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FE E38te 29 2To)A & ﬁoé}** FA 2AES ixﬂé}%iﬂr.

(A A 10)

Y8 B2 A, 317] 882 (2) o YEidE T2 7122 E WA fiEgd g Eg Ed Aol EﬂﬂE(”
E 3} AF) 50 FHER (26mmol), T FAAZA S| EEHE= 0.025 TFE, 9@ LA WEE 40 F
5 ZgaTdd FYsta 40C 2 71, uRksle] Eiew f4S A5

[3}sh4] 2]
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] il
H,C=HC—0«LO—{H;C~);C~L0—H2C CHy-O {—C—QCHZ}—-O-}— C—CH=CH,
9 7 9 2
H,C=HC—C o—(H;c}s—c O-H,C—~C~CHz-0—CHy—C—CH,-0 c—(cm}s—o C—CH=CH, (2)
2 2

o o) l I 0 o
I} it 1] Il
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2 2
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gl EdAtola g ol ES] NIR = i, 1 ARE = 5 o e
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ool =, AAle] 1 3 FAsA sto] Zd 2ullo]M & Atd A 24=S A8

(AA 4 11)

ol eh-&obl o] wighaks 5.40 T (5lmmol) = F A o] elol=, AAle] 10 3} SAd3sHA shof 7] 5434
(4) o Yetl= 739 TX} ol 2 o] F3d X3t AFS ze s3tE B) & . T3k, Ao
2 3 FE B) o MR & 43 A7%E % 2 o el

[8}eh2] 4]
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2
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(e 12)
ol ghgowl o] vighFS 8.09 T (77mmol) = F A o]9fell=, AAldl 10 3} FLsHA ko] s17] 5434
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2 3gE (O o MR & 543 2%E = 3 o ettt
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't S & ¢ CHg~CH,—OH
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(41mmol), &3 %X]Zﬂi/ﬂ (A= ﬂi 0.025 T, 2 SvlaA] vgg 40 TFHE Soh=Tdd FYstaL 40
T 2 7k, awbse] X EAE A3

[shet] 6

—_

0 0
I} It
CHZ—O{»C—QCHZ}S—OALC~CH=CH2
It ?
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%=

Edste] 29 2dolM g B FA 2AHES
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(Zd zde|M e H7t)

@« oy _&mlm%‘-{m
X

l W JHE%II Aol AFZR (S34d), 3 odE W] AHE (-

oftt
o,
0%
ful
il

el

=
ofo
ol
o
Qo
&
Ho
2
o
ft
ofo
oy
oy
=
Ll
o,
N
S
%

1 ZFZHE 0.04wt % KOH 84 200 2
ste] 7]Fol 93 H7ksksiot.

D golo) Bet @ AR glo] A £l

_35_



<362>

<363>

<364>

<365>

<366>

<367>

<368>

<369>

<370>

<371>

<372>

<373>

<374>

<375>

<376>

<377>

<378>

<379>

<380>

<381>

<382>

<383>

<384>

<385>

<386>

ZIHS3d 10-2008-0026119

By

/\E]LH ]}\ = T ———)\“‘]:]/\1——‘ O ‘I/S — ors 1_]_; /\"IJ—E H ] ] H - 8530
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Aojx 2 Aol N7 FAH Fg 7] A
Az 2| 2 Aboll, A QA (A7) 20] 38 & - o
fe] UAAAE EESGT g, NLA (A7120] 32 FUN A2) & ¥Rl oA E 2
olo] A, MA (H2Ab AlZ, JC-5004LA) o] WA WS ol s ]
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<405> 1L 9] 7HA8 Fepaad, miEA Wes 100 T35, tits (ME)otadyolE sFEZA, o dilSAto]
/72 g E WA tdeld g E B Egoladyo]E (oAU 1 B FZRYE 2 BS ulL A7 o] Fo]
= S

SOl AZ) 4 FY, EolwA W
4

)=}
T T
40% F&N (4FZE Lok AR) 0.05 FTHR, F FAARZA =2F= 0.

EfuEdE I EFAto| =
FHRE F93ln wREEAA 50C A 1 A7F ¥-eS A A8k}

<406> I % JuEYoHE eSS AAstL, JFEEAVE Zte JdEd Aol =/t 2 E WA f gl g E g
EHEZAL | ES ATt

<407> (2) Asld A4 =45 =4

<408> AAd 14 ol dojx Lz JheAd uEA e § 100 SHEE, SFH EX3 2 df IgEEA,
(1) oA R F2BA7E zhe odullSAlol= /722 E WA o glEld

ZEYEHEgolad ol E 60
2 10 =5 2 DETX-S (W& 3}
oF A %) 10 =HFE, 28 A EA doddZeIZuMddHE70 FH5E S Tt A 54 2AES
ZA 83 o).

<409> (A A 18)

<410> 98 w2, d7] kA (8) o YeldE Fxe JtZ2E WA ydeld g EEdAlolTH g o] E o
o gLolml S RAAIZ 338 20 2R (9.8mmol), A FFEEA HEDGS =R T4 T 1.48 FH5
(9.8mmol), T3 FAAZAM S| EZ2F=0.01 THY, € RN ol EMN Tz A2 Z v Bl = (PGMEA)

20 FFLE Sehradl FRska Ak FRSFUA L.

I

<411> [3}2}4] 8]
ﬂ ﬂ L"D lg h CHy— CHp—GOH
HC=HC-Co-fH,co-C -t S S L -C-CHy-CHy NI G CH 0T
? 11 ? b
H20=HC—C<[O-€H:C )5—¢:£L':—Hzc—c—r,ug,—o-cp-q,—c-cHz-c»-]—c--{-c»-xz-)s—CtAkc—cu= CH, 8)
o[, .3 0 i
H,c=Hc—c{»o-(—H2c;7§-c}»o-Hzc cuz-o{»c+cuz};o£c—CH=CHz
2

<412>
<413> ggoz, HEZDSEg By zgalo]l A5 5 Ao, Zujzx Egodolyl 0.02 FHRE HUHe
T, Aa 7] s 120C 2L &ol A 6 AITE BESAI %, AR 7hA] sk 817] 348k (9) o YER =
z9 3gE (F) & 4t TE, Ao BgtE (B) o MR & A 275 = 7 o Yekdt, I,
HEZS =2 4 Zehato] MR & 43, 2 A%E = 11 o Yk,
<414> [3}sh4] 9]
{ sq [B ool U
HiC=HC-C10-H,CH-C -1 Gra-0fCf o0 -C-CryCHy NG RO
9 2l I¢ 2 oor
H,C=HC~-C O'<'HzC)5—CJ 0-H,C—C—CHy-0-CH;—C~CHy=0 [ C"GCHQ}S—O C—CH=CH, (9)
2 2
% I 7 ?
HaC=HC-C Q—Qn,c-)s—c 0-HyC CHg=0 c—(-CHz-)-s—o C—CH=CH,
<415> 2 2
<416> O F, FERAY] g4 JtZ2EE WA tdeld g Eg EdAlolad Yol EE Yalate] Aozl BgtE (A) &
AFEEE A ol9o =, Ao 14 9F FAEA st A AdolME FEA R 2AES ZASA.
<417> (Ao 19)
<418> HEHS| =2 4 ek ugsks 2.82 S35 (18.6mmol) = 3 A o]lol=, AAd 18 3} HA&A &t
sh7] 3skA (10) o YebdE Tz 3gE (F) & 4 T3, dojzl FgE (F) o MR & 543
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<419> [3}sk2] 10]
CHp—CHy—0—&

[o] o]
7 i CHa- o{»c CH olc ~GHy-CH,-NZCHy—CHy—OH
H,c=Hc-c{o{-Hzc)5—c]>o-Hzc tona; 2~ CH;

2

COOH

o
o o
¥ i ~CHy~CH,—0—C
H,c=Hc-c{o-(—nzc-};c]»o-H,c-c—cnﬁ-o—CHz—c—cHz-o«L —Qm,)—o«l» —CHCHNIC P 'Q (10)
) 2

COOH
) )
HZC=HC-4°.(.¢};£]»0-H,C CHy- o{»c—(—cr—«,)—o—} C—~CH=CH,
<420> z
@l> O F, AR gF ATRSE Wy OagdeseEaatelade =S yastel ozl dFE (F) B
AgE R olslol, A 14 sk FANA ol B ool G Y £ 2HES 2AFAT
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<423> HES =2 ¥4 Teako) wj g aFS 4.03 SHY- (26.5mmol) 2 3 A o]9]ol=, AAld 18 ¥} F U3 Fo
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A3 & 9 o Yepdi,
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7
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i y . CH,—0 c-(-CH }—o C—CHy-CH,~NZCHy—~ CHy—OH
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2 C%OH
P % CH,—CH,— —o-¢
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: doon
¢ % ° e —
HiG=HC-CTO{HCE-CTO-HiC CHy-0 —(cnz)—o c Cr-CHyrNZ CHy—CHy—O=C >
2 H;—CH;—0R
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26> 1%, AR B4 AzzdE vy gagde s Easjoiadelo 58t dojd FEE 6) &
ARE-3E A ol fol =, AAd 14 & TYetA st AR 2o E A A 2AAES ZAEATY
<427> (A A4 21)
<428> A7 BxewEA, 37] 38k (12) o Yehdls 729 7tz =2gE ¥4 dAegdeEgEEgolady o Ed T
lerZobvl s F-7hA7 Sebe 20 -5 (15.2mmol), 4t Pr?%iﬁ HEZS| =R 54 ZEqt 2.31 FEY
(15.2mmol), T FHAAZA J=2F= 0.01 TFF, E EulEA oAEA ZzddAIIuEHdHE
(PGMEA) 20 THF-& Zgt~Fd Fdsta dh F29-31HA 714359
<429> [3}stA] 12]
L? ‘}9 CH,—CH,~OH
- — — _No ez VT
CHy-0 c—{CHZ);o ~C—CH—CH, NI 2 2 Ol
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HO-CH,—C—CH,-D C—(CHZ)?O 2C-—CH=CH2 (12)
7 Q
CH,-0 C—QCHZ}S—O 2C-CH=CH2
<430>
<431> oz, HEHS| =R F4 Zdibo] ks 52 A, SuEA Egodelrl 0.02 THHFE HUbst
T, AL B97] F 120C LA ENA 6 AZF WS AIZ &, 2712 WAEte] s8] &EA] (13) o YElE
T2 FFE () & AT T Fozl gFE (H) o MR & SAHS 274&5 & 10 o vepdin.
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i2
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%, FFERAY] 3 FtZEEE B I EgEdAloladd ol EE UIAlEY doiFl sgtE () &
A

AR A ol 9edlE, AAld 14 9F FTUSIA st T sdo M8 A A 2APES AT

(A A4 22)

95 Bem2A, 7] g8k (14) o YEelgE T3 JtZ2=E A tdge g ER EdlEelad ol E
(o] el 131 ZE 1 2o, ofzdAit 1 B4 F1Z2FE 2 55 TS AA o]FoX & gFE 5 ES d~dH 238}
o o&f wrEAIZl F3E) 20 FFHE (12.0mmol), A FFEZA F45 A4 1.20 S=Z5 (12. Ommol), = =
AAZA B|ER2H = 0.01 FHFE, 2 gujEA ol EA ZadaAZeZvdd 2 (PGMEA) 20 =FRE Zg
230 FJsn A4 2293 7FG s
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HZC=HC—CALO—€H2C);C<]~O-H2C CH;*O{»C CH:'}'—OJ‘DH
2 1

0 0 0
B n ] il
H2C=HC~—C~{>O—QH1C)5-64'O-FEC—C—CH;-O-CHZ—C—CM-O%C%CHZ%O#CWCH:CHZ (14)
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? 7 ¢ 9
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g ¢ 7 7
HgC=HC—C 0+H20);C 2o-|-|2<: CH,-0 c—(-CH,};-o 2c:—-c:)-|=c:H2
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o F
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(Al 23)
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HeoR, B4 HAMNe] 48 e FuelA, SrhA S oyl 0.02 FFLE A F, Ax 297
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ALz E WA oA 2 2o Aol A d o £ (DPCA-120, AE St AE) 60 T,
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e
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<502>
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T T IBARRRZAS T T T T T ] Fl1P uwmwomn mm.s
Fl . z
7 6 5 4 3 2 1 0 pPpm  gap ~1,000 ppm
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oliovin SN I B Rl e L 0 lf<p
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MCREST 0.00000000 sec
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F2 - Processing parameters
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WDOW EM .
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1D NMR plot parameters

cxX 20.00 cm
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T T T T T T T H! 1 mwm uwn..cww prm
1. z
7 6 5 4 3 2 1 0 PpPm  pap -1.000 ppm
. F2 -300.13 Hz
EEMCM 6.55000
HzZCM 165.07150
oo o < ) In((S]
ollofe © I} — [ [a]
=1[=] 1= o~ ~ — oo
Ll el b o {o] <r 00 <1t
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Current Data Paramelers

NAME 050617-A-TMM
EXPNO 2
PROCNO 1
E2 — Acquisition Parameters
Date_ 20050617
Time 19.51
INSTRUM drx300
PROBHD 5 mm Multinucl
PULPROG 2930
D 65536
SOLVENT c€nell
Ns 32
DS 2
SWH 6172,839 He
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 203.2
DW 81.000 usec
DE 6.00 usec
TE 296.3 K
223 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

C £1
NUC1 1H
rl 7.00 usec
PL] ~0.50 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
ST 32768
SF 300,1300012 MHz
wow EM
55B 0
LB 0.30 Hz
GB 0
pe 1.00
1D NMR plot parameter:
cx 20.00 cm
cY 12.50 cm
F1pP 20.000 ppm
Fl 3001.30 Hz
2P -1.000 ppm
F2 ~300.13 [lz
PPMCM 0.55000 ppm/cm
HZCH 165.07150 Hz/cm
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’

s v

{farzert Uata paravetess
FEIRLL~Q5DE20-02
2

1

F2 - 2epquisitien Parameters
26050621
19.4€
dex3CC

2
61%2.8%¢ Hz
G.034156 1=

N AOBAE R sen

GC.NR0BMIGE sea
C€.615290CC sec

5C7.13138554
£2 - Yrecessing paramaters
AT BAIER
74 3C0.1293Y56 Mhz
W 4

[4

oR
i
o
Sed

Pz i.e

o OHML plot purape.ecs
2X 29.CC o

53,25 on.
10.3C6 prr

3991.3C U
~1.0CC ppr
359.1% 1.

PEMTH S2CC ppr/om
nzex 715C Dn/em
Lm,n,q,rstu

_51_



10-2008-0026119

[}

=

=

JH

e
[=)

COOH
or ¢
o g ijhd o n !
e (71 \ 7 ’
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@ % : o ijohd b ae
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——0——CH, CHy—0— -— [ [
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Current Daca Parameters
NAME 050621-050620-02
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20050621
Time 10.48
INSTRUM dex300
PROBHD  § wm Multlnucl
PULPROG 2930
™ 65536
. SOLVENT cpel3
NS 32
bs 2
SWH 6172.839 Nz
FIDRES 0.094190 Hz
AQ 5.3084560 sec
RG 128
(PGMEA) L DR 81.000 vsec
] — DE 6.00 usec
T B 296.3 K
b1 1.00000000 scc
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
comsman CHANNEL £1 =w=sumos
Nuc: 1n
Pi 7.00 usec
PL1 ~0.50 aB
sFo1 300.1318534 Milz
F2 - Pracessing parameters
ST 32768
SF 300.1299958 Milz
o EM
ssB 0
5 0.30 Hz
GB o
2 1.00

1D NMR plat parameter:
cX

20.00 cm
50.26 cm
T T T T uwm.aww pPm
1.30 Nz
6 5 4 3 ~1.000 ppm
-300.13 He
0.55000 ppm/cm
165.07150 Hz/cm
wofley|enfen =3 i ciflof Yoo foo
vlm|mio ] o ooy -] o~
ofofofc 0 ] IR I B
e || | et |t 0 N oy o] =
Ll ~
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Current Data Parametecs
NAME 050621-050620-03
EXPNO 2
PROCNO 1
F2 ~ Acquisition Parameters
Dote_ 20050621
Time 11.02
INSTRUM drx300
PROBHD S mm Multimucl
PULPROG 2g30
0 65536
SOLVENT ©bei3
NS 32
ps 2
sHi 6172.039 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 114
NUQEm\A DW 81,000 vsec
DE 6.00 uscc
¢ ) _ TE 296.3 Kk
—— DL 1.00000000 scc
MCREST 0.00000000 sec
HCHRK 0.01500000 sec
cemsmoan CHANNEL £ =mm=sm==
NUC1 1H
. P1 7.00 usec
h,i PLL ~0,50 dB
a b ¢ 4 sFo1 300.1318534 Milz
F2 - Processing parameters
sI 32760
: sF 300.1299941 Hiz
J WoW EM
ssB [}
1B 0.30 Hz
GB 0
o PC 1.00
. __.LEL F.[I.m| 1D NMR plot parameters
cx 20,00 cm
cy 111,45 em
Fip 10.000 ppu
T T T T T T T T Ry 3001.30 Hz
7 5 5 4 3 i 4] PR p2p -1.000 ppm
F2 -300.13 Hz
1 PEMCH 0.55000 ppm/cm
Hzcw 165.07150 Hz/cm
P~ 4 it §o T D) Iy 0|~
iSO A | PRl e oy o (S H- ) e
& 0t T b O T 8 ed L kI d M o A4 1 Nuknhkuﬂuﬁ.&n«:
..l. 5 y v =l D [ e O O T | O 1) 4
__:__aTi = =l
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Current. Data Paramecrers
NAME 050621~050620-04
EXPNO 2
PROCNO 2
F2 - Acquisition Parameters
Date_ 20050621
Tl 11.17
INSTRUM drx300
PROBHD 5§ mm Multinucl
PULFROG ©q30
™ 65536
SOLVENT opels
NS 12
i DS 2
SHIt 6172.839 Nz
(PGMEA) ______ FIDRES 0,094130 fiz
R S AQ 5.3084660 sec
—— G 143.7
PR 81.000 usec
D 6.00 vsec
1E 296.3 K
DL 1.00000000 sec
MCREST 0.00000000 sec
MCHRY 0.01500000 sec
ab c «N.Nu\ﬂ \nun semacmss CHANNEL FI =mmsssss
g Nuet 1
P1 7.00 usee
PLY -0.50 d3
. SFOL 300.1318534 Miz
14 .\ F2 - Processing paramcters
.\, ST 2768
st 300.1299968 MHz
o,p N EM
55B [
L.r 8 0.20 Nz
6B 0
N — re 1.00
T T T T T T T T 1
9 7 6 5 4 3 1 0 ppm
dB ~t < [ofm ([ T
ofir-|ojn M e DM~ [V MO N N N
OO |3, i NN
. m,n,q.,r,s,tu
Hllo|e|-  w e~ e~ 1o [miev|ow olo|o|~|anjolol T & F>Sh
BN P I g oy
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Current Data Parameters

NAME 050620-THFA
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date . 20050620
Time
INSTRUM
PROBIID
PULPROG
TD
SOLVENT
NS
DS 2
Sk 6172.839 Hz
FIDRES 0,094190 Hz
AQ 5.3084650 sec
RG 512
bW 81.000 vsec
DE 6.00 usec
TE 296.5 K
bl 1.00000000 seq
MCREST 0.00000000 sec
MCHRK 1.015G0000 sec

5L 1
Nucl b
Pl 7.00 usec
PL1 ~0.50 R
SFOL 300.1318534 MRz
F2 -~ Processing parameters
-3 8 32768
SP 300.1300030 MHz
oW EM
sSB 0
LB 0.30 Hz
&n 0
PC 1.00
1D NMR plot parameters
cx 20.00 cm
cY 12.50 cm
#1p 11..000 ppm
Fl 3301.43 Hz
P2p =1.000 ppm
F2 =300.13 Hz
peMeyM 0.60000 ppm/cn
HzeM 180.07600 Hz/cm
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Fils C:¥DDCUMENTS AND SETTINGSYKENKYUSMY DOCUMENTSY
FREROIRYY w5 S | SFIETA-9530-12CLVA_9530
26L0609 (AS¥). R¥I
Date  16/Jun/2005 16:34:43
Conpont
Obsilue ]
Exifode NON
ObsFreg 300.4 W2
ObeSet 1300 iz
Obstine 1150.0 Hz
Point 32768
o4 Frequecy (Span) 6024.0 Hz
S Sean 16
~ AcqTime 5,4396 5
o 1 L5475
o Pulsel 4.2 ns
i1 Trrilue i
Probelsal
Instrument ALICE
Pulse Program
Gradient Program
Temperaturo 45.0 C
Solvent CDCLy
= Beference 0.0 ppu
™ Broad. Factor 0.0919 Hz
= Yindow Exponential
~ R6ain 17
e =]
=] 8
‘m. <
A
o Netarr T T
T _.-.._._.._....ﬂw.-.—-..—-.J\__-._.a‘_.-.—._
8 1 § 8 4 -3 2 1 0.
&/ ppm .
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8, 1187

tooded ™

SR 91780

=70, 5663

37738

*5.5262

']

EHI3

File C:¥DOCUMENTS AND SETTINGSYKENKYLYMY DOCUMERTS'
mﬂmwﬁs‘&ﬂu F2 b2 BeE¥A_9530_120L._0629_:
Dete  30/Jun/2005 15:52:36,

Comment

DObsNuc H
ExMode NON
Obsfreq 300. 4 Mz
ObsSet 130.0 kHz
ObsFino 1150.0 Hz
Paint 32768
Frequeey {Span) 6024, 0 Hz
Scan 16
AcqTine 5.4396 s
PD 1.547 s
Pulssl 4.2 ps
Ixuc H
ProbellsasD

Instruzent ALICE
Pulsa Progran
Gradiant Program

Tepperatwre 60.0 T
Selvent CBCLs
Reference 0.0 ppu
Broad, Fsctor 0. 0918 Iz
Yindow Exponentizl

RCain 15

I
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File C:¥DOCUMENTS AND SETTINGSYEENKYUYMY DOCUMENIS
HERNREY 7' 7 F 7 b L RFEYA-T-3-8CLYA_THY
8CL_0420 (ASK}. ALS
Date  23/Apr/2805 17:51:02
Corment.
0ObsNuc i
Exode RON
6bsFreq 3004 Wiz
ObsSet 130.0 Wiz
ObsPine L160. 0 He
Point 32788
Frequecy (Span) 6016.8 Bz
Sean 16
AcqTime 5.4461 s
PD 1,047 s
Pulsel 5.8 ps
— IrxNue H
© ProbeleuD
2 Instrunent ALICE
o Pulse Progran
Gradient Program
‘| Temperature 53.0C
Solvent CDCLs
Reference 0.0 ppm
Broad. Factor 0.0918 Hz
Window Exponontial
RGain 12
~ Opsrator.
£ g
o
i ~F
.. ~
LA W e S T T
2 1 0

EHI4
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B, 132
~——8.3147

41643
74,1366

LN R B M B B At e

L S e e SR e

6
8/ ppm

EH15

File_C AKD SETT
FrREFPMRY Y 7 0 F 2 b L EEVA-TUI-3-8CLYATIOL
8CL.SA_HCLO624 (ASW) . A1S

Date  23/Jun/2005 17:48:01

Comnent

ObsNue H
Ex¥ode RON
ObsFreq 300.4 MHz
QbsSet 130.0 kHz
ObsFine 1150.0 fiz
Point 32768
Frequecy (Span) 6024.0 Hz
Scan 16
AcqTiue 5.4306 s
byt 1547 ¢
Pulsel 4.2 g5
Irriuc W
Probellead

Instrument ALICE

Pulse Program

Gradient Progrnm

Tenperature 240 °C
Solvent £ncts
Reference 0.0 ppu
Broad, Fuctor 0,0919 liz
Window Exponantial

RGain 15
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