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X, 24, +—RA&, tokEA, tZREA ok, +aRE
20 Fat AR,
BEH 2-IBARETFHHARERIIILA, SlehTHE, &
WA, 2-THE, 3I-THE, BTHE, E-2,4-R W%, 3-F4-
2-TH, E-2-FHE, E-2-+ WK, %X, aFx, E£-2-
ARSI T AT EL AN 5

15
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15

20

25

Hik 3-12ARBRTFHHLA, ARKE -6 ABRRTFHHA,

5 3 6 LERFI bR K vbed bt (pyrolidine) .

BABRRGREAF A ERE, BTEIAEATAK.

HEV—A 0 BT B C—Co i 8 #)F £ ~CH:~CH:~0-CH.-
CHs;, —CH:—CH:-0-CH;—3 —CH:~CH:—0-CH:~CH:~CH:—0-CH:~CH:—, 4Rk %7
A AR 8, BIEAEAH-((CH).~0),-H/CH:, ¥ ah1-6HbH
2-10.

BWE Y —A NRs BB E) Co—Cuo 32 A T 45 & & 4 - ((CH:) —NRs) o—
H/CH:,, % a, bfeRsdw EAFE L.

C—CuF bl b XERREL, LEERCO-CREARMKGERL, &
C—CoRt R ABURMER, i, HEIMERNKGEL,

HEABRRGEEGHTRALE, YX, —FEXRAFME, H=7F
EAEXAFAEE, IFRAGELH A _RESGEFTX,

C—Codfpt—HATAE, FEAXAE —FEXRE, FTXE,
PHARTAR=ZFEITE,

REBAKX KA TFRE, TAE, AAAATAREAARENHAE
LoR L

RABRETHOLL2RIGHAEGREARRETER K.

HEAR, R, Rk,
#ik X £ H-CH~F A, CH:CH-X XK, (CH).C-XH, (Cs—Cs iz

%).CCN, (CHs).CCN, QLCN, —-CH.CH=CH., CH;CH-CH=CH., (C:i-

Co B )CR:o-C(0)=F X, (Ci~Ci) 5L -CR:—C (0) - (C:—Co) SR A X,
(C1=Cs) £ £ —CR»=C (0) - (C.~Cs) I X, (Ci—Cy) % H -CR:—C (0) -N-=
(C—C) &, (Ci—Cs) 3 E —CR»—C (0) -NH (C.—Cs) 32 & o (C—Cs) B -
CR:»o—C (0) -NH:, # &

R & £ (Ci-Co) .
Fihik X% f-CH~%E A, CH.CH-X X, (CH):.C-%EX, (C—C:IRL

16
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X).CCN, (CH:).CCN, <—__>LCN, —CH.CH=CH:, CH:CH-CH=CH., (C:\~

CoRA)CR-CO)-F X, (C-C) B E-CRu~C(0)-(C-CIHEL,

(Ci=Ce) 3% & —CR20—C (0} - (C:—Cs) S A, (Ci—C4) 5% K —CR20—C (0) -N-=

(C-C) &, (C—Ci) 1 E~CR:e—C (0) =NH (C.—Cs) 32 X A= (C1-C.) SR E -
5 CRa—C(0)-NH:, o

R A3 (C-C) XK.

ik, EX Ia, Ibfe lcibsthy, YA0, FHEKXIa ¥R
RCGCREAZRAFREEMEZEGERTFT—RERS £ T AKRKE.

ik 414 I B & Jt

10 Ri, RFRZCCX; RAEX Ia F R:sF REANEREGER

F—RFA CG-C IR &K

ReZ C—Codn X ;

Rs = Rs 2 H;

RoAn ReBEE3H H, C-Coutti, HAE, ¥, C-Codrbii-

1s C{0)-(Ci—Cw) 3t 3, —-C0)-0-(C~Cis) B X, -C(0)-C(0)-0H, -
C(S)—S—(C:—Cn)ﬂf&i\, O§/E\> ) "SiRnRth-ﬁ‘F R., Rs, Rcﬁ_ﬁ.i@;
S

7“7 Cl"‘Cls %EL"X R‘Iﬁ“ Rﬂ)&&“?gw
R105

R1°4 i O —E—‘P R:u:, Rmﬁﬁ Rlosﬁj—f@;ﬂ] H, Cl"Csﬁfﬁﬁ,g, Ci—Cs

103

L, -0-C(0)-(C—-C) Bk, AE, &, gF&, C-Crri;

20 Rs, Riosfe Ru Bk 3.3 30 H, C~Co L K, Ci-Codt B &, —0-C (0) - (C—Cs)
wA, ARk, R, BERC-CGRrEA;
X 4= LA L.
FAREGAX Ib X [c .
B KL TR EX Ib s, HF

17
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Y& O;
Ride Re C-ClRE; RERAMEBRGERT—RHBA C-CHER

X
REFR, AR

5 Rs F= Re & H;
R-fe RedE3bh H, C—Cultik, HAX, FX, C-CulfmAR-

C0)-(C=Cip) 3 &, -C(0)-0-(C.—Cuw) 32 &, -C(0)-C(0)-0H, -

C(S)-S—(C:—Cis) R X, OJ\> ’ —SiRanRc-ﬁ-r‘F R., Re, Re3E I3

S

Ho-CoBAXRFRANLTAH
R1OS

10 Ryog i 0 > .E-‘P Rioss Rioa Fm Rios 2 3% H, Cl—Cs}fﬂ_ﬁ.g, C.i—Cs

103

%m%: -0-C (0)"(CI_C!)%£s iﬁg, 'ﬁ:gv @i‘, Cl—Csﬁg;

Rs,Rio o Ri 2k 3 M 30 H, Ci-Co iR K, Ci-Cott &, ~0-C (0) - (C=Cy)
A, A, REA, AEKXCG-CRE; F
X % f -CH-% %, ﬁ§(01-c,a)_(?'_%£ , -CH:~CH:- % %,

H,C
15 %E(CJC,E,)%%EU (Cs—Ce BRI %) .CON, (C—C 32 &) :CCN, -
CH.CH=CH. , (Cl-Clz) }fﬁg—CRzo"C (0)—(CI“C12) }}%;E ’ (Cl-Cu) }'i_}:&—
CRu=C (0) = (Ce—Cio) F X, (Ci=Ci) HuF-CR20—C (0} -0-Ra, (Ci~Cu) %
E—CRM—C (0) "thgt s (CI—CIZ) %,&-CRM"C (0) -N-= (Cl"'ClZ) i’;i‘,;j@,
(Ci—Ciz) 522 ~CR:6—CO-NH (C:i—Cu) B %,  (Ci=Ci2) 52 ~CRx—C (0) -NH:,
CH 3-

20 —CH:.CH=CH-CH:, —CH.C (CH;) =CH., —CH.CH=CH-3¥ %, Y
—CH,~C

18
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| i
<:>_ﬁ\m"

R & & 2 Ci—Cn: %&\’
RiZ C-Cos S A RMEY —AN 0 BF X NRuo: M B4 C—-Ca o2, R
5 Ref&, C—CumiR C—CoFX;
ﬁg*&ﬁi?f&-‘/#és&; A~-0H, —COOH, —-0(Ci—Cs £.2K), NRiosRior K
~COR BX4X,, R % Rio, RuiosHo R & X dw kR ;
FEAFREIEL, HERRARME C-Cobiik, If)??‘, C~Cu st f Xk,
C—ComAEHEA, SAHSHAAL, OH, —CO0H H~C00(C:—Ci) A IR
10 4.
AELRAGH NI HME—ATRESEEGH, C8H
a) 2V —HHBEIPEARAERE, o
b) X (Ia). (Ib) = (Ic) 8h4é-B.
AEPHE-ANEIHMRELEY —~HAHER B L ERKRHY
15 BHEXARASRAEMNEREY. ERERD. ReHAERY (HHEX
) Wk, @k eEAX (Ta). (Ib)K (Ic) #3) K Mo i
AT, BRI O-X MEHAABRBENMBEGEBEEFSHT, (3F)
ROFERILR/ERY, AT adRXRILRGRE.
Pt B EFRLE, M AREET v EMEGLHEBHN T, FR0-X
20 sRegEr g,
FE BT R 0-X B A, HAMBEEH S0C-160T,
X HH 60C-120C, HE4Lik% 80T-100T.
#ik X Ia. Ib & Ic oD U AT ERIEKRRASH
0. 00lmol%-20mol%, #H L& % 0.002mol%-10mol% 3+ H &K 4k ik %
25 0. 005mol1%-5mo L%&)E 4 4.
LR ERSHH, AENWERNSTFEHARLA.
stiX s A by X Fe i th LA LB 23 EF], €M EAFLLER
FUsBAbl&F k.

19
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RGBT ik T, A%, ETH, FTH, XTF,
RARGETH, G-, AHR, THRLHE, LHAHREHEM,
UM RAed, LERRE, (KX) WA, (BEA) AW&RE, (R
X)) ANEE, (BRA) A, (RE) W8, Rk, &

s L.

ik e 3% B Rt fe B4k & X, CH:=C(R.)-(C=Z)-Rs, X% R 2EZH
Ci—Cedt i, R® NH:, 0 (Me'), HARHMWE, RERAH C-Cott L,
WEV—ANF/KORFHEEH C-Co AR, XBEARKL C—Co
RAA, ABRARHGC-CoERE, —(C-CuX)RE, BPARAY

10 CCoREARERLEARRKH = (C-Cuti) £, -0-CH.~CH:~N (CHs) .
H~0-CH:~CH:—N'H (CH:) 1An";

An R M AUBE R AALEL &G A & F;

Me £ 344 B RTHEET.

Z 2R HH.

15 A ETF An B MBI TFZ C-Co B BR, A HskER b4 CF.S0:H
3 CH:SO:H, # Bfr4w HCl, HBr & HI, & f.8 bk HC10 S &2 Bk He

%o HPF. 3, HBF..
R ABEY —A 0 RFHEEH CCouRAXGH FTRKX

Rd
R/O*/Lo_}v_ s P Re & C-Cos ke dk, FERM C-Cu RERRK

20 #HEE, RAKKTA, JFH vE 1-50, Xk P RG] doil iE FHIH B
MR EEA RIS AEAAEETFRLADERN. TELALTR
AXETLK, KARRAFTFHRLSY,

EEE R EBE R T AR ERBEE PR F e T AE .
R

a

Ra

/S~

O\ .

O\/\ +/ - )\rr N\ An

)ﬁr g, R o \Re , F¥ A
O e

25 Ao R X EAFR, HFE R BFERFE. AnRikh Cl7, Brid’

20
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0:S—-CHs.
EeAKBREEARR
R,
)\n/o\/\N/\
N
Ra Rﬂ
)'\H/O\,/\M%T ' %”/O\/\/SI(OMG):i
0 O
R, R, 9
NCO N NH
o Q
a Hﬂ
)\n/n \/0——C4H9 ’ Afn \(/so; Me
0 0

= 2 /
N

#ik R ALKXTE, RANL, HREBE, ARARBLERN

21
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B C-ComER, ABRKH C-CRERE, —C-CE)RE, £X
BAKN COG-CRASAIEBEARRAG = (C-CHEE)RL; &

72 4.

FREH BT AR R FIHEREE, RAHBE, AW, TAA

s OWERER, FTRAANBE, TEXAHM. |

FER B A TR AWHEBR —AA C-Co iR A BE,

BARE D AWERETE, AFRKRTE, AN TE, AKKRLHE,
ANB AR, ANRTEFOHMRE K.

EEXEGRAFTRARBRE, THIEARE BRASHS I KT 60T, #£ik

0 BTR. GRS TAREBEETRARTSALELCRA.

BHFETEANENRERIEFANEN S RKGREBHF AT
. THEFRIABERRAGERN, i BRI RO,
ACETHHBENETIFANSE.

LELSAHRAFELAWRERN, EFERAEAWENFET

15 #A7T, FWEMN FLEEAGRETYARSGRRPRLGHALE,. 40,
RETUARLETEMET 5%-80%. RLARLSF AL LINY
$k, ARTARSGRECBFHEMARLEHEAK,

B BRI, KEARRSHRNFRN TLRRESRE, BHEM
AT 100C R EREL T RFAZLGHAE,

20 e R AEREN, EETHNEMNPENRLS B —HKEALKE (T
%, B, 5, F#FR), FB (X, FX, —FX), g2 (&
), w8 (F8, L8, 08, L-HETR) & (LML,
LR A, LETHRXLMOE) fosk (L8, —T&8, T-8—_-VF
&) REMNGRsY.

25 AKBESBEETHEME KRB EKRGBER, AFBTHRAE
RN B ARAAL ) R AL RA R H AR, TRAETKEN R
HARBERGBHEN, RAXEKENMRERBE—BHNER, EKEZ
BB IEE AW ESAHARRBSELEAANREAE LE T A
BEHiIE, ARATFAKXPYBERNGS-FiL ML, —8, B, =

30 BEBE, eBdE, N-R AR H (pyrrolidinones) , N-SEAHER
5 (pyrrolidones), R —#, RA—8, Btik, BRAKLHE, B,
HMARALH, BR, B, L, BRITEH LI TEFLBRE

22
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A, RAB, FMF, AATNGHTEDRTNG RSN, Bk sl
FaiTEE, L8, B8, —k, L8, A8, — L8, Hih,
—AM, 9A%H, PHLHERENAERREGHA, FEMNHR
Ad. HRAKRERRE KREGR IR GRS HHEHFES KR

SRR, KRG BYEN &Gl —A& S 100: 0-10: 90,

EHERNARATHERERERD.

HEERB O A RELH AR AT REERY (R (X
UH-ER-AHRE) IR (RXUH-L2R-AHR-LER-XH) ).
CAITHAAERSNXRSHERBHETN RS HHEIH. B (F

10 REAHBRTE-AR-AHRE) —RAXRIIE (AHFRFE-XE
—:ﬁiﬁm&#%‘« FERGRE) =RBARDTHELABEZGIK

, WHERA (AEH, REH, REFHBERN) R T ORI
1&‘ (G EAZRHA) . XTH. (FE) ANBRER/ B AFFHR
BERSTRAAERH, AR rE A 6 BOAH .

5 shoh, REHMGRELERY, LT ERKLAAE A8
BUSRETATFHSERMR, @ HEAGERENN RSN, L4
HHBH—HRARLSY.

AEWAY (%) ReBHGEH45-FEH 1000-400000g/mol, 4kik
4 2000-250000g/mol, F4E&H 2000-200000g/mol. H3§HF &

20 WA DHEFAE L (SEC) , RAMBHAMR/ & & Ki# (MALDI-MS)
B2 RA, #%ﬂ&ﬂﬁﬁ%%¥%[ﬂ%£&ﬂ gy NMR K8
XEFY ST ER L.

AEAYRE WA EBRAREF G S S HAEN 1.1-2, ERED
1.1-1.8, B&MA#HH 1.1-1.6.

25 B, REXAZCLEASRIGRELRY, FRBEEARY, EHE
X, HEXERY, LALERY, BI4ERDFfHRERS, %
BRERLEY.

AL AR EHRESHTRAEUTAA:

AR, A, A, LA, ABEEM, HEH, HHR

30 A, SpkA, HMASA, WEERM, AXZEN, AR, BH, &K
RTH, KEEH, ©-FAH, B, B, BYHH, bEHH,
BAEH A, BB, kK, LRAEH, BEN, FRABHR

23
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AFHHE. RFE. GHRB. BERAKRMGBEOHA.
Wik, AAMENREEALAEGABRETALSABRRENT
HHHERREGAL.
B, RAAHF—AZHEZ—HTELSELY, E2F
5 a) E .V —F B R RS, Ao
b) X (IIa). (IIb) & (IIc)#g4ka-d

o e
Y2 0K NRiot, FE R AZAHKCCuRERE RA/R Refe Rin

ERFEBEHRRT—RBAS K6 LRK;

R, ReAe R334, C-Colbi, C—Couti X, KRR 0N
H-0-C(0) Rin BAR; KAMED —A 0 RFH NRioa M BF 4 C-Cu bR X,

15 RPRoZEL, C-CetiiH C—CoFi;

AERFREAMEBBEER T —RER CG-CoIRR; AFEKX
la?, Refe RREZFARGERF —REBR CG-CoFRX;

R: 2 C:-Cutt X

Rsfe Ree 3% H, C—Culii, C—CulfX, FE, CCoHrRE

20 REK;

24
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R:#= Re Zk 304 H, Ci-Ci: 5o, Ci—Cue ﬁg, Cs—Ci: 3R0% K -
CO)-(C—-Ci) X, —C0)-0-(C—Cu) st &, -C(0)-0-X %, -C(0)-
C(0)-0H, -C(0)-C(0)-NH-(Ci—Cis 5t 4), -C(8)-S~(Ci~Cis) 5t & ,

N

0
s -SiRaRbRc.ﬁ-‘f' R., Ro, R 30 Cl‘Cln)‘ﬁEiﬁ. R7 A= Rs
s R TAHE
Rios
R‘04 0O » —ﬁ‘f’ Rios, Risfo Rios 3% H, Cl—Cs}fgi, Ci—

103
Cobt 2, C-Cedtmilt, —0-C(0)-(Ci—Co) b, ~0-C(0) - (Cs—Cu) ¥
X, AE, REAIAFE;

Rs» Rios Rity Rz, Risde RudEidbsd H, OH, C—Ci L&, C-Cs
10 &, SH, C-CiiaigE, —0-C(0)-(Ci—Ce) i &, —0-C(0)-(Ci—Cuo) F
X, ME, FE, BFERNRuRior, E 9 RosFe Rior B 3bH K, C~Cu
BARC—CoFEAREAPEREYAR T —RBAR S K 6 LRK; A
c) FEFI KB Rtefe KA ABRR,
AEPHF-ANEHAELE S —FHETRBf LK/ KRB A
s HEARELSREHEERS. 2 ERY. REWAERY (SEAALR)
HFik, kOB LERBLMBLAIAEH.

Bl do il it o B RATRS, HEW#BEEN S0T-160T, LH{H 60
T-120C, #&4HKi&k#H 80CT-100TC.

8.4 c) &9 B b A 7| KA Kk A S R AA-Br, i Ak L B ES R &

20 ERAY.

AL AEERRE 2, 2-EBR-FTH, 2, 2-BR= Q-Fi-
TH), 2,2~ BR=(Q2,4-—FELLK), 2,0-BR - U4-FRE-—F
EAH), LI'-BR=1-3RTH), 2,0-B&= (FTBE) —KE
B, 1-EEBR-2,4-—FRA-FERERM, 2,0-BR—FTR=TF

25 BE, 2-(RFTBHAEGSBE)FTH, 2,20-18K= (2,4, 4-ZF AR,

25
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2,218 = Q-FRAR), 2,20-BH N, N-—ZEFRFTHK), #
BaRERE, 2,2-BA-Q-KEAR), HAKILRE, 2,2-
BER-(2-FE-N-[1,1-Z(BFR)LE] AKX 2, 0-HmA= (2-
WE-N-[1,1-= (BFX)-2-R LA ABE); LB R TR mBitid
5 fabdh, SRR —F AR, IHRBRRE, THEXRRTHE,
i # R AT BE, WA RBRRKE, ZTRA-Q,4-—REFTRL),
i —FE®E, TAAL-—RZBR, TRE-_FHBE, TRHL=A
BHE, TERA-Q-FEAEXITRL), dA—RkH8, TEAL-T
M, TRA_ETRE, L 2-THTHERTE, - (4-REFTBE) -

o HH4AY, THTRRTEHE, TDRBRTE, 1,1-2(@HTHhid
F)3,5, -2 FRAKEAK, I —ERTEAIR)H TR, RTEXALAR
RAEKBE, TRITHMRTE, 2,5-—FEAIR 2, 5-—XFEREE, i
LB TBE, X PR, X FRRTE, 2, 2-— (RTHAITHR)
T, 2,2-=(®TEER) AR, TRAL-_FAX, 2,5-—FRIK

15 =2,5-ZRTATEMAY, 3-RTEITR I-FE-2-FKH [clkHm,
TR —FRE, o, -2 (RTEITEFAR) XK, 3,5-=@®THRL
)3, 5-—FR 1,2-—F KK, SEMAH-RTHE, 2,5-—FR k-
2,5-—TATEAWY, 3,3,6,6,9,9-7FHR 1,2,4,5-wHh LKL
%, ERATERAY, RRALAAY, —FAXLE-o-RLRAD,

20 MHHERTAABIRTRAA LR,

B %1% 5] KA Aeit AL,

RGN D) HBEAREURTFLAEREARLSHA 0.00lnol%-
20m01%, £ k&4 0. 002m01%-10mo1%H B &4tk A 0. 005mo1%-5mo1Y%
MEHE.

25 Hikda > c) BRAFIZAMARTFEARREARSHA 0. 001nol%-
20mol%, kit 0. 002m01%—10mol%5+ B ZE 4% 0. 005m01%—5mol%
GEHE.

ARRF ARG AB g I EGERHIN 20:1-1:2, 4
%A 10:1-1:2,

30 K IIb A ZHe), AmARAEHG X —AMEH

26
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RS
R—Y Y—R,;
8 Rs
Hz R‘H
(lib) ,
N
|:{1 | R, Rg
O

R10

e
Y & 0 & NRios, HFEH Rio B H K Cl—Clsﬁ;E.ﬁ,ﬂ' R: F= Ria -Ey-;t-ﬁffl‘i

BHRRTF—RHBK S X 6 LK,
5 R, Refe R 53 b F &, C-Cultk, C-Coutb L, B4Rk OH
£-0-C(0) -Rio: RAR; HRAMEY —A 0 RF XK N F] B 49 C-Ca IR K,
AP RoZd, C-Col A C—CooFi;
AFRFREEMERGERTF—RHEAR C—CniRi,;
Rsfm Re 23 h H, C—Cult X, C:-Cutbi, FE, C:-CuHEL
10 HEXK;
Rif Re Brz3tesh H, C—Cuddk, C—Cu 3R, C—Co A K-
C(0)-(C—-Cia) i, -C(0)-0-(Ci—Cu) BER, —C(0)-0-FK L, -C(0)-

C(0)—-0H, —-C(0)-C(0)-NH-(Ci~C:» bt A ), —-C(S)-S—(Ci—Cus) 32 X,

[\

© S , —SiRRsRcH P R, Ro, ReFEZHH Ci—Cis Bt 25 %, R: = Rs
15 Z4eTAH
Rws
R104 ~ O » -ﬁ‘f' RIOJ, Rlo-i;fﬂ R:asé’ki%}b H, Cl‘Csﬁg\’
103

C—Cen XK, C—Colrmii, -0-C0)-(C:—-Co) A, —0-C (0) - (Ce=C10)
A, A, RERNE;

Ry, Rofe RuZb 3% H, OH, C-ColR &K, C—Colt i, SH, Ci—Cs
20 %%g’ -0-C (0)"(CI—CE)%£7 -0-C (0)_(C$_CIO) %E! ﬁﬁis 'ﬁa&v

27
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B 3 NRisRior, EW Rioefo Rio 33 &K, C-Cult X & C—Co R
HERATEENRRTF—RBR S R 6 LK.
Hiktg X IIbedd, R
Y & 0;
5 Rife R: B-CHs, RASHAEBGERTF—RHAK C-CRRE;
Rs)%cﬁis, L%-‘:’Xlﬁix
RsF= R 2 H;
Rife Re 32 H, C—Cudt XX, AKX, FX, CG-CoRAR-

CO)-(Ci—Cus) B A, -C(0)-0-(C—Cu) L X, —CO)-C(0)-01, -

A\
0 I
10 C(8)-S~(C:-Cis) B, S , -SiRRsR-EF R., Ro, ReIEZH

# C—Cu i K & Rs A= Re B4 FRHA
R105

Riod 0 -ﬁ\'—“’ Ries, Rmﬁp Rlosﬁi:‘r’&.)@ H, Cx—Csﬁﬂﬁt, Ci—Cs

103

%mgy -0-C (0)"(CI_C3)#@£) }ﬁgs -ﬁ.ﬁ, é?; CI—CBRE; ﬁu

Re, Rofe Rudbk 2 304 H, Cx—Caﬁ’uiﬁs, Ci—Cs AR, -0-C (0) - (Ci~Cs)
15 i, AE, K, BFRC-CREA,

AEPHF—AEZHEKX Ta. Tb R Ic e A FHERthFe ik
RKothmik; XIla. IIb X IlcivohEhhAR—=ATHETRE
Frb hRoGARURB I LRES TR —RBFHELHREER
.

20 s RA RS H L B QG E L R LE A LER FABREAL
LW, EMEHETeF R BEMARKERESFE.

FéRERBERLEMD TALARTAKNERHE.

A) ARTRAM 3,3,5, S-wRAR A Lak-2-8, KB K RETF
4 N-8. X%k (CuBr, t-BuOOH, ZX; 3 CuCl, EFA BT =i,

25 1-HT k%) FHEREREE (LiALH) .
B) FF3Kk 3,3,5, S-wE4KaynLek-2-80 (NaOH) , BB = X ILFF

28
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B A s (Nal, gAR) , ERBE (LiAll) , LHA (T
B, HeT) , RAEE N-EEHR (L) HAEAE N-AE
W (CuCl, ZFRELE=M, 1-KTE$).

3,3,5, S—mERA G Gk-2- A 3, 3,5, S-WRAK & GHR-2-8 N-

s BRABFEAIBFTLENLHLESY. EMNNHETEHE T

W098/44008 , W001/23435, J.T.Lai, Synthesis 1984,122 #
S.D.Rychnovsky ¥ A, J.0rg.Chem. 1998,63,6363 .

TR EHRFIFEHERT LA,

10 A) #l&R ORI EE
SR A o T ER Lk B AR & E]. &4 Dk
SEABENARTTRLF.
% 1: Lok R bt R

B | sHK AE | BAX
0.0 00

101 7L;F 102 7£%E5
6 o

5 <

A 18 A ) & 7 & T
R F NS

SRS s
4

o—2

15
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A5 M X A g =1 SEW
0.0 0._.0
105 —7;:T 106 ?:Ei::>
5 5
0.0 0.0
107 7E I/’Q 108 7(
w‘ “ﬁ
E;O (@]
0.0
109 %TL@*CI
60

st Al BRMEF R EE: 3,3,5,5-WHFRA4-(1-XE-T &

A) -vhek-2-8 101

5 EXREBET, % 87.8g (0.51mol) 3,3,5, 5-v9 ¥ X —vDok-2-8
-N-$#. % (4838 J.T.Lai, Synthesis 1984, 122 #1& ) A Z ¥ (1275n1)
FoK(64ml ) #9E R F A 0. 88g (6. lmmo!l )CuBr F= 1. 97g( 6. 1mmol )
i T RE., BARBALERERIMAE 40C., EEEBETAH
20 4-4F A 150, Tml (1. 10mol) #§ 70%4-K4x T X &t b &,

10 FemAHA A A SRR A b A B AR AKS A dp 4R B R BT 65C. &
TG, WILRE SOCFHIE 30 547, MUBHARSSH, HE
AN 137gNa:S0: 49K (1000m] 5. HAR LB, HAME A AK(2%x500m1 )
Fadh K (250ml) #F36, A NaSOFiR, B ABAERE. REWA
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S EFa A, 95 104.8g (74%) 694 & Bl 4k4rHcaP.

'H-NMR (400 MHz, CDCly), 3(ppm): 7.37-7.28 m (5H), 4.76-4.64 2q (1H), 4.09-3.87 m (2H),
1.65, 1.62, 1,35, 1.29, 1.22, 1.06, 0.85, 0.69 8s (12H), 1.48, 1.44 2d (3H).

5 FEhH A2: 3,3-—TXK-5, S FR-4-1-FXA-THRX) —Gok-2-F
102

KM G AL, & 3,3-Z L K-S, 5- = F R -"Dek-2-8-N-F L 4
ERINFEREYEESY, LERA100% (BEH) .

[y

'"H-NMR (400 MHz, CDCly), 8(ppm): 7.36-7.25 m (5H), 4.73-4.65 m (1H), 4.04-3.77 m (2H),

o 2.22-1.68 m (3H), 1.50-1.46 m (3H), 1.40-0.67 m (13H).

KB A3: 5, 5-—FHRA-(1-EK-ZHHK)- 3, 3-—AX Dk -2
B 103
EMEHB AL, &5, 5-=—FR-3, 3-= &R -vsk—2—8)-N-F 1 4
15 BB MF ERIR ALY, LERDH100% (7).
'H-NMR (400 MHz, CDCly), 8 (ppm): 7.36-7.26 (5H), 4.73-4.64 m (1H), 4.02-3.76 m (2H),
2.12-1.36 m (7H), 1.29-0.60 m (16 H).

EAG A4 3,5, 5-= FR-3-RE-4-(1-FX-THR) -Bok-2-8
4

20 EMEHRFAL B 3,5, 5-ZFR-3- ALk 2-BR-N-F X $ &
FEHEBRAYGHILESY, LEERH100% (5%%)
'"H-NMR (400 MHz, CDCly), & (ppm): 7.34-7.25 m (5H), 4.73-4.62 m (1H), 4.03, 3.92, 3.82,
3.70 4d (2H), 1.89-0.61 m (21H).

[

Fakt) AS: 2, 2-—FR-1-(I-FE-THEK)-4-H-1-FER[5.5]
25+ —&%-5-8 105
EMEHAH AL 52, 2-—FRA-F-1-R L[5 5]1+—8-5-8
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“N-REMESFIESW, EhEHGERK, T2H 814%,
M.p.:98-102T.

FHG] A6 2, 2-—FR-1-(0-BX-THR)-4-F-1-H L3 [5. 6]
s +=kx-5-8 106
EMEAF AL, & 2, - FRE-4-F-1-FEE[S5. 6]+ =K-5-W
“-N-R ARSI BN, EREHGEEK, FEH 894,
M.p.:88-90C,

10 Z#®H] A7, 3,5, 5-ZFR-I-EXE-A4-(1-FX-ZHKL)-"Lok-2-8
107
% 18.3g(78mmol ) 3,5, 5-= P R-I-E K —"Bek-2-HF-N-F & (3R
3 S.D. Rychnovsky ¥ A, J.Org.Chem. 1998, 63, 6363 #]%& ) $ A
12. 0g (117mmol) CuCl F= 25.0ml (117mmol) £ F A — T Z % = Bk,
15 FER(150ml) ., BHHBLERFR, HELE 2 PHALERMAA 11, 0l
(78mmol ) 1-R ZERHFX (50ml) k. mEE, BHEEER
20 8F, MEEIAEFEL (Hyflo) , A IMACIE® (2x70ml) . XK
(70ml) FeshK (70ml) F#, A Na:SO. TR, TEI;FLRERS.

53] 25.7g (97%) &G4 E RIS AFHAILSH .
'"H-NMR (400 MHz, CDCly), § (ppm): 7.70 d (1H), 7.54 d (1H), 7.39-7.20 m (7H), 4.57, 4.51
2q (1H), 4.13, 3.93, 3.89, 3.70 4d (2H), 1.93, 1.66, 1.37, 1,36, 1.20, 0.62 &s (9H), 1.51, 1.27
2d (3H).

20

K A8 3-THK-5, S-ZFR-I-BE4-(1-FRA-TZHE) Dok
2-% 108
EMEAHS] AT, & - XA-5, 5-ZFR-I-X A -eLgk-)-8-N-§,
25 RHEF3 X ERKNIEASY, HLFRA ISY,

'H-NMR (400 MHz, CDCly), 5 (ppm); 7.70-7.16 m (10H), 5.24-5.08, 4.85-4.80 2m (1H), 3.99-
3.50 m (2H), 2.45-0.57 m (14H).

THH A I-U-RER)-3,5 5-ZFRA4-(1-FEA-ZHR) "Ik
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—2-87 109
M EHH AT, B 3,5, 5-Z FE-3-(4-F) XX - Beok-2-8-N-§,
A4 5 FHEMBYiEASH, LR 184,

'H-NMR (400 MHz, CDCly), 5 (ppm): 7.64 d (1H), 7.41-7.18 m (8H), 4.55-4.45 m (1H), 4.16,
3.98, 3.89, 3.74 4d (2H), 1.93, 1.68 28 (3H), 1.47, 1.25 2d (3H), 1.37, 1.36 2s (3H), 1.20,
0.68 23 (3H).

5 HEWGIREX lafe IbRAXB-—HFFTE2F. EMAEHLS
M 101 £ 109 R4 HE&RITFH.
22 REX (Ta) I HRERK-—8

AE M X A5 2 OEN

201 Ho\ﬂ\,\f/l(\ OH 202 HOQLN%OH
0 |
0

s s

f5: REXLH
#Em A

HO OH
203 204 ‘;\ J;.\)
N
Ho\ﬂ\w%ﬁ c'>
5

)

205 Ho OLQ 206 o \>LTQ

l OH

5 5
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A5 2 OEN A5 85 M X,

207 ‘ 9 208
HO\>L : OH HO\>LITI OH
0 E Eo

209

EHhH AL0: 2-[Q-BE-1, 1-—FH-TX)-(-FEX-ZHH)-&
A]-2-FER-F-1-8F 201
5 % 2.93g (75m1) LiAlH« & THF (100ml1) ¢4 B R T BB 0-
10°C 44 13.9g (50mmol ) &2 4 101 £ THF (50ml) #9358k, MTE,
MhigEFREDAFFRFEIRE 5 M. EREFAHERESY,
Ho S M A te e NHCL 3% (25m1) . Ama BtOAc (500ml) Fek
(100m1) , HE L&A, FAAMERMK (100n1) FeEK (100m]) &
10 #&, A Na:SO.F1, B EERERSE, F3) 13.2g (94%) 96 EE
ARG .
M.p.:79-81C.

T ALl 2-TA-2-[Q-BE-1,1—FEX-ZX)-(1-FEX-TH&
15 R)-BA]-THR-1-8 202
£k AL0, w102 H1EF2ELSY, EREHGE
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B4k, SFEH T3%.
M.p.:65-69T,

gy Al12: 2-[Q-X-1,1-—FRX-ZH)-(1-FEX-ZHEL)-R
s X1-2-AK-AI-1-8 203
EREHH AL0, BASH 103 HEMBiE1EH, ERHEHGE
B, FF#H 83% M. p.:88-92T,

Sk Al13: 2-[Q-8X-1,1-—FEX-ZH)-(Q-XE-THEK)-K
o RXI-2-FR-Eb-1-8 204
AL EHAH AL, wibsd 104 HE&FRFERBYELESY, X
R T1%.

"H-NMR (400 MHz, CDCly), § (ppm): 7.39-7.26 m (5H), 4.83-4.75 m (1H), 3.79-2.50 m (6H),
1.85-0.83 m (22H).

15 F£#H4) Al4: 2-[Q-BFRA-FKTEA)-(U-FX-THFX)-LX]-2-¥F
A-F-1-8 205
E LA AL, GSH 105 $151F2 40, BREAHGE

B, FRA TT%.
M.p.:84-867T.

FAH] A1S: 2-[Q-#FTR-FRE)-(1-FX-THA) -KX]-2-F
A-A-1-8F 206
TS AL0, BAH 106 HEFIEREH, EREHGE

B4k, £ K 6Th.
25 M.p.:68-727T,.

Sk Al6: 2-[Q-FA-1,1-—FR-ZE)-(1-EX-ZLHIB)-R
E1-2-F X -Hix-1-8 207
EAAFEHH AL), BHSH 107 HERBFEMB Y EALEH, KX
30 FERA BY%,
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'H-NMR (400 MHz, CDCly), & (ppm): 7.54-7.17 m (10 H), 5.07, 5.00 2 (1H), 4.02-2.15 m
(6H), 1.78, 1.67, 1.25, 1.03, 0.64, 0.56 63 (9H), 1.70, 1.62 2d (3H).

£k A17: 2-[Q-£EX-1,1-—FE-ZH)-Q-FRX-THH) -4
EI-2-FR-TH-1-8 208

5 KM EHH AL0, BiEH 108 FEFHELESH, EHEHEE
Bk, FHH T1%.
M.p.:94-104T,

THH AL 2-(U-R-FK)-2-[Q-BX-1, 1-—FR-ZHK)-(1-F
o A-THP)-RAI-AK-1-8 209
£MEHS AL, bSH 109 #1&F2 K ERIBKILESD, 1
=R A 84%,
MS (DEP (C1)): MH' =378

15 4] & 4G T3 FR B B T R R B AT A B Fe 8 4T 89 BB VA A SRR
Hh—RTFEIF.

£ 3:

A5 HH X A5 ZZOES

S NGRS
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¥ M X 5 M X,

303 O\o DLEO j\ 304 Q\O ﬁgoj\

- [P o&%

<

oo @L%
<

K] AL9: TEI-(Q-FEE-1, 1I-—FE-ZHEX)-1-XR-HF
301

5 B 301 RMRBETRAFTEHESRFN:

>E0H . CHCl,, NaOH 3 E;n\m‘snsr
NH —_— H0\>L ONa i
2 N 0 3) AcCl, 5 O\ﬂxu o}

A

B 4.5 B, ) 183.8g (2. 0mol) 2-fA-2-F X A8, 239al
(2.0mol) XZ8# 123.7g (3.0mol ) NaOH £ 1,2-—FHEXZE

10 (500ml) PHO&ERFEMMA 0-5T (k%) & 80.9m1 (1. Omol)
. Wk, ¥REESRASIRERAE, HABRFEREEER

(W8]
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W, AR (1L) (FK#Hxe) ., REMARTIATE (1L) . #H4
B 1N, RERARSHEBIIRRT), MAKFRTETER
EEMSE, KMBMEATFHB-—FAZAZTT TR, A3 151 ¥4Z6E
Bk, ¥z B4R ETF CH.CL: (500ml) F, B¥ 30 94F, RETE
5 HFEE, 4539 79.9g (31%) EAREG B K4 AL
LEEE TR 73.6g (300mmol ) 493k A MEFZE P A 24 0g
(600mmol) #9% 60%M Sl F oo #E. EE 1 IWE, &
M 75.9ml (660mmol ) FAB (MG, BUAKEFTRHHEA
HBERFLEKTAOC ). v 5, K ERSH 1 )N, Al 25 Il
10 (217mmol) FRE, FEKERRIF 2. 508, MOHREEZRER
L4, MAFTE (500m1) FEAK (2x500m1) FediAK (250m1)
#h, T (Na.S0.) , iHEHFET. 3 XHEiLRMR3E (0. lobar,
170C#H38 ) , 453 92.4g (74%) A & &4k ZF R 4d. # 30. 0g
(71. 8mmol &4 R &4 THF( 15ml k&AL Bim A LiAll. £ THE(150m1 )
15 WE&FRERP, BiTAd (KE) ERAFERKT 20C. B, Io
RO REBEERSY 2.5 PH, RELHIE] 0T (k&) FAI S KE.
MmA BtOAc (250ml) , MK (2x100ml) FzRF A, KAMA EtdAc
(250ml) IR, AHeAAamHAK (100ml ) #F 3k, FH (NaaS0.),
it AT, ¥ AR (0. lmbar, 140°T5R ), 1§35 22. 5¢
20 (71.8mmol; 100%) AR ERAKMILR T, H 3T CH.Cl, (100ml)
#, Ao 7. 0ml (86. lmmol ) ko2, REHLBEMmA 6. 10n] (86. 1mmol)
LEER (A#ey, B ARSTHPEBERFAERKT 30T) . T
B, BAIREEE TR EER 16 185, A IM KCO:%E%& (100ml) F
K (100ml) &%, F#2 (Na:S0: ), BT, 4§5)] 26. 355 (103%)
25 AR ERARN A4 301,

"H-NMR (400 MHz, CDCly), & (ppm): 7.56-7.54 d (2H), 7.85-7.20 m (8H), 4.46 5 (2H), 3.98 s
(2H), 3.20 d (1H), 3.08 d (1H), 2.19 br s (1H), 1.96 s (3H), 1.63 5 (3H), 0.90 s (3H), 0.89 5

(3H).

L) A20: TER2-(Q-FHRHE-1, 1-—FEX-ZRERK)-2-F K -TH
302
30 &
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03805021. 8 o P ZE28/43m

BFRAEXAFREELT, EMEHH AL #FiE40%,. LER

K.
TH-NMR (400 MHz, CDCly), 3 (ppm): 7.45 m (2H), 7.35-7.20 m (8H), 4.58-4.47 m (4H), 3.08 s

(2H), 2.04 s (3H), 1.85-1.76 m (2H), 0.92 s (3H), 0.81 s (3H), 0.62 t (3H).

5 L PlA2]: LB 2-Q-FHRE-1L1I-—FR-TERL)-2-KE-HH
C -N-fLA 303
% 26.4g(71. 8mmol) 301 &5 FHXK (70ml )k F B #Av A 30%NaOH
Ak (30ml) # 23.2p1 (140mmol) &) 40%E 2R M TBE R (3K
by, B ARSTANEAFBERFLEMRT 20C) . 2B, £
10 FRBEBATHRIZAIE 1.5 Sor, EilaFEFE, A 20%Na.50, KER
(2x50m1) . & (50ml) F 3K (50ml ) #F%, F& (Na.S0.) , it
BHAT. KGRk EA( hn/EBt0Ac 5:1)8k4b, 473) 10. 9g
(41%) & & Bk e 4781064 .
M.p.:42-49°C. MS(DEP(C1)): MH'=371.

K#EH| A22: LRRI-Q-FHRK-1, 1-—FR-ZERK)-2-KXK-TH

—N- 304
K4 A21, b4 302 HEFIRERKHE/REY, £
JER A 83%.
20 MS (DEP (C1)): MH'=385.

L] A23:. LB 2-[Q-FRA-1,I-—FRX-ZR)-(1-ZX-T &
AK)-RE]-1-FX-HE 305
EMEAS AT, 4SS 303 HEFIMEERKGELSDY,
25 & 484%.

'H-NMR (400 MHz, CDCls), & (ppm): 7.56-7.13 m (15H), 4.97/4.93 2q (1H), 4.50, 4.47, 4.29,
4.02, 3.67, 3.55, 3.43, 3.16, 2.94, 2.62 10d (5H), 4.03 s (1H), 1.79, 1,74 2s (3H), 1.61-1.53
2d + s (4.5H), 1.43, 1.22, 1.05, 0.81, 0.61 5s (7.5 H).

FEHH) A24; 2-[Q-FFHX-1,1-—FR-TH)-(1-FX-TEA)-K
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Al-2-FE XA -HI-1-8% 306
3% 15.3g(32mmol Y4644 305 45 8 (35ml )& B mA 1. 26g

(32mmol ) LiAlH. £ T8 (95ml) R R T, FHitokis 34 A 3

EBERFERKT 10C. hxs, EFXRTHESFE LS M, HFER
S A 0CH ey, TRAEFR, AAK (50ml) oK

(50ml) #FzeA AR, FH (NaS0:) , LEHAAT. RGP AARK

#EH (TH/EtOAc 8:1) &bk, 73] 5.42g (40%) MK &K IR

Ao .

'H-NMR (400 MHz, CDCl3), 8 (ppm): 7.62-7.16 m (15H), 5.09, 5.00 2q (1H), 4.51 AB (1H),

4.05 AB (1H), 4.04, 3.44, 3.09, 2.94 4dd (3H), 3.60, 2.68 2d (1H), 2.54-2.51, 2.26-2.20 2m
(1H), 1.77, 1.56, 1.18, 1.05, 0.82, 0.70 Bs (9H), 1.66, 1.54 2d (3H).

10
TP A25: TR 2-[Q-FHRE-1,1-—FR-ZH)-(1-FX-TH
A -FE]-2-FX-TH 307
RAAETHH AT, dhibdd 304 HEFR MG E ARG HSY,
HERA T4,

'H-NMR (400 MHz, CDCla), 8 (ppm): 7.62-7.16 m (15H), 4.97-0.25 m (24H).

Tk A26: 2-[Q-FHRE-1,1-—FE-ZX)-(1-FX-THIK) -5
A1-2-FX-TH-1-88 308
KA A24, HSH 307 HEF/IN L ERBELES S, H

20 FERA 8Th.
'H-NMR (400 MHz, CDCly), 8 (ppm): 7.562-7.21 m (15H), 4.97-0.15 m (21H).

BA: 56 E# C=77.82, H=8. 33, N=3.13; M4F84:C=77. 85, H=8. 61,
N=3. 03,

25 &R X Ta Fo T 023 AR 0-BRAWKEEXEFT R4 F.
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A% 2% X, A5 25 ) X,

T B
% 5

L4 A27: 0,0-—-Q-FAAXRFTRE)-2-THA-2-[Q-£X-
L1I-—9X-ZR)-(1-XE-ZEX)-EA]-TH-1-8} 401

5 % 4. 64g(15mmol )4b4-% 202 44 CH.CL:( 45m1 3% % A 3. 60ml
(45mmol ) wE., EEAA 5.0ml1 (36mmol ) 2-FREXFEEE, B
MBI RESGAPEAFBERERFLEAREERE. TS, Fha 0.18g
(1.5mmol ) — PR RERHRIHZRESS 70 I 0F, TR ERE
AR CH.Cl: (150ml) ##, FMEM IM HCL (50ml) . & (50ml)

10 FedhK (S0ml) #Fzk, REMA NawSO. T, TRAHLBERE. RY
My A BEBC Beik BAT (T3 /BtO0Ac 3:1) #hib, 93] 6.94g (80%) & 6
BYRE 64 AR AL A .

'H-NMR (400 MHz, CDCl), § (ppm): 7.93-7.88 m (1H), 7.84-7.79 m (1H), 7.51-7.41 m (2H),
7.81-7.23 m (5H), 7.00-6.90 m (4H), 4.84 m (1H), 4.66-4.05 6d (3H), 3.91-3.86 m (7H), 1.94-

1.60 m (4H), 1.58-1.56 m (3H), 1.52, 1.42, 1.34, 1.24 4s (6H), 1.11, 1.02, 0.93, 0.79 4t (6H).

15 364 A28: 0,0-—-(E%H-2-BA)-(2-ZA-2-[Q-L4-1,1-=
FE-LR)-(U-FRE-THEL)-FX]-TH-1-8} 402
EAFTHAH A2T, B Y 202 Fo 2- K- KB EAEFB H EHR
Je #hia A, R =R A 18%.
'H-NMR (400 MHz, CDCly), 8 (ppm): 7.88-7.72 m (2H), 7.60-7.51 m (2H), 7.31-7.24 m (5H),
7.16-7.05 m (2H), 4.85-4.79 m (1H), 4.65-3.72 8d (4H), 1.96-1.60 m (4H), 1.55 d (3H), 1.51,
1.42, 1.35, 1.18 4s (6H), 1.13, 1.08, 0.95, 0.81 4t (6H).
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FAEH] A29: 0,0-—-Q-FHREXFENE)-2-[Q-£%-1,1-—F
AT -(-FEX-TLHI)-FRX]-2-AR-X-1-8) 403
KANEHAP ALT, S H 203 o 2-FEEAXTHREAMNEFELE
s g EhiEiS s, HERY 8TY.
'H-NMR (400 MHz, CDCl3), § (ppm}: 7.93-7.81 m (2H), 7.51-7.44 m (2H), 7.29-7.22 m (5H),
7.01-6.93 m (4H), 4.85-4.77 m (1H), 4.66-4.03 m (3H), 3.91-3.83 m (7H), 1.88-1.14 m (17H),
0.91-0.61 m (6H).

FHH] A30: 0, 0-—-Q-FRAXFTHRA)-(2-[Q-X-1,1-=-F
A-TR)-(-FEX-CTHX)-RE]-2-AX-RH-1-8) 404

10 AT A2T, A 203 F 2- (FHER) R TFBRAR &4 2] &
FEMIB e EnSw, LR 1%,

'H-NMR (400 MHz, CDCl), 8 (ppm): 8.18-7.96 m (2H), 7.52-7.44 m (2H), 7.30-7.10 m (9H),
4.82-3.84 m (5H), 2.46-2.44 m (6H), 1.84-1.05 m (17H), 0.83-0.60 m (6H).

M A3l 0,00-—-Q-FEEAXFIHIO-(2-[Q-#X-1,1-=7F
15 B-ZH)-(-FEEA-THEFH)-BE]-2-FHR-FEI-1-8f) 405
EM L A27, G 204 e 2-FRAXTRRAMN ST ) m%

EaIS s iEAL Ay, HERAG 84%.
'H-NMR (400 MHz, CDCly), 8 (ppm): 7.95-7.80 m (2H), 7.52-7.42 m (2H), 7.32-7.20 m (5H),

7.00-6.90 m (4H), 4.84-4.82 m (1H), 4.58-3.86 m (10H), 1.90-0.80 m (23H).

20 FkH] A32: 0,0-=—-Q-FHAEAXFEHE)-(2-[Q-LFX-KXI
A)-(-FE-ZHHX) AR -2-FA-HL-1-8F) 406
KT A2T, BAEH 205 Fo 2-(FHAE) XFHRAMNSHF AL
ER IR 8 i, FHFRG 8TH.

'H-NMR (400 MHz, CDCl3), § (ppm): 8.16-8.02 m (2H), 7.52-7.43 m (2H), 7.30-7.22 m (7H),
7.15-7.06 m (2H), 4.94-4.88 m (1H), 4.76- 3.95 8d (4H), 2,48-2.44 m (6H), 2.10-1.10 m

(19H).

25
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L4 A3 0,0°-—-Q-FRAEEXFHRA)-(2-[U-LFTE-FXE
B -(-FX-LER)-RA]-I-FRA-AR-1-8) 407

KL A27, HLSH 206 Fo 2- (FARX) XTFHAF ST L
ERAG Ay iEt S, FERA 64%,

TH-NMR (400 MHz, CDCly), § (ppm): B.16-7.85 m (2H), 7.51-7.42 m (2H), 7.30-7.25 m (7H),
7.15-7.00 m (2H), 4.93-4.86 m (1H), 4.63-3.76 8d (4H), 2.47-2.44 m (6H), 2.18-1.22 m (21H).

£HH] A34: 0,0-—-Q-FHRAXFHE)-2-[Q-£X-1,1--F
A-ZA)-(1-FEA-TLHB)-AHK]-2-FR-Ab-1-8) 408
KT A27, BIAH 20T A 2-FRARAXAXTBAHMETILE

RS 6 ixie e, RERD 814%.
"H-NMR (400 MHz, CDCly), & (ppm): 7.91-6.77 m (18H), 5.18-3.58 (m, 11H), 1.86-0.65 m

(12H).

10
T A3S: N-(Q-FHE-11-—FRA-ZE)-N-Q-FFEA-1-FX
S1-EA-CR)-0-(U-FR-TR)-FRE 409
% 5.0g(14. 6mmol )44-# 207 & THF (50m1 ) & F Am A 1. 46g
(36.4mmol ) #4949 60%Nal Ash P W HAR . AXRBE THANRE
1s Fwml1pa, REASHZ 0C (K3&) #88MmA 3.60ml (29. 8mmol )
FARE. BEESEAFTIHEEEFABRFZILLREY 46 ),
REBRLIE 0OCHAMB. MAFTE (100ml) , FHAMAK
(2x100m1 ) FedkK (100ml) 72k, FH (NaS04) , WLRIH;HZET.
YA ARk EN (T H/EBt0Ac 20: 1) sk, 53] 2.81g (37%)

20 KERIRGIFHAED.
'H-NMR (400 MHz, CDClg), & (ppm): 7.66-6.69 m (20H), 4.96, 4.88 2q (1H), 4.56-2.57 m

(9H), 1.74-0.47 m (12H).

B A6 N-Q-FHA-1, 1-—FE-ZH)-N-Q-FRE-1-Z X
~1-RA-TR)-0-(Q-BEA-THR)-LEE 410

25 £ 0CTF, f17.15g (20mmol ) 4644 208 #§ ¥ (100ml) 3%
i A 2. 0g (50nmol ) #9%Y 60%NaH A F e >#E. AFXRERAET
AP &R LN, REFAAIE 0C(kE IFEEANS. 10nl
(42mmol ) ¥Rk, HRELRAHIKRER. 4 PHELRPA
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DMF (50ml) (& #é&y! ). BIFFRAERLSPDITER, REF RS HI)
0CH K. mMATHR(100ml ), AHAAAK(2x100m1 )F=2EAK(100m1)
Fk, THR(NaS0. ), HEFAT.AGORN AR EH( KR /EL0AC

20:1) #h4b, AF3)9.4g (87%) KEMIBIFHLEH.
'H-NMR (400 MHz, CDCl3), § (ppm): 7.67-6.70

m (20H), 4.96-4.70 m (1H), 4.56-1.85 m (11H), 1.53-0.40 m (12H).

B) KA FE#Y]
— R IE

Br 34 AT, X W (Merck), FRAAMHBL B (MMA, Merck),
AW ET 8 (Merck) folR THEX (Aldrich) AEFETH Vigreux

10 AR, BHREAMA Aldrich &AW,

HThER, REAEREHERGINBZ R ESHRAE-BRE
HEA, FEMERARAXRARE. REARA/AARATERAER
FRsd. BHRENHBE.

BESRFEFHE, FIAGRAYHER.

s REMAGEEREREN TR BREALERI TSI, 1R F
BHREHNERSDFREIN XN ETERRNZ. %t (statistical)
£ B (Sty/AN) A FBERIT, A 40CHA1IETFRAERIETH
i, AR EIHRTFRGHIZ.

A& Biichi 48 zh% E (niniclave drive) bmc dr (200ml %,

20 KRERAEB, BAeTHE: RaBEh 10bar; BEFEHRHE,; 82
HEXBHSE (34): 484 T5Nem; & B 250rpn (KK ) ; BE 250
C(HRH); EH#HF 100bar (FK); FHEHH 1. 4435 Hastelloy
C22; #hA&AMH#H PFTE/ B %,; HH B4 8nn, ) FHAFRLH/ AWML
x.

25 KAy ke it GPC ( BACHE €3 ) HAT.

GPC: A FLUX INSTRUMENTS &4 RHE0S4000 47, A w4 .»kvh (THF)
Y HE M HFL lnl/min FAN. B EA E %4 $ B POLYMER
INSTRUMENTS, Shropshire, UK # Plgel Spm #4 C-® 3 Hewlett
Packart HP 1090 LC (A PSS1, ¥ /& 60cm) . & 40CTFRE6t, A

30 wWHekwh (THF) 3£BL, #ik 1nl/min, REH InlTHF ¥4 10mg &

45



03805021. 8 o P ZE35/43W

4. B Mn % 200-2000000 ERAHYKE S KARELHREE #E,
A RI-Fo UV-# R Bt 474, 2o #HEH M (g/mol) =M (g/mol)
i H4E3), KT H PD=W/M.

5 KLHHEE:
364 Bl: £ 100CFH Imol%eysbadh 204 HATES
LEEAEFFo 246 100m] Schlenck BIP, A 1.47¢g
(4. 35mmol ) 4b&-4 204 #= 45, 3g (435mmol ) X H A, REW
B R FERA 100CHIE 6 it £ TNCHAZTR LRGN L
10 4k, 28.4g (63%) Fikedhib, HAIMEEBKE,
Mn=7930, Mw=10590, PD=1. 34

T4 B2: £ 100C FA Imol%éyodh 205 #4784
AEHEFAoRBHEEL 100nl Schlenck P, A 1.40g
15  (4.35mmol) 424 205 F= 45. 3g (435mmol ) XTI HFBA. REW
B RFERAE 100CHHE 6 I, ATNCHAZTRERGN L
. 21.7g (48%) ¥4 T, FHFIM/FKERK.
Mn=5130, Mw=6180, PD=1.20

20 L#4&FIB3; A I100CTFH 0. 1lmol%égib4-4 205 #HATE S
EENEFA a5 1000l Schlenck BT, A 0.14g
(0. 44mmol ) 4444k 205 #2 45. 3¢ (435mmol ) XL HBA. REW
B GEFERLE 100CHHHE 6 . £ 10CHEE TR EIAEHE
4. 12.6g (28%) Pk it qb, SH473)fk3 &K,
25 Mn = 27350, Mw= 34750, PD=1.27

Z# ] B4: £ 100C FA 1lmol%ég4ba4h 207 47K 4
AEEFEFf oS B4 100m] Schlenck BT, mA 1.49g
(4.35mmol ) 462 % 207 #= 45. 3g (435mmol ) XTI HBLA. REW
30 AFF|GARFRBL 100CHM 6 I, £ TICHALT TR EATHE
. 30.7g (68%) #iha b, FHRMFERK.
Mn = 7520, Mw=9300, PD=1. 24
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L] B5: ££ 100°C FA lmolkéyitddh 208 HATE S
AR EFfb MBS 100ul Schlenck BREF, A 1. 56g
(4. 35mmol ) /b2 208 Fv 45. 3g (435mmol ) XL HBK. REW
5 FRARFERE IOOTHRHE I I, EATICHALZTRERGH R
R, 44.68 (95%) 4R éik, HFR MK ERAK,
Mn=10000, Mw=16400, PD=1.63

L4 B6; £ 100CTFMA 0. 1mol%aj4kS% 208 #TES
10 EERFETFF oI5 e 100nl Schlenck P, A 0.156g
(0.435mmol ) 4454 208 H= 45. 3g (435mmol ) X HMHA. RE
WA GBFTERAE 100CHIE 6 ., £ TICHAEZETRERGY
ik, 17.0g (37%) Bk by, 55 M# &K,
Mn=46300, Mw=74000, PD=1.60

15
%44 B7: £ 100CTA 1mol%é4a-4 209 4TRSS
AEAEF Ao b B3 5¢ 100nl Schlenck BH T, A 1.96g
(4. 35nmo0l ) 4644 209 #= 45. 3g (435mmol ) X ZHHBLE. REW
B EFBERE 100CHHE 6 ). £ TNNCHFATTHREIREGNE
20 4K, 34.9g (73%) AR HA, HFIKEFERK.,
Mn =9700, Mw=12100, PD=1.25

F#4) B8: A 100CTA lmol%djibs2 306 #TEKE
EEAEFA b aiH 56 100nl Schlenck BIT, A 1. 89g
25 (4.35mmol) 44 306 #= 45. 3g (435mmol ) XTI HBA. REH
FEGBEFERE 100CHHE S I, EUHCHAZTREREGHE
. 42.5g (94%) AR LH, HFEMK EEK,
Mn=10000, Mw=11600, PD=1.27

30 34| BI: £ TSCTA lmol%dyibsh 307 #HATRS
EEARFh bt 249 100ml Schlenck BT, MmA 2.13g
(4. 35mmol ) 4% 307 F2 45. 3g (435mmol ) XL HBMA. REWK
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AR BRI TSCTHE 6 K. A ACHAT TR ERGYE
A, 19.3g (38%) PR Oébqb, HFIMKERK,
Mn=3130, Mw=5010, PD=1.60

S 64 B10: £ 85CTFA lmol%éi4ba-4h 308 474
EEAEFA LB 4e) 100ml Schlenck BHF, WA 1.95g
(4. 36mmol) 444 308 #= 45.45g (436mmol ) KW HFBA. RE
KFAGEBEEERESSTHIEC N, AICHTAT TR EIRGH R
. 44.5g (94%) ik 4b, FHBMFERK,
10 Mn=12050, Mw=14890, PD=1.24

%45 B11: & 85SC T A MMA B3| X K44 B10
EXEHEFAfo bt 24 100ml Schlenck BHF, A 2. 508
A% B10 (Mn=12050) #= 15. 0g (150mmol ) MMA H LK. RE ¥
15 B|KGBFHERALE SSTH I 6 M. EFAICHFAT TR ERBGYELK,
2.99g (19.9%) ¥4k a4k, HFEREMRK,
Mn=46590, Mw=85150, PD=1.8

EH#AH]B12: & 100C FA Imol%éj4sdh 401 478 S
20 EEAEFA oL B4) 100m]l Schlenck BHLY, mA 2.51g
(4.35mmol ) .44 412 F= 45, 3g (435mmol ) KWW HBLA. REWK
B BHERE 100CHIE 6. £ TNNCHEAT TR EIAGHE
. 22.5g (50%) Hikedbib, FFAMEERK,
Mn=8610, Mw=10990, PD=1.28

25
EHAH]B13: £ 100CTFH 0. lool%egsudd 401 #HATES
AEAEFAbmBREe 100ml Schlenck BH T, MmA 0.25g
(0.44mmol ) 48-# 412 F= 45. 3g (435mmol ) XTLHHKHA.. REWH
BREFERE L100CHRHF 6 I, A INICHAZTTHRERGH L
30 4Kk, 19.3g (43%) ¥R Od4b, HFIMEE 0K,
Mn=42800, Mw=56400, PD=1. 32
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E#H] Bl4: £ 100C FHA Imol%eg4bS%h 408 /7 H S
EEAET Ao BMBH B 100nl Schlenck 3B b, MmA 2.67g
(4.36mmol ) 444 419 v 45. 4g (436mmol ) X ZIHHH4A. REH
R GBRFERAE L100CHHE 6 Io, £ ICHAZTHREZAGYE
5 4k, 24.2g (53%) ¥4kO. 440, HIFH|ME E8K,
Mn=5520, Mw=7430, PD=1. 35

%34 B15: £ 85 CTFA lmol%éi4bsd 208 #4754
EEAFEFF ot 84es 100ml Schlenck I, M 1. 56g
10 (4.35mmol ) 449 306 #= 45. 3g (435mmol ) XZH MK, REW
FRNEFERE 85CHHE 6 1. £ WCHATTRERGE
. 20.4g (42%) AR T4k, HAFE MK & 0K,
Mn =4200, Mw=5160, PD=1.23

15 5£364] Bl6: £ 8SCTFA lmol%siibd4h 208 VAR % 464 2] & Al it 47
e
EERFEFFf oM R4e 100nl Schlenck BHLF, I 1.56g
(4.35mmol ) 1444 306, 0.105g (0.435mmol) THRALXKPE, #
45.3g (435mmol ) LT HMA. RERFINNEFTERAL SSTH I
20 6 B, HiEEASHETF CLCL (50m1) P H M 500mlMeOl KX, &
SRR, FLEZAZTTFRAFAERK, 53 34.5g (72%) B4
.
Mn = 6890, Mw=9070, PD=1. 32

25 %#AH|BLT: EBSCTHIEZRESY BI6
AEFETFAGBBEEELY 100nl Schlenck BA P, A 2.50g
4% Bl16 (Mn=6890) H= 10. 0g (96mmol ) XL HMA. REW
FRGREFERE SSTHHF 6 I bf. £ CHEATTREIABNE
4. 3.09g (31%) B4k a4k, HFELEMRK,
30 Mn =13900, Mw=23300, PD=1.67

5:34| B18: £ 85CTFM 0.25m0l%894b2 % 410 #4754
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AEAEFfmB B84 100ml Schlenck B F, A 0.59g
(1.10mmol) 4&4-% 410 #F= 45. 3g (435mmol ) FXLHEHBA. RER
B A EARA SSTHH 6 bot, £ OCHAETHREIRGENE
. 9.20g (18.9%) ¥ikP 44, HIFH L EBK.
5 Mn=11590, Mw=14990, PD=1.29

£ 34) B19: /& 85°C FA n-Buh H 3| X K4 % B1T
AEAEFF oS4 1000l Schlenck B+, A 2.50g
B4 B17 (Mo =11590) F= 15. 0g (117mmol ) QB E T B (n-BuA)
10 HBLA. REFFINGEFERASSTHI 6 Ibt. AIOCTHFALET
Bk RG Bk, 10.1g (67.3%) KA, FH3LERK,
Mn=146600, Mw=259600, PD=1.8

T34 B20: £ 85CTFA 1. Omol%égtbddh 410 #A7HE A
5 ASHEFALMEBEEBS 1000l Schlenck BAT, MA 2. 35¢
(4. 37omol ) 44k 410 #= 45, 3g (435mmol ) X THF KA. REWH
AR GHEFERLE BSTHHM 6 I it. £ CHFAETHREIAGHE
M. 24.57g (48.9%) ¥4keud4b, FFIARERK,
Mn = 4340, Mw=5600, PD=1.29

Sa64) B21: £ 85°C FJA MMA F 3| R T4 B19
EEA R Frb B354 100ml Schlenck B F, A 2.50g
B4 B19 (Mn=4340) $ 15. 0g (150mmol ) MMA F+BLA.. REWH
Blag R SSTHHI 6 I oF. £ WCHAZ TR EIARG LA,
25 5.69g (37.9%) $4kedbb, HFHAERXK.
Mn=14780, Mw=230510, PD=2.1
ANBIE TR ES
364 B22; £ 120CTFA 1. Smol%tyik &4 208 TR S
EEABET A HSF BB 2501 ZFBMT 4 0. 418g
30 (1.17mmol) 444 208 #= 10. 0g ( 78. Ommol ) /3 B%E T 8R4I
A, RERBZINNHEFERELEALTM#AE 120C, HRE S5 IH.
ESICHATTARAABREHG LR, 8.0g (80%) RBLATRE.
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10

15

20

25

30

GEIR o EANGE 2P T
Mn= 5150, Mw=28040, PD=1.56

£#&$] B23: &£ 100CTFA 1. Smol%éytbash 208 #HATHES
ARERFBEV AHEFCHEBEH B 250] Z3RM P, 4 0. 418¢
(1.17mmol ) 4444 208 #= 10. 0g (78mmol ) & &R iE T B w4~ Bl
. REBFFINAFTERESATMMAE 100C, HF4 20 J 8,
ASICHAZFAARELAGHEIR, 9.80g(98%) RMFIKCLRE.
AR AAFREARMBAK,
Mn = 5150, Mw=8540, PD=1.66

E#4] B24: A 100CTFA 1. Smol%egtbddh 209 HATHES
EEXFRE W BHBA0BHEENG 2501 ZF B P, 0.528¢
(1.17mmol ) 4644 209 = 10. 0g ( 78mmol ) M B iE T B R4 MK
. RERFAGRFERELATM#3I) 100C, HRE 3P, £
SOCHAE FHEAKREFARGEAK, 9.41g (94%) R PR R,
R EFL GG BAK.
Mn=7670, Mw= 14300, PD=1. 87

244 B25: £ 100CTFA 1. Smol%ég4b4-4h 307 #H4T7H S
AEEBET A HPEF L BBEHEBH 250l ZFRMF,4%0.573¢
(1. 17mmol ) 4644 307 #= 10. 0g (78mmol ) 73 B iE T A% 54 A%,
K., REWKFIANABFERELR T MHEZ 100C, HEASIIH, £
SOCHAETAEABRIAGEIR. 7.22g (72%) BB FKCELE.
R L & e R,
Mn = 5340, Mw=9290, PD=1. 74

F4]B26: £ 100CTFHI XKL B24

EFEFBRET . AHPB AL BMBHEN 250l Z BB P, ¥ 2. 508
B AWHETE B24 # 10g (96mmol ) EZHBRAFBAR. REBRITH
NEFERELATH#HE 100C, HXE 6PN, £ WCTHAZT
KA ERG PR, 4.88g (49%) RBPERCELE, FHRFALE
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# REAR AR
Mn = 32600, Mw=51900, PD=1.59

F 641 B27: £ 85C T A 0.25mol%éh4bd49 410 47 S

5 #& Schlenck A ¥F, & 0.59g (1.1mmol) 4L&4 410 F= 55.9¢
(436mmol ) n-BuAEF 100ml R TERXFHBA. REHRFAGEF
BEREBR TFHm#ZE 85T, HERES6IH. AACHAETEALARE
KWy R fer A, 31.1g (55.7%) R bk g E,. FIAREFRLE

Y F5 AR BAK
10 Mn = 72740, Mw=133400, PD=1.8

L5 B28: £ 85C T MMA 35| % 4% B27
AEH K FFa B E4 100n] Schlenck B F, A 2. 50g
A4 B27 (Mn=72740) #= 15. 0g (150mmol ) MMA SF-BLA.. REWHF
15 Bl FERE SSTHIE 6 IN. EACHATTREIAGH LA,
11.6g (77.0%) #4ke.ék4b, HF3 L EE4&K.
Mn=125300, Mw=207000, PD=1.7

R T (Sty) /AWK (AN) &% 3ERD
20 T4 29: A 0.25 mol%égikSdh 410 347 Sty/AN (3:1) R4&
EEABE A LBREHBYGZIEAESY, K 752 (720mmol) X T
WAe 25g (471mmol ) AMAFRA I Bt 5000/min . Hmc 1. 6g
(3. Ommol )fba-d4 410 &, A6 P A H i MERFARAMA 30
D40, REMPBEBRE ST, FRAS 6K, AHETEE, AF
25 BEVIRIKEGBITESY, FEOCAEZRAT TR, FRGEHAKR
o, ALEA 42, 2%,
Mn=121630, Mw=28620, PD=1.3

L&A 30: A 0.25 mol%égibddh 410 47 Sty/AN (1:1) R4

30 AR BRI BB HEETY, # 50g (480mmol) XT
A S0g (942mmol ) AMHREAF Bk 500U/min $., WX 1.9¢
(3. 5mmol )44 410 &, ki T A& R ER;F M AL 30
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SAF., RMEMBFEREBST, RS 6. AHINEERE, EF
BRI EG T RAM, A AWCAERAETY TR, BIAGEEAAKR
A4, HARA 3L 1%,

Mn=15730, Mw=121920, PD=1.4

] 31 A 0.25 mol%dgiuddh 410 34T Sty/AN (1:3) B4
EFEFBEH A LHEBEHENGELEY, & 25 (240mmol ) X
Fe 75g (1414mmol ) AW AF R4 Ak 5000/min H$. MR 2. 2g
(4. 1lmmol Y444 410 &, EXREFAHEI) R BERAFARBAUHK 30
10 4P, KEMBFERZE ST, RS 6. SITEE, EF
BPLRELET RS, HEAWCAZHRAT TR, HIA4EHKR
L4, iR A 17, 1%,
Mn=8730, Mw=11930, PD=1.4

IS &4]B32; ASSCTAXLKAIILRSESY BLI
EEHKFhob @bt %4y 100nl Schlenck $BHLF, A 1.25¢
Yt A% B29 (Mn=21630) H0 7.5 (72mmol ) X W HBA. R
ERBIGBRFARRESSCHRIF 6N, ANCHAZTREZETH
B, 1.11g (14.8%) R e$4b, FHHBALERK,
20 Mn = 31120, Mw=43680, PD=1.4

4] B33: & 85C F A n-BuA B3| X KA 4 B30
EFEHEF b E4 100m]l Schlenck BHLF, Ao 1.25g
%+ 3 4% B30 (Mn=15730) #= 7. 5g ( 58. Smmol ) n-BuA 4. &
25 ERFIANBFTERESSTHHIN., AWCTHAZTHEEGY
¥4k, 6.88g (91.8%) ks, FHAB X E EK.
Mn=207700, Mw=441100, PD=2.1

L6461 B34: £ 85C T Fl MMA A 31 X R &4 B3l

30 LEEAEFFob MBI B4 100n] Schlenck @B F, MmA 0.51g
%3t 344 B31 (Mn=8730) F= 3. 0g (30mmol ) MMA H#BLA.. REWH
FaeymF ks SSCHE 6 I 6. £ WCHAZTHERGH S
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. 1.93g (64.3%) iK%k, H1F3) £ & B4k,
Mn=67350, Mw=91580, PD=1.4
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