHBE IL HEERSRE. PR
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HBRIEAT TG ZFORRF, A FEA00ml), %A 6N HCl
FA. BREAAK. MUEHTFRERS 100 ml 6N HCl —i &£ 60°C
B 30 48, RAWE Celite® R R ALY ENHA)ITE. HER
kRE®., BRAERERAL, H4M 100ml & F FRKEHEFEE
5 BAHK, HEEE 100ml 0.1M & N-Z 8% -3 B 5Bk ) SR 3% —
AL OCTHH 30 54F. MEREKER. FARKERS K. K
Bait NANBRETR, $AAGBAH AT FRER, T
BEZEAEB 4 FRF, £%REF1,34-x[1'3,5-=(3"/4"-3£ %
B)C, BRIR-T-R]X, ZEM 1,3,5,7-0(3/4-i% £ X)C, 2R A 1,3-
10 S {3/4-[1",3",5"- = (3"/4"- 3 KK )C, o £ R BE-7"- K ] E X )-5,7-5
{3""/4""-38 X X)C,o &R BALT B 4 £AUE A,
2 125-mL BB ¥ Ao\ 4.48g Lk Elk4. 0.047g 48 F B &
B8Pt RE (A ¥=0.047 g, 9~-F¥ 1760, & Schenectady International Inc.
RAOF —FHK@A0.74g), HERETRTHH 1 10, MEKERS
15 0.1 pm & teflon 2 B it ik,
BEFFBBERAR Coot EMABEN T, AR LMk
Fofh k. EHA(<SOppm RAYRS T, HR5 ehakiiia s
FAE 125°C. 250 CH= 300°C FH-F 1 547, B dp B4L 44 4 RA(26
FiInApYR. B 250CH %5, vAE94 5K #HiB, 4 400°CF 60 4
20 4. EMLEREEE S 350C-450C., AGHELHT, RANELES
R B MR 6 BRILN LN 48 F AR I, BT B B 4t
F4 1.636, B % 1255A. BL5, E6drst % % 1.398, B& 1056A.
B 15 Briamedseg X,

25 L ET ALK
BEKRAS T, STHREGERA R LS RN L,
FI00-EAFXGHARE. MARHBFRAANDFH=ZH
FEF Fa N = R KB ¥=9.76 g(37.2 mmol)). mF—F & — LE(F
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10

15

20

25

¥=6. 49 g(37.2 mmol)). 3-F X% Z k(A ¥£=4.00 g(33.9 mmol))F=wy
£ h(THF;, A¥=90ml). ¥RAMETETHES 24 EB2)%
RER. MEAERTABERYMAA 10.76 g X & A8 £ 40 ml
THF Jé2%., #iEEa TR THE 12 bod, B B#EX AL
BirK&¥ 4 THF, ##32)] 40 ml BMER, F£iXRSH T A TER(A
¥=50ml), HEFAMYF 30min, TRBREHRG TR, BEBR
HXAKMBRERARPH LB, BE0RMER A —H T 5(50 ml)
HETFRAFER, TRREHANGLR, BHh2RHEANER
FER, B HEMBAIROA T A RAR A).

42 500mL t9 K4 A X RE. VHBEHABIFLEIN T THZFHBR
P A ANEMTF ARG 1 X2 A BRES(AF=1334
g(13.47mmol)). — K R(= XL M)A ¥ =0.7566 g(1.078
mmol)). ZFKEB(R ¥=0.5655 g(2.156 mmol)). #kib. Z /(DA ¥
=0.2053 g(1.078 mmol))#= = Z(F ¥=110 ml), 4 RS E
80°C, AT #ion 12.30g LXF& A Fo TR E=40 ). ¥
B RA A 80C Findk 12 00d, MEARX T HAARXTKR(AE
=10.32g(101.1mmol))#= F X (A ¥=30ml). &%/ 80°C T Anik 4 s
Bt

BEERESMAHNEERHEBE IL HEERSRE. VR
HBERRAINDEHNZF BB T, mAFTHR(00ml), %A 6NHCI
T, BREFK. HEWHTRERS 100 ml 6N HCl —# 4 60°C
B 30 940, R4 Celite® Tk, MEREKSR., BRAERE
BER, 4R 100ml 3 & F R FRERFH A, HERE 100ml
0.IM ¢4 N-Z 8K ¥ LB B e B E R —AAE 60°C THEH 30 444,
MEREKER., FRARKERS K. MEL#HEXANLEBRET
X, ¥ EAHAETRIR. WEREFRAEB 16 + B R,
£+ REF 1,3/4-52[1'3,5-=(3"/4"- 2 £ £)C,, 2RI B3-T-X X, &
% 1,3,5,7-m74- 2 K X)C o 2R A 1,3-{3/4-[1",3",5"-=
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(3"/4"-i X E)Cyo £ RIBE-7"- KKK }-5,7-2X {3""/4""- 3 E %)C,, 4R
AT K A RAUR A,
2 125-mL WHHEF Ao\ 2g bk B 4kdh. Rsaks(CH,SIH,) (&
¥ q % 20-30, A¥=0.1334 g, o Starfire Systems Inc.324#)fo = ¥ ¥
5 (20g). & d e 145CFHEH 15.5 i MUE 3§54 2 0.1 um & teflon
BBtk |
EXFBBEAAR Shoty ERABFAAT, HHR 480540
FAk b, ARA(<50ppm RAYRY T, HF5|¢hhmimi
A4 125C. 250C#= 300°CTF F#-F | 240, B9 Bk H K226
10 FISAWRS . B 250CH 44, AES4 K #:8, £ 400CF 60 &
4. EMURAEE Y 350C450C. AHMHESHT, RANLLSH
Rt B MR RIALNE SR AT H AL, BTEENFH
¥4 1.617, B % S640A. BLE , B4t % 3 1.593, B 37844,
LRSI FRLMBH AR TEAIHES 1639, BTEHEE
15 H 1369A, BELEMEA 1.584, BMLEREH 9934, BRE44)
wEHH 2.66 Fo Bl LA E H 1.562,
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B 1C
.
oo Lo,

Br r

1,3/4-3[1’,3,5°- = (3"/47- 3 K £ )2 W Bt (Cro)- -2 ) %

+

s-@

" Br

1,3-3 {3’ /4’-[17,3”,5”- _.(3”’/4”’-;&3'.;)4:35 BE(Cro)-T"- ] K %}-5,7- %%
(3747 -4 3K 2 )y W BE(Cro)
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A 1F

L

1,3/4-5%{1°,3°,5- = [37/47-(CE T )X X 12 W BE(Cro)-7- R} XK

+

;

1,3-%X {3’ /4'-[17,37,57- = [3"” 4" -(K T3 £ ) E R 18 W B (Cro)-7"- £ | ¥ £ }-5,7-
{377,477 T b ) F K} 2 W BE(Cro)
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2,4-5{3’/8-[27,47,97- = (3 /4- i ¥ ) M BE(Cro)-11- K| K £)-9,11-
(3"7/47"- % X % ye M B (Cr)
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A 3F

i

1,3/4-5 {2’ ,4°,9°- = [3”7,47-(RK T ) K & & M BE(Cu)-11- 81 %

2,4-3{3’/8-[27,47,97- = [3” /47 <(¥ T3 B) X B )2 M BE(Cro)-11- K | K £ }-
9,11-3X[377/477-(¥K T e X ) ¥ %12 W B(Cra)
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