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A (HEpolA- U lE 55 & 4 U

_75_



[0458]

[0459]

[0460]

[0462]

[0463]

[0464]

[0465]

[0466]

[0467]

[0468]

[0469]

[0470]

[0471]

SIHS3S1 10-2023-0045362

A7) BERA wEAe) AEE AES o W ted b A2 (deholadie Qs o zeze) o

2, o} Aol AR mam(F)ite] ofmys w1017, T M-1117, B M-114° 55 UE spopR(E)ite]

KAYARAD TC-1108°, % TC-1208° %5; QAMF 471 74744 mm(F)ite] v-158", V-2311" 52 5 % b 4

7] (HEh)etadAke] o)@s ozEHEC] o R, Eol Aol JhZF I (F)jte] ofZY 2~ N-210 , T M-

240°, % M-6200" 5; U& 7}01:1%(12—)%% KAYARAD HDDA®, % HX-220", % R-604" 5; @AW} 7] 7bHE 1
312

w(Fite] v-260", V-312", v-335 HP” 5o = 4 vk, A7) (dEbhelmdsle] Aus o s 2e] ozl

wob mAlo] R mE(F)ite] obmu M-3097. % M-4000. % M-405 . % M-450", % M-7100°, = M-
8030" . % M-8060" S L& sFoR(3E)iite] KAYARAD TMPTA®. = DPCA-20°, %-30°, %-60°, %-120° %: &
At 7] Fheb mE(F)iite] V-295", %-300", H-360", H-GPT, $-3PA", §-400" 5% & & vk,

Fo BE AL TR 2% o4 W A8 5 At

o
N
2,
o

T BFACRG SFE QLS Folsh] fetel WTSBE Aeste] AEY FE Q.

ol vatel 0.1 S U4 30 %, AT 5 T4
ol el dz w3 29 29 9 Az A o)

ok
ol
t
0>~
& @
)
<

A7) FEg MAAE oMAES=A dgE, WzdEd s, HoaiEA s, Mz dgE, E
olXA AFE, SAA AFE T2 AET

A7) M EA =AY FFE] R, 2,2'-UoFA oAEFAE, 2,2' -TF-5A] olEH:, 2-3=FA-2-1
o=, pt-FHEYFERE olEHE, pt-FHUIFER MEHE, 4-F2R oA EHE=, 2,2'-1)
~4-3 5 A ol Ed=, 2-vwE-1-(4-(MEE )W) -2-EE e e T2 9-1-2, -l F-2-t]vo}r| -1~
(4-EEZPevd)-He-1-& 58 5 5 3

A7) Mz stEe] d2e, dadis, Wz hARE, Wz Mt fid, 4-3d Wz, s=
ZA WlzHA=, olma"d R, 4,4'-H|A(YHE olm )Ml HAE 4 4'-H] A (Yo oln| ) Ml 2| =
4, 4'-trdoln el 2= 4, 4" -t F2 2 2=, 3,3 -UE-2-mEAzd= 58 5 5 9

A7) B IMEA &Y dEiE, EoIAE 2-wYE o IAE o]AXZF EQIAME ) 2 4-tjdd EQ
FAE 2 4-Tjo]ATad E|QIAE 2-FZIE|QIINE S & 4 9

A7) WlZzA B3 EL dzs, Wz, Wz WY JdHE, #zd oY JdHEZ, Mz ojAXZH J
WZ9l ola%d dyHE, wAYYEAY 5 5 F St

471 EgolzlA 339 SRS 2.4,6-E3|E2Z2-s-Eglo}A, 2-3d

4,6-v~(EfZ2add)-s-Egolxl,  2-(3' 4" -t SA|~EH) -4 6-v 2~ (EIFREZWY)-s-Eglolx,  2-
(4'-HEAGZE)A4 6-0~(EYZE2EWE)-s-Edobd, 2-(p-WEAHY)4,6-0]2~(EER2ZWHE)-s-EZ
o, 2-(p-EE)4,6-N~(EYZEE HY)-s-EFol, 2-17d 4, 6-0~(EYSEE HwY)-s-Eg o}z, H|
2~ (EgZ22vd)-6-2Ed-s-Ef|o}d | 2-(UZE1-YU)-4,6-0|2(EYFZ2vE)-s-Eg o}, 2-(4-H| 5 A
UZE1-9)-4,6-8|~(EfEFE2rY)-s-Egold, 2-4-E7 ZFEadd(Fizd)-6-Egold, 2-4-EfZF=
2H g -HEA~EE)-6-EFotd 5& & & Ut

A7) SAA SRR R, 2-(o-MEASA)-1-[4-(AFE )3 |-1,2-5 8T & 1-(o-opHA R84 )-1-

(oo S-6- (2 B2 Ok --2 [l E e S8 & 4 3.

A7) BEH AAAE B ST ol ke S, OAE
B %, ERo

oA shete, ojvuEA s, HlolvuEA 33

7 B MAAE A7 AR A 2E Tl diske] 0.1 %E% WA 5 T, AW 1 TF% A 3
T2 23E vk AT AAAACE A7) e 2 E23Ee A 29 Z2F AxE A " G @



[0473]

[0474]

[0475]

[0476]

[0478]

[0479]

[0480]

[0481]

ZIHSd 10-2023-0045362

gl 5 e gloy, FAMeR dE 59, vug, due Fo| A& dFzzdg o
2, n-d olHZ, toliold oHz, Wddd dH=, HEdNEEHES So =R ogd 2T o
dolel=, olgdl 222 ogde, Zehd 2T dddH 5o 2T dHzR; Y AREn o
Hol=, " Az&y obdHolE, told Az&y ofAolE Fo ARy ol EF; WYY sy

2
i iy
b
b

Mg, teldd e
ez, tegd Felz g

2 vgeEe olAelolE, Taau FeE
OER B, A o W% dEraR LA, o SR, 48| Z %A 4-v]E-2-AEhe,
M- EdAE, dEn-3Ess, e ol WAE, W 5o AER: 24 o8, v, 24
avd Fo Es AWE BrleBui 92 osH2F; W9 SeelE, oY Seols o FEN 9
SN2EEf; Y FEEAobEolE, Y FEBAbEolE, ¥u SESActiHolE Fo] H=EAlolA

MR vSAiE olaHolE, WA clHolE, WEANE ol oS Ad of

Aolg obElel = o) ohEM FRALY o HEF; WY 3-FESALEI o=, g

JES AT 37 ol 2HER; WY B2 oo, e 3

lol=, o9 s-elEAxzvovels, WY 3-oEAXzv ool el 3-orEaAxy] et
o

|

\}

|

TR

I T

i b%

B 2

ro J

r l}m

o - [&

& 2 g
o

=2, to

[> =

I, o,
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>
14
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o

O oz ol orim ok
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il
(o3
o
=
[
=
T
o
a2,

<R}
o
)
il
(o3
o
=
O o
)
il

[t
o|

o]
o
i)
o

&l & 3 (miscibility) ® Wed & A, FA= Ld 22E B
poolE ARER oAHE T JEdl FelE FHAHE opAH I ER; 2-3 =54

o] el =H =5 Yol "=l 2 39 "eldd =

Zedd = o] xRl

| il
i il
i<}
=2
I,
il
o
&
X
I,
o,
fm o
o|f
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=
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N
t
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=
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o
)
H
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>
N
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[0482]

ER
21
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¥ o
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X

371 A

AlE gt
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=
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)
SiNeZF 500A WA 1500A 9 FAZ =
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[0484]
[0485]

iy
o

e
o

;01_
I
M

~

N~

o, 3.1um WA 3.4mme FAR

ZE ]
77%_

v
=
=

LEERL
g

9]
of we} w5

o~
T

2%
5o

=
R, G, B

2}
Els

2]
qe 8

ofp )

ﬂoﬂﬂ
ol

o B

[0486]

ofr

24 a2y, WeAd 55 U

Chloroformell

[e)

=

11
1-2

Triethylamine(2.0mmol)

— LT

o] silica chromatography
— 78 —

ol

O

Ay

71 Bt =ol-H A& 4 33t=

11

=
5

C

4-Hydroxydiphenylamine(1.0mmol)3} methacrolyl chloride(1.2mmol),

FlTT e — 2 OTC

€3 0CollA 1A17F HEg-A]Z1Th. MC extraction

(1) =74 g
(2) &4 3t

HO
A7) 3gE 1-1 (1.0mmol)3} iodomethane (1.0mmol), K2C03 (2mmol)ZE MColl A

A 1: 2%

[0487]
[0488]
[0490]
[0491]
[0492]
[0493]
[0494]
[0495]
[0496]
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[0497] (3) &7HA 3tE 1-39 ¥4
| o}
N
(0]
T - <o
%O
OH
1-2
—_—
(0]
i—o 1-3
[0498]
[0499] A7) 3}t & 1-2 (1.0 mmol) ¢} 3,4-Dihydroxy-3-cyclobutene-1,2-dione (0.5 mmol ),
triethylorthoformate(TEOF) (0.15 mol)S amyl alcohololl ¥ 90C=E 7Fdste] 7A 7 B wutslith. 7+
SHE Fall amyl alcohol& AL A¥ AxvtE Jdaz AAste, 7] & 1-3& A=A F535
SrA=s
[0500] (4) A 3tE 1-49 34

[

PDC, XDA, TEA

S, AUR, TEA

in CHCl3

[0501]

[0502] A7 3gE 1-3(5 mmol)= 600ml EFREXE gwjo] =<2 %, Pyridine-2,6-dicarbonyl dichloride (20
mmol), p-xylylenediamine (20 mmol)< 60mL FREXE] galjsle], A2oA 5A17F B¢t BA] A 3lA| 71T},
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oF B FHAWL & B 33 WA,

[0503] Insitu® hydroxyl peroxide(3eq)®} trimethylamine(6eq)E T3}, 30min & filterdte] salt A|AstL &
ME gy 49 d2vtEadgaR gt ol& S, V] SgE 14E viAY FARA FSElTh

o

[0504] (5) #8H4 7-1-12 EAHE e 4

&
Qm

NH HN

NH HN

\N QH N Q 0
Q

. ok@j*o
[0505] o 7
[0506] A7 3eE 1-4 (Immol) 9} epichlorohydrin (7mmol), KOH(3mmol)ZE DMSOOlA] 45% wWhHS-A|ZIth. o]% 7kl &
ot Ay AZefEaHgR sk, sh7] 384 7-1-12 %A ]t eSS 5.

[0507]
o‘\}\*
o)
[0508]
[0509] Maldi-tof MS: 1135.25 m/z
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[0511]

[0512]
[0513]

[0514]

[0515]

[0516]

[0517]

SIHES 10-2023-0045362
G 2: AR/57] v Zo|-BXE 4 IFE

SnCI2'2H20 Y\OH
H N
N Q PMHS

Mo e
MeOH, HO
21

0 Y\OH
e OO
Et3N
CH,Cl, 22
4-hydroxydiphenylamine(0.1 mol), hydroxyacetone(0.15 mol), SnC122H20(0.02 mol),
poly(methylhyrdosiloxane) (0.2 mol)& WErEe] €1 60CE 7FEsle] 10413 FQF wdtsiich. A E Eg
HE dHE 53 AlAsE e d8E 2 SHFE 53 AAS 5 cddopAEolER F=35FaL 10% HC1
52 Mt F2 775S FY SRSt 4 A2etE a9 2 gAstd, A7 e 2-18 T
2A F59Y. A7) F8E 2-1 (0.05 mol), Et3N(0.11 mol)< dichloromethaneo] ¥il 0C® %% Exé
)

o —

3t % methacryloyl chlor1de(1 O mol)& AA13] H7ate] 2413k FQk wkslitk. dichloromethane® 2
atar Bw AAsth. FE2d §715S 2% SRt Ad AamvtE adve ZAstel, A7) sEE 2—2—%
TA =A 58T

[}

15, @A 104 A7) 3gE 1-2 A A7) 385 2-25 AFE3 AS AYstas ddd 13 593 Uy
o7 Aol 317) 3] 7-2-22 BAEHE IEES

[3}8h4] 7-2-2]

Maldi-tof MS: 1359.5 m/z
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[0519]

[0520]
[0521]

[0522]

[0523]

[0524]

[0526]

[0527]
[0528]

[0529]

[0530]

ZIHSd 10-2023-0045362

Ao 3: 6857] HItR Fol-vAE 4 3T

H HO™ >y oH
/J::::T/N\I:::] . HO Y oH N
HO © |4O/J::::T/ \I:::]

H
B wHen @ase ] He4 730w HANE HRES 5.

Maldi-tof MS: 1525.68 m/z

Ao 41 2857] A Fo-F A& 4 FHFE

OH Br N3 NH
F F F F F F F F
—_— e —_—
F F F F F F F F
OH Br N3 NH
31 3-2 3-3

2,3,5,6-tetrafluoro-1,4-benzenedimethanol ¢} PBr3E DMF o] A& £917] dlolo] 0C 1A|ZF ¥FEAI L. A+
Lol A 3AZF Fo] NC F=3 F &S A ASHAL silica columm BAsIY] A7) 3FE 3-15 FAARA FE
sl

3-13} NaN32 olA|Eo| A reflux 7A1ZF wHg-3tt), Hkgo] &R W ether F+E3 5 Sj& A A5
3 325 FARA F53I8H.
A7) S 3-28F LIAILE THROIA A 2§17] shol 14 WA whso] BUd filterd ofolg MC

FEotal s AlAEe 7] sk 3-8 FAARA F5T



ZIHSdl 10-2023-0045362

[0531] o 237 HY3 WHo g
[0532]
[0533]
[0534] Maldi-tof MS: 1279.17 m/z
[0536] FA4d 5: 4F57] HHA FZol-F A& 4 FE
[0537] del 2014 p-xylylenediamine WAl 7] shshe 3-38 ARESE S Alflstas o 23 U WHow
gigste] at7] sheb 8-2-30% FAHE SFES FEIY
[0538] [s}3+24] 8-2-2]
<
o) \—(
W/io
[0539] O
[0540] Maldi-tof MS: 1503.43 m/z
[0542] o 6: 6857 v Fol-F A& 4 3&HE
[0543] e 304 p-xylylenediamine Al A7) &3E 3-3& 2183 AL AQstus T 27 T3 oz
gdste] 7] sheba 8-3-28 BAIEE SPES S5
[0544] [s}et2] 8-3-2]
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[0545]

[0546]

[0548]
[0549]

[0550]

[0551]
[0552]
[0553]

[0554]

[0555]

[0556]

Maldi-tof MS: 1669.6 m/z

H A 10 0F57] Zol-H A& 4 IFE
(1) 0&57] 2019 #A

N,4-Dimethyl-N-phenylbenzenamine (100 mmol)Z} 3,4-Dihydroxy-cyclobut-3-ene-1,2-dione (50 mmol)E&
(300 mL) ¥ F-E-E(300 mL)ell € 373l AdH = S Dean-stark SFFAZE A A, 12 AlZE
o]

wwk F RkSES AT Feta A ARviEavR GAlste] s sk or FAE= 0deT] A
j =
=

O

Maldi-tof MS: 472.59 m/z
(2) 0B57] Fol-v]X& d g9 A

&7

), p—xylylenediamine (20 mmol)< 60mL S ZZXE|
At FTHekn oF BES 33 W),

=]

mo
|

In-situ® hydroxyl peroxide(3eq)$} trimethylamine(6eq)=
e de dY ARvEadge e fedd.

o]
o

a s, ) seer EANE SRS 5.

_84_

057 #FoJ(5 mmol)E 600mL EFREEE {ufo] <l

E o
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, Pyridine-2,6-dicarbonyl dichloride (20
shetol, ool 5AF Fet A HshAT,

t}. 30min ¥ filterd}o] salt A AL &



[0557]

[0558]

[0560]

[0561]

[0562]
[0563]

[0564]

[0565]

ZIHSd 10-2023-0045362

Maldi-tof MS: 107.16 m/z

v FAld 2: 2357 WA FZO(EA])-H| X8 A FIFE
A7) SgE 129 FAPelA A7l dgE  1-1 W4l 4-[[(1,1-Dimethylethyl)dimethylsilylJoxy]-N-
phenylbenzenamine(8HgHE B-1)S AHE3 22 Astus, 47 S 129 YU UG PEo §)
313 E B-28 Z7AEA 539

oTBS
\ : SRR
N \ . _
0 e OO
TBSO oH Q o
TBSO
B-1 B-2
A7) 3HgHE B-1 (100 mmol)¥} 3,4-Dihydroxy—-cyclobut—3-ene-1,2-dione (50 mmol)& EF (300 mL) % K&t
(300 mL)ell ¥x Fste] WAHFHE S Dean-stark FHAXE A|ASCH. 12 AZF H¢F wwk 3 Wk E S
st Ay A2vtEaH IR A St 7] SFE B-28 FIHAIEA 53T
\\
o) P
OTBS NP OTBS
O@
\ [R— J—
;Ooog — e
O
TBSO
TBSO o \N\ o
Y
B-2 B-3

71 33tE B-2(5 mmol)E 600mL FZZXE Svlo] %9 ¥, Pyridine-2,6-dicarbonyl dichloride (20
p—xylylenediamine (20 mmol)S 60mL FZRXEE| &3slo], Ao 5A17F T+ TA] HA| 7},

mmol ),
LA & A SRStz 4y azviEadys BEste A4 I3EE B-3S FAEA 53T
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[0566]

[0567]
[0568]

[0569]

[0570]

ZIHSd 10-2023-0045362

OTBS OH

TBSO o \N\ o
y
B-3 B-4
271 33HE B-3(5 mmol)S 50mL tetrahydrofuran £vfol]l <9l ¥ tetrabutylammonium fluoride (11 mmol)E
sl Bttt 308 $ A9 aRetEagaR 28ty A7) 83E B4E 538

-4(1mmol )¢} epichlorohydrin (14mmol), KOH(6mmol)ZE DMSOo A 45% wWHA|ZIt}. o|F 749t =
ARntEa IR FEsty HFHoR 3] FES 53U

Hu
ol
20
K
m\U
ﬂ_u
W UJ

0

Maldi-tof MS: 1123.24 m/z
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[0572] HW @A 3: 2857] Y FZof(etaH o E)-H X% 4 34E

gt

PDC. XDA, TEA Y , —/ =N®
in CHCl5 Q f A \

o
o NH  HN
‘%o 5 \N\ o
[0573] /
[0574] 471 #gte 1-3(5 mmol)& 600mL FEEX¥E &vjol %<l %, Pyridine-2,6-dicarbonyl dichloride (20
mmol), p-xylylenediamine (20 mmol)< 60mL EZZXEFol &3sle], 24 5AIZF &< TA AHSAIZIH.
3 shsp 0w BASE
b
[0575] 4
[0576] Maldi-tof MS: 1147.26 m/z
[0578] (B3 A =4 E A=R)
[0579] Fd FA 2AE Az AHEEHE AW AFSE v 2.
[0580] A 98
[0581] (A-1) FAdd 104 AxH FZo]-4 d5 (32 7-1-1)
[0582] (A-2) Ao 2014 Ax= -4 A8 (38hy 7-2-2)
[0583] (A-3) A d 30014 Ax= -4 A8 (38h] 7-3-2)
[0584] (A-4) FAad 40A AxH FZo]-4d d5 (32 8-1-1)
[0585] (A-5) @A d 50014 #Azd -4 d= (38 8-2-2)
[0586] (A-6) el 6ol Azxd Fo]-4d A7 (3434 8-3-2)
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[0587]
[0588]
[0589]
[0590]
[0591]
[0592]

[0593]

[0595]

[0596]

[0598]

[0599]

[0601]
[0602]

[0603]

[0605]

[0606]

[0607]

[0609]

[0610]

[0612]

ZIHSd 10-2023-0045362

(A-7) v]aL o] 104 AxzE =

|

i
ultA
il

(A-8) H]aL FHAdo] 2014 AxzH =

Q2 2 29
"
2
P

(A-9) Hv]aL FHAde] 304 AxzH =

(A'Y) ¢t Ak

(A'-1) C.I. 54 ¢tw 7

(A'-2) C.I. =4 <& 36

(B) vy X

Fg FEA}Eo] 22,000 g/mole] WElTHA/ WA el g Y olE FE5A(EF 8] 15wt%/85wt%)

(C) F=dd Thars]

t) ekl 2] E el B Aol A A e o)

(D) =3 HAA

(D-1) 1,2-S¥r]

(D-2) 2-T] G obr] 2= (4= F -1 )~ 1-(4- 2 2 E 24~ -3 ) - ek 1-&

(E) &

(E-1) Afo] 2 = 8

(E-2) Z=ZdZdZ wYo|HZolAHolE

A 1 WA AAd 6 2 Blie 1 WA vlad 3

71 & 1 WA & 29 AR 7 AES EFste] 34 a4 2A=S Axsld. TAHeRE, &l
BT MAAE AT T 24 Et Aol wukgk ¥ GER(EE dEZ)E FYste] 3023 ik
g &, vy A9 FFEA FFAE AUsto] 22413 S A2l adteiivk. 3] &l tiske] 330
AR o3 Psto] 2Es AAste] 3 74 2A=S Axsld
¥ 1
(910 F30)
/‘1/\]01]
1 2 3 4 5 6
(n) A7 A-1 2 - - - - -
A-2 2 - - - -
A-3 - - 2 - - -
A-4 - - - 2 - -
A-5 - - - - 2 -
A-6 - - - - - 2
(A") hmaztal [ A1 - - - - - -
A'-2 - - - - - -
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[0613]

[0614]
[0615]

[0616]

[0617]

[0618]

[0619]

[0620]

[0621]

[0622]

[0624]

ZIHSd 10-2023-0045362

(B) vy 4] 3.5 3.5 3.5 3.5 3.5 3.5
(0) FF3A =4 8 8 8 8 8
(D) F=3 7NAIA D-1 1 1 1 1 1 1
D-2 0.5 0.5 0.5 0.5 0.5 0.5
(E) &) E-1 40 40 40 40 40 40
E-2 45 45 45 45 45 45
Total 100 100 100 100 100 100
* 2
(F9: ==Z%)
H] 3 o
1 2 3
) 9= A-7 2 -
A-8 - 2 -
A-9 - 2
(A") QrEEalko A'-1 - - -
A'-2 - - -
(B) Bkl X 3.5 3.5 3.5
(O F=3d d=ZA 8 8 8
D) F5 AAA D-1 1 1 1
D-2 0.5 0.5 0.5
(E) &) E-1 40 40 40
E-2 45 45 45
Total 100 100 100
(37hH)
7k 1: ysistd 9 = AP Hoh
AAld 1 WX AAld 6 2 dlale] 1 WA Hlale] 304 AxzE 7FG A 2AHES 9 , Ay g A
AL x5k,
FAFo R, &2 AHS FA 1me] F2 7% Ao, A7 4 3EA4 74 2AAES 1 WA 3me] FAR
=33, 90T SHEZHolE AolM 28 FoF AxAA TuE £=531% .
A7 2 Ay Yy Al 9 AEFAEL Ho FF B3 (Amax) S F8 gQls) stk FAHo R,

Shimadzu UV-3600 Plus UV-Vis-NIR #3%7] (UV-Vis-NIR spectrometer)Z *}*‘15}04,
Hdl 55 I (Amax)S A8ty FAlol 2 el Ao FF M7I(EY HA

shH, A7) 4 Ay dY AlEe Jgsig S Hrtslhr] 98, 47 4 Ay g8 AJEES Aol A PGMEA &
10827 A F, A Aedt ioz Hd S5 I (Amax) A T4 A7 AR & 53 M7
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2A] 3 2.6 % 651 nm
AR o] 4 3.0 % 669 nm
2A 5 2.8 % 671 nm
A 6 2.6 % 672 nm
vl 1 92 % 630 nm
Hlald 2 3.1 % 632 nm
Hlule 3 91 % 651 nm

S, wlane] 1% 29] 2 mol-4 @R, el (WEholadeolE/E EFFA e o Bz,
o F4 =7} oF 630 mn ol vpebd}
o] whe, AAe 1A 3 g ] 39 74 =
5018 AR, e 1% 29 9 Au) 5 927 oF 650 mm F2el A hehde,
AAe 1WA 3 R A6 4 WA 62 s, Fosh 4] Aol BRAVNE QoM A F5 92
oF 20 m 7} A9Hg oz olEAsm, w4 g Yozl 4F
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)

B\t 2: WA Hot
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X35, 90Te] ShEolE oA 28 Bk AxAA Tuhe F535th

A7) 78 =9l 365mme] F3ES MR ugre ATz AL gste] w=3d 5 200 QA 208 FoF A%

A F 0 B33 B A (MCPD3000, Otsuka electronicit) S o]-&3te] MARE W3S SAHs] WTAS s}
e}

WA HrE 7+
D AR Wskgte] 0.005 o] a)

D AFRE Wskgho] 0.005 23}

o
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g
ot ol
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