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Jl

FEAY A4S £FAD. old@ BHFTAN QA AR FEY B, L S
FERY FAAN HAAZRY FREG. Af-AUZ TR DA F0eA
= P 2ge olddA BES Gka) Ei tholole]nalo}

9
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o
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v
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(0]
o
=
SE
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fijo

(0]

W] =olr}
FET AN E :ol/A FFA, AF Fol, molsl AmAR 2EN/Feittoldl nFolw o] Felv|
dotagele|=el A dd ol E-Feirte]A-~EANBS) FEFA(AE Sol, wF MUueljolF Belul

o
o} AAle] & M= &2 (Rohm and Haas) ZH-E] §J57153sF of3 8 2 o] =(ACRYLOID) KM653 2 KM680), Z&]%-E}
tolall s ¥3sle Holet ZE(HE wEladuolE)E ¥dele 48 z2te A(dE B9, v dAlaF Fo
B 279 7H7F mE#H o)A (Kaneka Corporation) S 2HE] 447153 JHd] o o] ~(KANE ACE) M511, M521,
B11A, B22, B31, ¥ M901 % wm|= sldwo|Uola Hepdu|ol 4] o= LH(ATOFINA) ZR-E 47153 2
o] ~E 2 ~(CLEARSTRENGTH) (223), Z# A&l :0]e} ZolaHo]E AL 2= A(dE 5o, olEIUal
B d47tss SElo2E="l 2 S-2001 2 =Y "®HaA &A1Y vpA-AR AQHEE, vlA A e]E 2= (Wacker-Chemie
GmbH, Wacker Silicones)®3¥E Q<7}s3F Ay QA (GENIOPERL) P22), ZoladolE Foj¢t Z(Hg v
EBadgoE) 4& zt= A(dE 5o, & A= FA2RE 75 e gelE o] = (PARALOID) EXL2330 & o=
QA AA9] et AvlZ AHY(Takeda Chemical Company)=ZF-E Q4713 ~epZ 2 o] =(STAPHYLOID)
AC3355 B! AC3395), MBS Feoleot £ (HE wWERZ A E) 48 2e A(dE 59, ¥ A= d2=2HY 4+

7beg k2 o] = EXL2691A, EXL2691, 2 EXL2655) & % 1 E3t&go] Xstdct. upghA s A= A7
AR olmd=Ro|= H mgtRols A 5, E o]Ee] E3hEo] xFHTH

A= TFE 240 THE AT 100 Tl s oF 1 WX 35 TR, v sHAl= oF 3 WA
25 THFY Fom FEsitk. AlsAle TR 24Ee) AT vkesd F3kEe Welshx] oA st
puy

AR A Feel A, FFY 2HBS St olgel H-Af BOZ FEA 2 FIAE £¥T F Ao
g0 "UE-FY F7] FRA'E AR A T FAL §7) FRAE AFP. B 24 ALgH
A WE-94 FHAE AWHow Ay §7) FHAel

A gAY del= EEldaHE, odF 5o, EddEql HebZHYolE Be EYTtEREE; A&
2HE, odE 5o, ZHdEd HUZEYolE ofe|rZ L olE; EHZjolv|=, dF Eof, ZdAbEl of
tzopr=; vjd FgHAl, olE 5o, EEl(Hd opAlHIC|E/HE ofa™eolE), El(Mdedl SReto| =/

d oAHICIE); EYEHd, dE 501, ZY&EE B dE 5o, I (LEH-E-5E oA™Y o] E) et %3
2Bl oA™Y ol E(R) 9] s Al EYveld, dE 5°f, Z(FEdold/2E R okAd THA,

2

g 5o, EAGIY dgagdelE-m-dd  olAddels), E(d  olAUeelE o}aw

ESdw, A8 B0, A%E, ABH wi Y5 vholofolAloflo| st Felo 22 2P wi Felof

He 2eze whg A4 W ABEes GuA, dF 5o, AERes dHZ, oF o] dY Agzes
o X S

2, o Bof AFRox opiEo|E/REldoEs} 2FAY. AF-Y FFA 2%
FALgE 5otk 2 FEA £4 dlEd wE guas Axsy) A48 P L ARE g o
L= A

A Q3. B ABS AAA FRARTY Qe 95 s

We R Am F A olgel AmzRel A9 5 2 ]
e, 77 %—m Aol Mgl Anshol AHe subnicron)e] A7, A= ol Ao
2 5

FAA Qi vxz71Y Aelgt 42, UxeAre 54 AbeE A, 2 olE9 29s ¥t yxFA
A= wek v EF A7,090,7215 (A o] 2(Craig) 5), A7,090,72235 (M= (Budd) 5), A7,156,9113 (%7}
2~(Kangas) ), % A7,649,0295. (ZFH.(Kolb) 5)°ll 71 =] dr}.

U AA oA, A= 2H MAE & 9l A E E9, (dE 9, Y & ZRolmA EilE g
go]) th=xte] ¥ JNEAE Hrlsta W ANAAV YedAe wiSSRE gt AS Xdshe, gt
o] ¥US MAEs7] s gget A0 WHol o] &rkEsith. thE F83 AU/l 342, dF 59 v
= 53 A2,801,18535.(o}d el (Iler)), W= E3 A4,522,9585. (T}~ (Das) %), "= E3] #6,586,4835.(F
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Fu-70d V= 329 AEARRE fdE = Ao AR, 39 MEAl gek XVE gAE 5 gl
o, 71 AelAM, X 7= dAbe] B, A7 dAake] Ak Dol BEE 4 gla, ¥ ] v B v
-Rb&A AgTlolv. M-Z8T]= ’\V\E“ el & Au(ds 5o, 713 wkgekA] e, vl-wkeA 2}
71 dAF uy ©§ SA4o] HAl s, WA | S0l HA s Es vl wl=Ado] HA sk
= Adgd 5 Sld A AA GEjelA, ml-weAd 2] Ye A 7], dE 8o At
Z|(FtEEAY O E, AZYolE B IAFUYPCIE 7|5 XA, 4w 7] T Z(SAAER) 7] E= ol
=54 ot v& AA FHIA, "Y'= T4 FA Bx G Af-ddE e ¢ s weAd =
871, dE 5o Hld, ¢, HdEA, dESA B (WE)oladeds xiets dEdA xS T4 7]
d At

R el Fu-shEAE, A egdakel #9271 (Si-00 7)€ 0
90%(E=AsH= 45)7F A&sH =S sk o= AHEE g dn. #8718 e AdHer A=, oY)
L 3 L

A BE o]87lsd wey ¥97t ¥ dAn 283 = WA sk
WAL olo]A, € Ae wWERge] 443} 0 ABLRE AR + At dwdew, wa ALA
e, B heslape] Eel chal AT EFel wW ALAL A 2042 AT FET Bz AL

AREE = A, EH NEA < 2t AI= 2:1 WA 1:100]%F. EH-/EE

Bodge A% 89 ANA Asd 2 2AGEAE 3A) oge) (ME)dladielE J1g xgee g
84 (AE)eladeele BaAl, w/EE thAgd (AE)elAadedels Llun 2 Aegon (ME)ehay

dolE-2184 AMAE TP, doas YRS ATI

L
>~

GFEA = 37 ol (ME)AHHE Ve EFT

= b §&3Hd], olzle] FEIE T UnERAS Fo3)7)

. 370 OMM (ME)etaddolE 715 XEgste vigAe g4 (ME)otadyolE dakad =

of(ME)etad e o] E(TMPTA), HEFFET]E Egtol(HE)ola g o|E, HEtE

HE) }ﬂaﬂllOlE tholdletol ] E]E Edto] (M E)otad e o] E(AFE™ (Sartomer) 355), tholl

OMEE]% Hep(HE)ola D o] E(ALER  399), Troldleto|gEYE  sto]=FA]  FEH(HE)ota o]

(DPHPA), Z2eAld Z2ZA] Ego](WE)olado|E, EfolrEaTay Eglo|(HE)oladHolE, % o

59 E£3Ee] xehEr. B 3yge] vE f&3k WAM-AS AwS, 27 o4 (ME)otaddelE V&
ZE3l et BAEE,)) ] oF 400 WA 20009 W19l thAHEA (WE)olaH Y elE &elam o] Fijo|t),

9. g4

3

S
=

h-y
e
N}O
l M
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e
sg

o]
el
B}

&% A (ME)oladdolE Sgavds ZEldadHE (WME)oaddeclE, Ee5-de (WME)olad

E, (UﬂE)OFﬂafﬂr o Al (HE)otadd el E7l x3dt. (HE)oladES) o FHAl (HE)olaEH o]

] (ME)otad ol EZF 7HE uiga s, ol&2 Huwd W AEE z2te Ao] lom,
ole we} =¥ FY W o o 7#dd Fo| A8E & I ] wEolvk. FAHow, uiEAI thE
|4 (ME)otadyolE &gavds w= A|olF 2wHEu Ao fA4H] PeFo], JZEY|EH=(UCB
Radcure, Inc.)ZF¥E Fuj7lssiy dxdy WA= (Ebecryl)(Eb)E Fvl¥ = AE: Ebd0(42H84 ofa st &
gl ~HZ &8lar), ENO(ZE o 2=HZE 4784 (ME)oladdolE &8laH), Eb8I(THEEA (WE)olad

s} ZEol~E = &2]am), Eb00(H] 2~ A o FA] thel(WE)olA- o] E), Eb605(25% Eto] 2 =
2l tel(ME)otadzelER s F H2adx A o FA] ol (HE) ofadeo]E), Eb639(teme E2dl2H
2 g2jan), Eb2047(32H87d ofAdst Fejol~H = Zelain), Eb3500(22H-84 HlAdlE-A S8 ofad

dolE), Eb3604(THA8H FelsHE Sean] ofmAdolE), EbGG02(34EH WFH T ofaeo=
230), EbS30L(6Z-64 AW Seg chAPelolE), EbN222E4 AW Sele ofageels &)
9 ol59 E£FEo] xFHTt. °]E F, Eb600, Eb605, Eb80 H Eb8le] 71 wlghAsttt.

L Edfololg e, ANETEA, AQstEa, dub-og sEd 2 GG

i Aol =
A& vle} 22 tE AES x5t AlE AEAl(chain transfer agent) @ A& A A(chain retarding
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o
i)
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ofy
ot
-m
:\9

o] (ME)otaH olE A4,

5 AA FeeA, FFE ZAAES 72 JZA 2AE 2 -T2 JZ3A ZAAES AT, ol FE A
stel 2AES 29 VIAE(EE FAFEE) Alold wix&ta, F&3 4xs] AIAA Z|AE Atold Fx
At e W72 ARS g 4 dg. "ub-x J2AA'E, F3H dd d=(overlap shear strength)”b
oF 0.5 MPa ©]7, U npdAslAE oF 1.0 MPa ©]7, 7F& np&dAslA= oF 1.5 MPa o]/ Astel A abA o]
. gy, 53 52 $H A9 AEE Ze Astd JAFAAE 72 FEAAR QA" TR A 3AE,
T3 A A=7F oF 3.5 WPa o, B wbtAeHAlE= ©F 5 MPa o4, 7P ntgAstAl= oF 7 MPa o]/d<l A
skl g 2Aolth

AN AAL Fejol A, S kst #d AAA Al2EL F oa) (ME)ot I olE o ~H = Tk o9, &
O|lEFA-2EA] THA w9, 2 T3 VIE ZE OEA 99 E 2F8eE Al e E3d; b) GG &
2 t 5} =

Sapelm e wel W FEA wE 1B EFSE A2 AR, R o) ANA wA 4RSS TS 3
_]

Estcr Silyl Poly

~[M ] [M ]b [M ] [M\ ’ ]c_ [M y]dN

&7 AellA,

e deEe S B a9lg vehia, SR o 0 UK 20, s 1A 10 FYRelw
e MY 48y Tl B9E dea, A e 0 WA 10, HEASIE 1 WA 5 el

W 34 712 2dsts a9, Ad-284 vEkd 99 dehya shEA dE 1 UA 10 5%
F5 yepdoh, A a WA A e9] AL 100 FEF-olth. a3 eA EladEe B E4d9] F
3 AR F va 53 Y ) Al2015/0284601F(FEE(Yurt) 5, # BAM] Fum L) =
3 F/ WO 2014/078115% (W ® (Behling) S)ell F7t= 71A1€eo] gtk HZE9 nF EF =9 F/ A
2015/0284601%0] WAIH B}l o], Semm= N wAe] AUE slo|=2A] 7)o Z&she] ol F3H4 7]
WY wehE AgstEn. $2Eo uF S8 29 T/ 212015/028460159] 2AE] A2 AR (-0, U4
A SAlol= v %1 ulA 3709 we F3A 7], e o] (ME)etaddolE S E3AT
AAl oA, B9 3W JAAR A" AEgt 2 sy AgtEsE £23sk Adeigke] 2 20 WA
%, AFEA A= 50 WA 70 SHE%o) ).
FAA AR Yxzmr)e Adelg A, YAl F4 abgE Y, " olEo e ¥t yYuFA
A wek v B3] #7,090,7215 (o] 1(Craig) 5), A7,090,7225 (M E=(Budd) 5), #7,156 7
2~(Kangas) %), ¥ A7,649,0295 (Z8 5)d 71A= o U},

¥ Fge WAz wt g S04 £99 F Atk FEY 9FANA AAA D AAA Az gl
28 77 9a, 2en by 2ARA S0, ALAsAE 57 gzt Ad Ak sEEsAE, o
d% Suie YRES wegol oprh. aBol $u) F Aol & AB A §AS Azt FEY 24

e
go AxE weHeis Aol fed & Ak
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A Grfell= olH =, & 5o teldd de=, od Z2d =, tolzed o=, fd -4 o
H2, tol-t-Fd ez, Ssd(tolvSAle), tdelaesd, teloddl & tolrd dH=; &9
H2, dE So] HEGSI|=zFg 9 tho] 54k b Ale]E 2t WEs dstea &, dE =

Al EF<, oA, n-ALA, p-AdH; RSt @strs fuf; oMHEYE; 2E, oF 5o FEHE
gE g R RgE; A, dE 50 oMlE, vd dE AE, fY ofelaid AE, Ato]E2MERE B ALl
SR HE, dF 5o HEDWEA HE -uEAES, 2 4-toluEdEd, FEreld HE, A9
AE, oY AE, ZRd AE, Y AE, A4 vd AE, 2-(MEAEEd) ks B 2.2 -d ¥ drolo s
AFALol =, olE 5o tolud HdIAto|=; & Ft2HUYolE, oF 5o T2IH JtEwdelE, Jqdd 7}
2rdyelE, 4 njddl JtERYelE; Ft2Rds =, oF Eo oY obAHolE, #WY pu(Methyl

Cellosolve)™ gl gl x=wo]E; Bl 7|5t &uf, o& 5o wddll S2gtol=, YERME, oEUEY,

AutolE B 1 2-tgolrEAld e (Z2ke)), 23 e £d=, B 294 Svi(dAE &, 07t

o
D)
i,
=
i)
o
ot
)
jata])
=
of
2
ofl
o
o
=)
AL
4
08(:"4
i
4
%0,
o

T 78 WA 200C, wbEASA= 0 WA 160T, 7 whgA s 20 WA 100T o] 2E=olA Fdd
ek, WS 108 ol FHEAAL 506 o1F, S MFASAE 750 o, Y HhEaAE 90% ol 4el
SRAE FEAL ABAI)7] FEG Ao Aol Bk FaAEolol @k, AFHom, W Ae B B
WA 59, HhE Al 308 WA 39, /3 w1 uA 20470 Aol

st slE o9 2AAe, dol 5 Ao Al T¢= ol Slal AbskAl, FEQhdA A 2 o
SAAZE A2 E= el = "2-RE" AILEE 2T, T EFA= Al B/ Es A2 TgEe] 4
d g glen A= Al EEE el . 7 RES 2gsta, dgHer VA ol smeskar, 34t
WA mE3AIA AFsE @9 kes AAET. e AA FHdA, e38 24e2, ol 55 #HE, dE
A A T FEFA ol Al EdE Wol Al AsATE A2 e el 3= "2-gE" AlXE
= Xt

A Al

=
¥7]4 A2 (the United

g 2= B AsE S AAl A 2E"e eketar 243k UV AN S FALSE
L #spspar, 4ks} gkl Alo]l S5 JiAEtAL TR AE(E)S TEE & A W 3L 27t
o]

Atk 1) 280 WA 400 HhwvlE o] s wefol AA drbH oz 10 mi/erf oJsH(M= =¥

States National Institute of Standards and Technology)ol <&l <<l%l Hx}o

weh, o B0, "o HAYols 2dd] Al dFERY JQAERdHolM Mt HAEZA, QI ol
=(Electronic Instrumentation & Technology, Inc.)ol o8] #|Z¥H 1% (Uvimap)™ UM 365 L-S EAAIS A}

g3l 249 AT

/e 23, wlEAs A=

W2lo] E (backlight )9} 22 Hlud & 33 AE Fg¢; 2 2) ditdo=z 10
15 WA 450 mW/cre] AEE AFstes ¢ &2 medium pressure mercury

20
=4
FEol FRY. S WML AHgel FFY £YES AT EE pRIYO

ld

lamp) ¢} 22 Hlud & 3

2 FHste A, 5 A 2 S =5 A7) nieAEt. dE 59, 600 mW/cfd] A= ® oF 1%9 x

% A7to] Ag Ao g AMRE £ gk, AEE ok 0.1 WA oF 150 mW/cr, BFEESAIE oF 0.5 WA 2k 100

mW/cx, B2 wEAEAE 9 0.5 WA 2F 50 /e YD = dvk.  FE]o]~E(Clearstone) UV LED #Z

()= wYlAEF 302 249 FEoAE HamExA AdzFxd ol =(Clearstone Technologies Inc.),

385nm) ¢} -2 UV LED7} m=8k Alg€ 4= 9t}

7ol ZIAE 2AAES 5A VA Adsles wAE B4 3 7|ES AMEste 71A) Al m" T
g B0, o8 2AELS B¢ IW, §F IWY, HWdip) Z®W, =¥ I®, EF I®, Yo|x :H, Z rjo]
Qo 28 el of&] hFet oA 7)Aol A8 Atk olEfg ke IH W AdEo] 71 T

4 sto] =94 2AEE O 7hed 2 vk A Aol "kl m”E &3
A At 7heA VA, HolZ wiF oA AR ol&HAY oo vE JteAd Aue A

S
o dele EFzedd, g dEd, Ejbjd S2dolE,

ZeldzdE(Egddd dyzgdoelE), EZFtErvolE, Zeud(mE)oladdo|E(PM), dER X~
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& AT, ARASAE, AVl 2ARE = ArbmeenzAY Mg & 4 e, o
=o] oAl = Zebolvizh AHgHA v,

S
AA-REAY 2R el mi FYAE AA TR WS A AGSA @3 AA P2 EH AF
T 5 gt 2T AYAT. ARSI, A-RRY 2YES B A-oF 2PEoIn, ol7NE 8

TR A R g A, aERld, =9y Sl o EnEA &2 A 7E wue AP
AP A R wWE 2 de] Aol AR e AR 2] A8 el oA, Zejel
B, EE AR AYEA G Aof T W BUS A3}

male A A A R EWe 2 3] Arb-olA HEA mE A-HEAAY 2AE A8 o AR A
A e Ao} e W RUS A}

MEA B g 2R FEY A FE U B8 Y AR A $Fe AFHOD 5 T
ostoltt, AuwHom, A U ANA AzWe] Fe wFA Mg 2YRe] FFY FE o 0.1 U4 5
F 40T}

A Ashg 2B A8 B ANA Az 2Gse] Aojw shtel @A BEsh 54 W) mE
2YnvE EFAT. QY AN Fu, 4§ So] TetolmolA, oUW Bt BFAE 1584 & o
M, Z BB o, B9) ADAA Bxa /8 4D Aok e A4 Fe, o 5o A3g FuA
A, NGAA Bt AFAE gl ofF T oGUA BRI E UFAE o] Hofw 2
Al AGNA BEIAT Fol, Af-dUD) FHY 71, AF Fo] (ME)eAAdAIE /1S TP AL
of v gt

A3y 2 S Y FA) B Ashe AE FECERA, ANE, FuA B mem, g 24
B (F, MFA) FFY £A TR od 28 & doh. 2YRC] FAAE FA TP Fe AA
ool 44, vRAe BEE wG F (3, 4%) 2420 dal xdE 5 g, 2Bl FAAY} Ae
A, FRA FA BRe B 2489 Qe

AW AN FEAA, Fs Ashg FA9 ael@ oGAA BE} e (IE)olauRY, O 5
(M=ot o= 8 (ME)olAAd =S £FATh. the AdAA BE} FFY /1= g 2w oy
2% Zgad. oddd 2xs 9w 294 J105)E weAsAE (E)eladeels sloln, 53 kg
S ANAA A28 ERASHE, SO o, WV L /) PAMG] H@ wEol ols] BAsEE 2B
Agol ot Ed, wWeaddels 487)s A¥HoR FuY Nohg 2YRAA kA= 257
o Hls) wigAst.  d"dA RES wFAE g 2YBAAL AL A%, FUAN e v
2o, v g Rxs wRAE £3Y 5 ook,

] =
’ = = .
G A FEW) AT C1E el S ﬁﬁw Xlﬂrﬁ FHEE it ol
= = o H

ol3te] st= F=FA (Watts Shrinkage) s YEMNES o}, F28 A @HMW, k= #i“" 1.50% ©]3&},

EE 1.40% ol3k, HE 1.30% olstelw], AF AHAl FE AT 1.25% o|sk, = 1.20% ©]3f, E= 1.15%

ol3}, L& 1.10% ©]3fo|t}.

g8 A BI-5 gEAds, v B 29 A12013/00126145 (o} F-A g o} (Abuelyaman) S)ol 71A1®

2 FrdlolE $4]; n= 53 &9 #2011/041736 5 (N A2 E (Eckert) ) 71AE ule} 2

Z}o]Afo %itﬂﬂ ?Xl; Ul% E3] #17,888,400& (ol-Aeolet 5ol 71AE wiep Ze, Holm 3lrte]
VE

Zh= FetAd =X w2 E3] #6,794,5205 (2= (Moszner) 5)
o ZlAE wpel e 1%{ Colglol gt A3 x5 9 wa 53 &Y ¥/ A|2010/021869% (oA el of vt
S)el 7R wpep e thol-, Egfol- W/my HEZG-(WE)o}AYRA-IF FAV xFEH; A4S B
[A Ao Fug Eect

FE g AA G, vsd S A 2= dFE2 sy ol A -5 93 A(A a5 3
ANE 23T s 501, HEd FAd A Aok 50%, 60%, 70%, 80%, 90% i 1 o] A F-y]-
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AT % o T g 5o T s R
oo Wy E pRE LB S N Aosy v My T
B HAlwET e CE R 7 R
Brh oo L TR o B ol F DE o
Mo = o 2w w Mo L 0
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F 5, 2 FAEY 70 WO 03/0638045(F- S)ol%= A = o
e H At 42k, Y3z w4 AstE gk, 2 ols S . d

3 A7,090,721& (Aol 5), A7,090,722%(HE 5) H A7,156,911%; 18]a v)=r 53 Al7,649,029
S(F8 )l 71A=H AU,

A 471 FAA QA del A E uFA 2AR Faderdels, EeelBAes, Eel(WE)0}
Yol Fol XgHrh AuHOoR AFHE Anhg FUA YAbs A, Anvielamuge] Aes, o
vS 58] Al4,503, 1605 (FEFA)e] V)% f39 Hl-freld vhol Az el

olg FHAe EdEol Ed AEE g s B olyH #7] AR R FV] ARRFH Axzd 299 44
2
[€)

TAAE 23 vEA B ARd(ibrous)d & Aok vHEA A I eR, 2001 oF, R ¥ 1w
WHom= 1001 oJske] deo] of F v], = FIAWE zte Adom Aod & ok AR 2001 23, EE
Y BaHoRs 10001 23] FnE s Aor Agod 5 vk fJAke] 42 7oA BdEtA, =
T Eulola(flake)yt taast 2o ¥ |udel A7 gdd 5 glok. AAHRD 542 F4A f9Ake] 9
2, 53 @l wdAel aA #9d F v

vlol A E-27]e] A= As F oviR S5A4& Jfdse d vl adHelt. tiRHoR, ymiti
(nanoscopic) A= A= 5 oW MAARA dnbdor ARgHY. 19 A2 A7), =& #294, % 3

%}-

=~ —
H 4 2oz oe, olgfdt AsE $HHE UEYIE FJIgHE= Aor e 9

AR WA Fejol A, Ao EHES whAeAE oF 0,100 vholARVE(F, vAR) v, 2 o wEAs
A 0.075 vhel Azl viwe] W 14 WA A7 ;%% it wE SAA(Z, hegAE e
S8 THRT B AN A5 Bet gel, Fol 14 94 AAE AEA @ vel Qe =
18 AQe. B 1A 94 A/ FAsE AnE £YE e BES AZI 300,000 WEA F
A2 @V1G AR ALgste] oF 50 WA 100709 Yo AR 43S HHsa 0 FFe ANFozN 449
F vk FAAE B RE Eb 0F RS o, oF RE) 94 7] $EE AL S Ao e

2 oY ARE ABHeR of 2 vherlE(m) oY, Telm wEAsAE oF 7 m olde] BFE 14 44 2
1% ged. wgEsls, vheitR vgA AEE o 75 m olsh @ o HEAsAE oF 20 m olshe] 2]
o Wit 13 9 A71E gk 2dF A B wRAe vl o 20 AFvE/IR0’/g) o

A, o e aAlE ok 50 m'/g o4, 2 7Pg vk aAlE ok 100 m/g ol 4olt}.
w7]9] Age v
2 Zrolg Aust=

QY uhgrA e A4 Feeld, Arhg 2R det vhegAs zdH. 4@
El g g
A A7l JAE 3 AE 1040, 1041,

F AnZ A (Nalco Chemical Co.)(M= A =o]F o]H
(NALCO COLLOIDAL SILICAS)® Fuj7bssict. o8 =
1042, 1050, 1060, 2327 2 23299] Al&-o 2 HEH F=g

A7t A migAsAleE dEge 4 FERolEAd #AME(S, & EE ofFolE(aquasol)) EH-H
Azdrk, FR2o|=A Hgvle AR HAegl £ 5 oF 1 WA 50 5% == ol vh. dold &
2ol IVE zt= AL gE F e FRol=A Aygl & Furtsely, 3 [Surface & Colloid Science,
Vol.6, ed. Matijevic, E., Wiley Interscience, 1973]& ZF=3tt}h. F A2 Az Al&s)7]ol npEzs 2
27t 2 74 WA T HAE AYgte] FAE(AE 5o, 93 AVZ @AY o3 Axd d3 FRolt
3 Nﬂﬂ) 2 UEF =7t @i A3 4] &3t o8 2HdsE ¢ e AS(AE 5], of. ofol.

Z Y UYlEo} A= AFHY(E. 1. Dupont de Nemours & Co.)ol &3] AxH F52=(Ludox) FEo|=A A

Y

}EL% da AvZ AHUEREY ga 2326) 24 FFE

vpgA A=, & e dEgt gk B A AAe] oF 5 WA 100 nm, o wbEAEAIE 10 WA 50 nm, L
I 7P A sHAlE 12 WA 40 nmelvt. 53] wlEA g Aejgh £ da™ 1042 & 23270]t).

A5 AA] FElA, AE 2AHES A2IYol YeYgAE XS, v 53 A7,241,43735 (T =L
(Davidson) )l 71A€ vt} o] I 7|<(hydrothermal technology)S Al&3le] A3t Ywez7]9 A=

57«140} L]—_‘T_O]X]-7]‘ Z'ﬂ»x—a _}I: g}]\D}'

A5 A f‘ﬂﬂMW Xﬁﬂ%— THA FAY =-EC (0.02 oJve] EHER) FHE AFAIIV] HAste], ¢
W€ 2dE(dE : 7H dmdzxbzt oL 2 dE(dE 5o, A2FYoh) UmdAiel 2esto] ARgE T
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[0317]
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ZIHSd 10-2018-0089459

d AL 2dEo] AHE FHAY B FEARA AREE W, o] W dvkxow Aspd 24dES T
ZEHEE B0, ARED A&k, 2AES A7 dAE 23S, dF AA FejelA, & HAA
of 71l Asd AFE FH Az AL Ao AHAE JAA AEE F Ak, ARE JFHAAE £ AF
Hog, 1 FH ARE 78 £AE Aot s Ao AAstdr. 7 ZHE APse Wy
2, ABRE BFS AFste @A @ XHE EFS A AE B0, Aob) Fwd HAATI= @AE T
T AUtk

g2 AA FEA, 2AES A8 dd A8 EFoR AFsE ¢ 9l oE 5o, AgteH 22 AHE
EFS E HAAN ZAE A3 AHE ZAAERRE dP-g4E ¢ Y. X3E EEAAE B0, A
) BEE, A3 2AES 259 ASHAA Ne"Eal 2AES Ao, B galAel ZAE A3t
d ZAERNYH Axd ¢ Uk giddo®, AR(E B}A Ee F(dE B, AT WA E E¥a
& PAshe 2AES A3, olox RAES Yite EFoR UAHeR wHEFgoR2N Axd & 3.
Aol THS AHPshes tE W2, 2 BAAY VA" bket e XHE ZAYES AFse GARA, 3
245 Al RFebd (semi-finished) B34S zte (B2 Asd) d3Hd, A7H-AA7d (self-supporting), 7Hek
“d(malleable) Fx&o e, Ol A A& 2AES o] o ko] Ao 1W Aol F+= oA 4
shd A7 2AE PSS LF=(customizing) B 2 A A7E 2AAES AEATIE GAE X3
gt} 9 (customization)S BHAFY] @) ¢tolA T Skxl o &R BF Al 2 =

o M2
2
v
ol
pass
(o
=)
£

A
o] B Ao uz ¥gH vz 53 A7,674,8502 (7 (Karim) 5)oll 7] A &9

N}\gq

o] AAEA e o, BE & 2 WSS v)Eeld
A3 A H:

ORAE (W= wjAREAl =T e e b AAje] olqit] el o] s E o] A (EMD Millipore Corporation))
Acm: oA ol =(F= AR AA9] AK Ao ArZ A Y(Zibo Xinye Chemical Company))

HEE FReol=(ME wAAT 2B Al oAy Az sz o]E]=(EMD Chemicals, Inc.))
L-ofx=FmZ2 B A= ujAlEAl =T = d Ao &y} ojo]A}(Alfa Aesar))

L-otns 2 BA-6-FrH o] E(1] = mjAEAl =5 = & o] o} of o] A}

BA: n-H%-d€ ol Y| E(nZ FAXF Z2 v Lo upAE mE o] A (BASF Corporation))
BAYMOD 35.42(%5¢ & AAe] A2 (Lanxess))

BDGMA: -8l tiolZe]& WEtAHHo|E(5Y vtE 2Al9 oY Qly=E#]=(Evonik Industries))

Wl 2= Z 2 ~ (BENZOFLEX) 9-88, 7}AA|(H]= HUIAF HEREE 2419 o]~EwW AwZ A3 (Eastman Chemical
Co.))

HAEdol e Ry SRfo|=(v= nFEF AJJEFO|A 2Ale] Alavt dEgA])

BisGMA: 2,2-M]2&[4-to| EFA-3-HE A R d A ) T2 A A | 223 (V)= vFe T ARIEFo|A &9
Almp FEZA])

4-B R R E-6,7-tho| W SA F ol (V)= v e 5 AIQIEFo| A Ao Alavt dEgA])

X

73-2 -2 (CAB-0-SIL) TS720(7]= wjrlFAM = Udg7t AAle] /ARE Iz ¥ o] (Cabot Corporation))

(DCly: FEHIRSEZEZEF(MS wjAFA =T dEn &Ale] ABA ool AEX e E#=(Canbridge
Isotope Laboratories))

CHCly: Hre] S =2 ueh(m] = wiAbgAl =5 g7t 229 o]ddv] Wejxo] sz o)

CHA: Ate] 2 &3 ool E(M = 2zl LEA= A9 El#ote] ofm 2 7HTCI America))

CHVMA: Ato]E 28 wEtad ol E(SY vkE &Ale drY AHAED=)
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[0320] CHP: 77 ol =2 S Aol =, 806, THE(F ot 2alel dut ool

[0321] Cu(naph)2: vld|& 2381 F F2] (11) YZHUOIE(8% Cu) (W= mjAFAH =T e e 2Ae] 28 v
Z+2~(Strem Chemicals))

[0322] Cu(0Ac)y: 72l (I1) obAlElo|E(m]= m|Fe]F ARIEF o]~ Ae] Alznt d=eA])

[0323] CSA: 10-FE2AELH( = faT2]F E97] AA9] d= A AvZ A #HY(Aldrich Chemical Co.))

[0324] L 1-tholulE A Abo] S &2 & ()= w525 AQIEF o] 2 AAlo] Alzml dEgx])

[0325] 4,5-trolu| HAl-2-HEZWA 43 (W= vFEF ARIEFo]2 Ao Alwt =)

[0326] 2,2-vpol M| EA 2 (M5 v T AQIEFo| 2 Ao Alomp d=g]A])

[0327] DMF: tholwlg ZEoln| =(m]= wjA A =F W7t 229 o]ddt] W Fo] mEHolA)

[0328] DMSO: thelmed FAabol = ()= mjAbRA =S = A 2Ae] Gub o oAb

[0329] deDMSO: tholwl”l A Eafo] E—dg( 1] 5t wjALFA =5 NwEn] Ao AB ]| olo] AEX rEe =)

[0330] =@ a}o] E(DRAGONITE) SW(Pl= 7 &5 778 Ao ojFgte]= mv|&~(Applied Minerals))

[0331] 2BHA: 2-o| S oA o] E(v s wAAT S2F v 2Aje] vpax Ax o)

[0332] ESSSOF (W)= BU[A| 5 &= AlE] 2A419] mlyatelw 2, sz ol ¥ =(MiniFibers, Inc.))

[0333] o d-4-F 2 2ol EolAHo| E(H] T n]Fg]F AQEFo|A Ao Aant dE=glx])

[0334] EtOAc: ol & ofAlgo]E(H]= Aol yolr B=1 Axe] HolrEf% QB WA E(WR International))

[0335] EtOH: ol&-&(m= 74X F HA2=ekd &Ale] ojqr] Awzzs)

[0336] HCl: IN ¢4t 8 (v) s AAwo]ols Y2E A AE A&Ae] HolulE/U(ViR))

[0337] HDDA: #4trto]-& tholotad# o] E, AFEM SR238B(W] = Aol ol AT AA])

[0338] HDK H18(W] = m A7 of=glet AAle] ul#A #AwZ ;3 o] A (Wacker Chemical Corp.))

[0339] HDK H-2000 24 @4 (pyrogenic) Ae]7b(vbA A=, wa wAzbg of=g]ek &Alo] wpA Awzd =
Egold

[0340] HEMA: 2-3lo]l=ZAlod Wefa o] E(n|=r n|F]F HQJEFo| 2 29 Alant 4= X])

[0341] k(v mALFEAl 2T et Ao o] WExe] mxolA)

[0342] HPA: slol=ZA T wd ofgde o] E(r] = 7AAF 223 33 Ao npax Iz old)

[0343] [EM: 2-ofe]ArlolEo]d wEfad ol E(v]s 2e|idF TENE AAje] E]#oto] ofw]@7H(TCI America))

[0344] ofo] A 23k (W= wjARFA 2T WeE] gt 2Aje] olqit] W xo) s elA)

[0345] KoCOs: BRPZF (W5 W85 AIIEF o]~ Axo] Alant dE=]x])

[0346] FE(KRATON) 1192(W]) = GlAb~T F22' A9 AHE)

[0347] MEK: wlE ol AE(w= Adwelvels Al el xAle] Alo]. . #lo]AU. T. Baker))

[0348] MeOH: ™I¥h&(n)= wiAbEAl = Wae]sh &Ale) oldlt] Wejxe] FxeolM)

[0349] H e EAH (] ) AFZAF W9)y] Ao G AnZ AEy)

[0350] 3 EAI = (V] v 5 AQIEF] 2~ aAle] Alnt SEgX])

[0351] MgS0,: #abwlidlr, T8 (W FAAT H2EbE A9 o] Anzz axd e s)

[0352] NaCl: QEUEF(M T FAAT G2y 2A9 oy AnZx sz o]E =)
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[0353]

[0354]

[0355]
[0356]
[0357]

[0358]

[0359]
[0360]
[0361]
[0362]
[0363]

[0364]

[0365]
[0366]
[0367]
[0368]
[0369]
[0370]
[0371]

[0372]

[0373]
[0374]
[0375]

[0376]

[0377]

[0378]

[0379]

DHES! 10-2018-0089459
NalCO;: FRHARPEF (3 5AAF 12Ehe 2419 ol Av|zzs dmEdole )

NasSO;: BARFEF(1F MFF AAETo] 2 £A9 ATIv} GeeA)

pUERWMA Belo| (0% AFA2T 5 ° 249 okt oA

ABEHA(AS HFYF AIET] 2 nAje] Alr} )

RRERYF (T vFEF AUAEFe| s A ATeh d=elH)

gy FFERYC|E(nF HFEF £E dola AYE &2AY A=uw AwnZ Z¥E# o) (Huntsman Chemical
Corporation))

APET SR203: Bl Etstol= w2 wletad e o] E(v s dldwlolyols RE AAje] AHEM)

AFET SR348: ol F43} vlawiE A tholelad o] E(v] S AW ol olF JHE 2A o] ALEH)
APE® SR350: Eftelvd e Zzyk Edtolvetad e ol E(n] = Aol yol RE Al ALEH)
APET SR541: ol 5213H(6) Hl=wlE A tholweta P e] E(nw dlAdwojels T Ao ALEH)
A7 (SIPOMER) PAM200(#7]0]l B A 44 ] £Hlo](Solvay))

Si0y: ¥+ T AT A(230 X 400 WA (W]F FZAolF m2AR A o] A2 HE A (Sorbtech))
T-10 o] gtoly: AFZ-a®HE o8 el (n= nulAels AJE
TODM: 32} =l w24 ek(v)= Adwejyols o xr Axje] AHEH)
TEGDMA: EHIEztel gl Z2]F tholvetad o] E(n5 215 LENE 24l gHofe] ofre]7})
THF: dlEgteto]| =R Fa ()= vjAlFA=F 9= & o] &} oo]A})

EFAm = ARGl 2T A E]gh o] ofdr] We|xo] :EH e|Ad)

Egtolol ol (n] = FAAF HA2ER: aAle] o]dlt] AnZ= duxyolE =)

HFZ(VAZ0) 52: 2,2'-ob&H] (2 4-tholvgHeta|U EZ) (v detelo]F 24 4419 7 (DuPont))

il

A9 222 1(3M))

VIBN: 1300X33 VIBNX(W]= Q3}o]F o3& AAe oHI= X
Materials); WElaH# o]E-Z-84 HEt)olel-ofmd 2 UEYH ANA| 15

7250: HE| = (FILTEK) 7250 S/T WFs 3 (Universal Restorative)(22g]<] o 23] o] (3M ESPE))
AlS v
ExleE Byo] A4

T A T3 AZeEIHI(GPOE A FFEY EAF BXE 54N, A8~ Zxdeld
(Waters Corporation; w3+ wjAFFEA=F WX AA)ozRE <3t PC AvE 1ot AA Z=2uE 1y
A (24 1515HPLC), LE-AZ(Zd 717), IV HE7|(E9 2487), 2 #4E 7
o AZulEaHEZE At dZEHelE|=(Varian Inc.) (5 Ao}y &
53¢ 5 wlo] AR E PLgel HAE=(MIXED)-D ZH 271E ulakqitt.

Z71(R9 241005 239
2 4R 2)RRE 57t

A AEE HEGS|=2F Fol| 0.5%(FH/H73))9 vz &aA7]aL, BHolrE+H
Adeelols A2E A2E AA)EFE Y7t 0.2 vle]laEnH ZHHEHRETFL
Arste], FFA &9 MES Azt ARE WES GPCAl Fista, 3B5CTE
1 HElglE/ie S22 gAY, AY HA A5 4% A (linear least squares
4%&@‘%ﬂiﬂ§1 ETER Al2HS BAste] By 348 g, oy s B B4
2 Hd EAFWM,) 2 UEA AS=(polydispersity index; % Hif

HJE

(MEK €9 2ee]) Aed HaA A5E T-10 o8 goly dol ZEstal v L& oA 307 &< 70T
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[0380]

[0381]

[0382]

[0383]

[0384]

[0385]

[0386]
[0387]

[0388]

ZIHS3d 10-2018-0089459

A AZAFE. 1" X 9k 4"(2.5 em X °F 10.2 cm) A7) wiFH el 2EFHS] ©F Ao 1" X 1"(2.5 cm X
2.5 cm) BAAAES] HAAA A=F, AHE HF(F 5 D(¢F 127 mlo]a =M H))E T-10 o] glo]H=EF-H
Zglolw® PET w7 Aoz Ao T golX MIS Az3kArk., 2" X 3" X 0.049"(5.1 cm X 7.6
X 0.12 cm) & 71AE EF E olo]lAZEER MAH3te] FH|slth. AAME ] JHAAE A 7]Al
xato], H-zZEE w7 2EHo| offf® HFE HAHE HIF(bond)E FAstt. EF A5, HAAE
(& Fal) rlo]lazs FFUS2HEHY] WA =SAHAHE =F2 A Add8d wat datyd, D-HE
U]E.L HHA=T Aol A9 &2 =E8o]E ol g]7t(Heraeus Noblelight America)). ©] A3

£ 10-1b(4.5 ke) 1 Ee® EFH3IAL 1A B¢ Aol Fol FAh. 1 ke TS 2EH] g A

?ﬁ vM A|ZrE 715383,

s e AE o AE A=

8

(EtOAC/MEK & Aejo]) M HzA| HEE T-10 o8 oy Ao HEsla &r) 28 oA 308 =<t

70CoANA AZAIZAT. 1" X 4" X 0.064"(2.5 cm X 10.2 cm X 0.16 cm) ¢Fv|H =,

Ad HEA = 9= (SCOTCH-BRITE GENERAL PURPOSE HAND PAD) #7447(3M) = ek 1"(2.5
S

4 emE ZAE F
of ofolrzRER AHstiL |-z FomM FRlsltt. o shhe] Aol LA el Jg" X
1"(1.3 em < 2.5 cm) 23] HHA 2A=E Bxsigleh. o9 glolus AAsta =& viola=y ¥
PO RHE | WAY] =FARTHE =aS 7709 Addel wet @ebd], D-¥E, vj= wHA=s Aolean
Aol dlEg-a mEeko|E opvelzh). A2 VIS AR A&l Agste], HEE 1"(1.3

em X 2.5 ) AMHGE. 10-1b(4.5 ke) BH BUE £P L FHOE 39 7}
Atk AFHE oY vk FHoE 2RBskn NG Aol 18 A 2447 Bk Ao ol Tk,

i)

=4 T3 A A

AEJ 2~ AE|F <1 A|E7](MIS SINTECH TENSILE TESTER)E Alg3&le] F9 2%dA 54 3 dAd A&

FPst. A ARS 29 el 29t Arad=E 189 0. 1"(0 25 em) 2 FEA A, d171=2] AHoej
o2 7hekalth. s S (stress at break) S psi 9= 7|FeH3laL, JAZH(EE Argazd)2 WEE3
o}

FTIRo] o3t A3} WU EH

AEA AEe 238 vz 12 mm A4, °F 0.5 mm F7DE 2719 o] gho|u] Alolel|A] #AFIGTE. o]
ZolvE AL t2=as 2709 frEl dvd Etol Atole]l HiASHITE: FH|= (Vo A) if‘é IRl
FHoE aEa (3HFeA) HY vl S¥HoR FFE, AR Eeto]=(1" X 3"(2.5 em X 7.6 cm), &
AAE ) VIR 48300-025) + AFZ THE /MAH(32 2, 1" X 3"(2.5 cm X 7.6 cm)) + sH- &elo 1C(2” X

3"(5.1 cm X 7.6 cm), " AAE, VIR 48382-179)% o|FolHtt. MAaAL HRAY tlAz7)t Sotols
Atololl A &= ol FWEgo R WA £ e IS HEIEE ddd GAAFEE a2 FAH ey UFE

AENicolet) IR iS50 &FAI(M= WA =T L4 2A19 UZFHE AR IA Alo]dEly d3xgolg=
(Nicolet Thermo Fisher Scientific Inc.)) oAl %7] Z2HAERHSE 3. A & B AL 5 Y

& A7) ek A ERS Hakglh. 6221 WA 6100 e Abole] WEl AL o|E B 246 3] Ast A

Az 1(PE-1): 5.6-0-olol Az g A dl-[ -0}~ T =B A(p-AA) 9] 3HA

o] WS A3 FA[Bioorg. Med. Chem. 2003, vol. 11, 827]o] whe} AZskAek. oFAE(200 mL) & L-ok=
F2ZHAH(20.0 g, 114 mmol) o] EeHol| 2 2-Tholw| 5 A Z29(20.4 g, 196 mmol) P 10-FrE2FEAH(1.32 g,
oA shEuk wukselt) xg/ﬂE] Aaﬁa}Oﬂ eEF 0.6 g9 E}

5.68 mmol)S FH7Fetlc. AE EFES A=
ololgoln e W S, date] ARES BT Arsta, WA YARS AF AN T FHsL, F
el sldow AMASAY. AnE AF ol AXAA Qe AAE(21.0 g, 86% F8)S AAT.  H NRL

Aok AP EI AT
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[0389]
[0390]

[0391]

[0392]
[0393]

[0394]

[0395]
[0396]

[0397]

ZIHSd 10-2018-0089459

OH
OXO

Az 2(PE-2): UEZWAE-B35 % p-AAe] A

ERHE(3.03 g, 21.9 mmol)S 40 ml9) 1:1 THF/DMSO 3 p-AA(4.73 g, 21.9 mmol)e] &l H7lstolch. A
H EFES 308 B wwtalgid.  ololA, 20 mLe) 111 THF/DNSO F 2-EZMA HErlo]=(4.73 g,
9 mol)el §o12 108 A H7} Bu/IE B AstAd. HE EFRS A2 B4V HlA o
N wElela, ol 1 Bk Aol ol £y FFMoE Hith. <t sol THFE AAR Fol, v 200 nLo]

g QR A4n, olold E0AGBOE FEFUT.  FF #715L BOGx) L NaCl E£3 Fgojom

A A8, MgS0, 2 AZA7|aL, AAFslar, 3 uA = o] EZ, 2:1 FAL/EtOAcS AMR3 Ev

n

OH
o
ol

}.

Fellol M (trituration)el o3} Aol 4.47 g AHES T wAZA Ach58E &), T MRS Ak
= A= dAET

52
ne

0

0] oH

. 05@2

Azo] 3(PE-3): UERZWA-WSH ofm2vibe] 34

O_u

ba, %l

olr

p-AA(4.40 g, 12.5 mmol)Z 80 mLe] 1:1 THF/IN HCl &% fa|A7|aL, AAY EFES ALoA &5
aEtG T, THRE 7H¢E bl AlAsaL, dol e FAFS EtOAc(3x) 2 FE33Tt. oloM, &3 f715S
] A =

2
ot
S}
=
K
Y
il

i, oz}
1:1 2/EtOAcS AHEE EgFalol el s AAlste] 3.03 g9 AAES WA uA2A AATHTE F8&).

HNRE 93t ARET AR

NaCl 23} 8oz Asti, MgSo,2 7XAl7

Az 4(PE-4): 5,6-0-Ato]|F 2 & g dl-[ -0}~ T2 B A (cye-AL) 9] A

100 L oFME ZF L-ol~32HAH10.0 g, 56.8 mmol)e] el 1,1—rﬂro]uﬂ%/\wo]§i@h(13 9 g, 96.6
mmol) 2 10-7¢ E AEA0.66 g, 2.84 mmol)S F7IEIGY. AHE EFES A4 £H97] s A2
Wk, ol HHs] Tyt A T §Hoz HAu,  48AI7F Fo], §HLS Ao

|

gl =
Hef 0.4 gJ Edtolodolrls Hrste], &) vl Ao FAom HAvk. Sk skl &
A AE DAL, o]AE 911 ALHE0Ae =R EdTrdeldaltt. ARE S IAHE

oA AzAA AHBS WA 1A (13.0 g, 8% FEEA AT HNR Az sk AHED AAHY
o},
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[0398]
[0399]

[0400]

[0401]
[0402]

[0403]

[0404]
[0405]

[0406]

[0407]

ZIHS3d 10-2018-0089459

O

A zo 5(PE-5): UE=ZWIA-W &% cyc-AAS] $HA

EAZE(2.63 g, 19.0 mmol)S 50 mle] 1:1 THF/DMSO % cyc-AA(4.87 g, 19.0 mmol)e] &ho] H7}atitt.
ARE 32 308 T wukstgitk.  ololA, 40 mle] 1:1 THE/DMSO = 2-UE=ZHZA BEnlo]=(4.11 g,
19.0 mmol) 9] &NE 458 AA H7F Zur|E T8 Hrpsiglty. AAE EFES A B stelA skE
9 wksGlaL, ol 1 Fskel Mol ofFg FEMo=m HJrh. o 200 mlol H05 EFEC] H7FstaL, ol

FE3t. g F715S NaCl Z3) Qo2 MHstar, NgSO,2 AxA|7)a1, oJFslar,

3ok, o] AnE F9 ¥ AZvEIHISI0, 4:12FH 2:129] d4H/Et0Ace] A

=
gea)s Fall AAste] 4.21 go] AHES B A=A AL, oA WA StollM LEFH(5TR

Az 6(PE-6): UE=ZHIA of~F 2B AL A1 g o] E (NBAscPalm) 2] 34

EAFZE(1.38 g, 10.0 mmol)S 40 mle] 1:1 THF/DMSO & o}~=x=2X ZulEo]E(4.15 g, 10.0 mmol)e] &
A7rsltt. AAE EIES 308 E9F wyHkEgdth. olojA, 20 mLe] 1:1 THF/DMSO & 2-UE=wz B &nf
ol=o] golg 109 ZAA H7F Awr1E F3 Arieint. AAE EFES AL FH7] SelA 70A17E St
WESlaL, o] I Fote Mo] ofFE FEMo=R HAT,  uigF 200 mLe] H0E 3=l HIUFskar, o]olA
EtOAc(3x) 2 FZ3F3d. 3 & A2 AFSE, MgSO,= AxAI7]aL, o shar,
3. o] ARE Fol FHE FABRnEIY(Si0,, 5:1Z5E 3:129 XA/EtOAce] 7

Aske] 2.27 go] =S

mm fﬂ°~

to Mo

7]

ol

Fa4 09z
A g %

e gl wARA AYTHAL% FE).  HNRES 95k AMEI AN

H

il

WL
>

0
o) OH
Y
o)
o} MOy
o oH

Hz1Cig
NBAscPalm

A ze 7(PE-7): B|A-UEEWZ olAm= B Al e o] E (NBAscPalm) ] 34

QE HAZxH 250 mL RB ZeFATE A4 oA WAsIHY.  ZEA3E wdh 9, L-ofAFE

E(9.53 g, 23.0 mmol), ¥ EFZE(3.18 g, 23.0 mmol) & A E} olojA, ZYAHE
of, 60 mL THF ¥ 60 mL DMSOE X 7Islitt. TFES A shol] A4 107 &<+ unksh
& oA AAE A T, 2-1ERdA HEnlo]=(4.97 g, 23.0 mmol)E A7Fsglek. ol =
F ALE HASG, 5Y FF (EFHAIE XUE R AQR) da s A=A wRkegith. g,
120 mLo] NaCl X3} 84S EFEo] H7kgh Foll, 100 nL g oMAHO|EE H7beitt. AHE EFES

3

o

5 oft i ot
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[0408]
[0409]

[0410]

[0411]

[0412]

[0413]

[0414]

ZIHS3d 10-2018-0089459

Aestar welsta, FASE 2708 F7F 2% 120 nl o€ opAHOlER FES3v. AAE s E
3x150 mL &2 AL, NgSO,= AxA7|aL, ofastal, A4 AR e} st EFeqirt. o] ede, ¥7
Aloll, ol A/ aAlR FaElal, Ao wgol & o] st A] &okth. deDMSO T of# 7 =

rr

(crude) A% H MRS ofrte] BeBol E4FE o EelFdold Fof of3
AR W EALS AASIAL o ARt o i FHsiAE ¥ ARE W AR dewt. wF a2
ntEIHEE 2:1 AH/EOAc WiFAA B FA4A EEERF = 0.50)% A T2 AFERF = 0.16)S UER
Atk ol FAS ALE3le] wlo] QLERA| ofol&El U (BIOTAGE ISOLERA ONE) A AZwlEZ1w] 7]7](w)=;
wmagfEtol g A% 2419 Blo] QERA] fol 2ol (Biotage USA)) AellAe] WS #43lslgith.  ulo] S &}
A Ao 2 ARE FHEWT. RF = 0.50 £39] dEle o]zlo] o]FrEH AdE(NBAscPalm) S HERY
Ak, olFRIZH BAE dE F&E 0.520 g(3% F&)0IUTH. RF = 0.16 #F <] da]= o]zlo] A7

)
fiu)
=
32
=
18
12
oy
BN
2
Al

Yeld ©d BsE AAECPE-6)YS YEYY. @Y 2sH A E(NBAscPalm, PE-6)9 dald &2
2.79 g(22% &)oYt
TN
¢ A
O 0
/i
o} NGOy
5\%0 OH
HCy
NB,AscPalm

Az 8(PE-8): tho]w|FA] YE=ZMY ofrzi=nAl FAnjeo]Ee] FHd

A 10 THF(200 mL) 5 4,5-tolHEA2-HE=ZuZ 4572(10.7 g, 50.0 mmol)e] nHHsli= Mo A
7] st H7F Zw7]E B3 THF(100 mL) 5 4B E3191(27.1 g, 100.0 mmol)2] &NS
9 nREeE Sofl ) THFE 79t sholl AASt, ZAFES NalC0; £3F 8N EtOAc AFo]oll A EuljA|

NaCl 3} 8o AlHskal, NgS0,2 ZA7]aL, of#sfal, o 4 2=

X
o
X
ofj
o

! =
ol Ass &1 ¥ ARvFEIHV(SI0, 4:12FE 31129 FAH/Et0Ace] BAF ) E Fe AA s3]

AEE S 58] 11.8 go 1-(BREWE)-4 5-to|rS5A-2-UEZrAlS W 4 A(86% &)=

A 20 BAFZE(1.38 g, 10.0 mmol)E 40 mle] 1:1 THF/DMSO % L-o}AmEBA-6-ZH]Ho]|E(4.15 g, 10.0
mmol)2] &dof Hrislditt. AAEH EFES 308 B wuksIth. oo, 40 mLe] 1:1 THF/DMSO & 1-(H

2rWd)-4 5-tho] W EA-2-UEZMA(2.76 g, 10.0 mmol)2] &NE 308 Ax H7} Z2u7|S S8 278t
ATk AAE EFES A F97] stellA kR wnkelglar, ol 1 Fte] Ao] o Fg FIMo R HY
ok olgF 200 mLe] H08 EFEo H7bshar, o]ojA EtOAc(3x)E FEsHch.  #e F7158 H0(2x) %
NaCl 23} &0 A3k, NgSO,= AxA7]aL, of3fstar, F34 s FH33rt. o Ars: A
24y A ZetE a9 (Si0,, 4:125H 3:129 :A2H/EtOAce] AAF &

34 odwA AU, oA AT shol A WEHTHUS FE). H MRS A3 YAEI AN,

ok

O
0} OH

J

9]
Q il
}70 OH &
Ha1 Gy
Hico'  OCH;

Az 9(PE-9): TholW[EA] YE=R

=
i
=]

=
Lo,
ot
o,
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[0415]

[0416]
[0417]

[0418]

[0419]
[0420]

[0421]

[0422]

ZIHSd 10-2018-0089459

EAZHE(2.07 g, 15.0 mmol)2 50 m12] 1:1 THF/DMSO % p-AA(3.24 g, 15.0 mmol)2] &Mo] A7}k, A
AE EFES 308 B wskglthk. oA, 50 mLe] 1:1 THF/DMSO & 1-(H2RWE)-4 5-tfo]| 5§ A]-2-1
EZ WA (PE-8ol A ¢} o] AxH; 4.14 g, 15.0 mmol) 2] &N& 1020 AA 7 Z2w7|E Fa H7ls3ict.
A ERESs da E997] stelA et wksiglar, ol 1 sebe] Mo ol Ff FEAow Tt
2F 200 mLo] H05 &3] H7letar, ololA EtOAc(3x) 2 FZatdth. 33t §7]15S NaCl 3} Fgfoo=
AFstaL, NgS0,2 AZA7|aL, o¥stal, F3A 2dR FHT. o ARE FQ TH ARvEIHY

(Si0,, 2:12%E 1:129 FA/EtOAc AAF &S Za] AASt] 3.50 g¢ AAHES P oAz A A9

a1, o3 WF shol A MEITHETE ). H MRS st W4ET =g,
0]
0 OH
)
OXO 6] N,
HsCO QOCH;
A zel 10(PE-10): tholwW|EA] YEZWA o =B ike] A

olol Az aded BIH ofAFEHOE PE-9(3.50 g, 8.51 mmol)S 80 mLe] 1:1 THF/IN HCl <&Mol &-3)A
713, AdE EFES A4 s wksigltt. 101*1 g 3 AHdES oJ3E Fil AASa, F
3} pgdoZ AFH

7ol H0= AA3IATE.  olojA, o Bl EtOAc(3x) = FE3tL, && F7]5S NaCl X Eis
aL, MgSO,= AxAl7]1aL, ojastar, s58to] 2.50 g9 AAES & ed=2A dar, ofA2 ¥ spolA &

THOH79% 25). 1 MRS Aah= ARET o xaklc).

0

|
0 OH
/

0 N
HO  oH %

HiCO' DCH

Alzo 11(PE-11): dd=td YE=MA p-AA°] FH

WA 1 (-2 EZ N FALe
A

2t 28 [0rg. Lett. 2007, 9, 5453]e A&} o] A=x3stATh.)
THF(30 nL) & 5-(9#d-1-d)-2-UE=wza Ud(2. I
58

00 g, 8.46 mmol)2] w¥ksH= Edo A 97| slol
A H7F ZAw71E Fsl THR(20 mL) & AFHE811(4.58 g, 16.9 mmol) o] &S A7psiqict.  shyh wwksk &
of, THFE #¢ &bl AAsAL, THFES NalC0; E3} 893} EtOAc AlojollA EujA R, oo, F75%
NaCl 23} gdoz AHstar, NgS0,2 ARA7|a, ojysla, offe 4 od=z w3, o ARE

w9 2Y ARetEIHI (S0, 4:1 FH/EtOAc &E] ) E F3 AAST. A4

=
o 5-(IelR-1-a)-2-JEZMA Bavto =g F4 0URN AT o]AL F&

>

F(0.97 g, 7.02 mmol)S 30 ml1¢] 1:1 THF/DMSO 3 p-AA(1.52 g, 7.02 mmol) <) %%“011 A7}k
FES 307 FoF wusklth.  o]olA], 20 mLe] 1:1 THF/DMSO & 5-(3# & 9-
NS 102 23 "7 4w71E 3 Ar7ksiglct. Add £3Es A4
) Fo FIFMom FHrh,  oigF 200 mLe HO0E EFE Hrleba,
o]o} A EtOAc(3x)E F=atoth. &3 §715S NaCl X3} F8MNo 7 AHstar, MgSO,= AXA7|a, o7}st
a, FEA odr FEEPT. o] ARE F<l A I ERnELHI(SI0,, 2:12FE 3:229 A/EtOAcY
7 5

3l AAske] 1.85 go] AAEES F2AH ed=ZA dar, oL E shellA LEITH61%

i



[0423]
[0424]

[0425]

[0426]
[0427]

[0428]

[0429]

[0430]

ZIHSdl 10-2018-0089459

). HNRS dal= AR A8t

n
o

O

Az 12(PE-12): FHtd UE=ZulZ ofA~m=21 ko] 314

ofolxZZAedl HEH ofx~FEwolE PE-11(1.85 g, 4.26 mmol)& 40 mLe] 1:1 THF/IN HCl =&l
AZIaL, AR EEs AeelA sy awbsiglvh. THFE ZsE spell AlAskaL, wof %E T
EtOAc(3x) &= F&aglch.  ololA, & f7]5S NaCl 3} F&Hom AHaia, MgS0,= AxA]7]aL, ©f
i
=

aL, FFste] FRA eds ddn. o ARE & 2 ARvEIHIGI0, L1RFH 11429
&

Koo op
S oo 9

)
24

/EtOACS] ZAF SEleh) 2 Fa gAlste] 1.20 g0 AAHES FoA A A% 48). H MRS U8
= A dxeA.

Az 13(PE-13): Fr}gl-B S ¥ p-AA9] 34

A 10 AA wEk gzl FEjE 200 ol B Abe ZSebaadA |, 3-wlEAH=(3.72 g, 30.0 mmol) 2 o E-
4-F 2RI ESIHH O E(7.41 g, 45.0 mmol)E HEAEA0 nl)oll H7Fsta, A" EFES A4 3}
ZRE aRkekglth. olojA], EFES dE dodd Za, A8E AHES I oAHRE FI FHskaL, F71
H02 AF3FGITE.  ©o]ofA], o] ZHgé FF FollA AE:AIA BHHoR ALY 89| 4-ZR2HY-T7-WFA]

Fuhel e ol A=A Q9.

il

oA 20 A wRk wvh e 100 ml B vbe ZEkadel A, 4-F 229 E-7-wEA ek (0,45
mmol)& oFAIE(20 mL)oll EsiAZE. 28 =3P2E(1.00 g, 6.02 mmol)S F7betal, A" =& sk
Ztdstel BFAZE. obHES A st AlAS AL, FF=s W09 EtOAc Abolell A FElAI R O
NaCl X3g} Fgdo=z AFsta, MgS0,= 7Ax&A7)aL, oetar, 74t stol 55414 0.62 g9 4-
HSA TS -2 A=A ATH98% 8 ).

?07“
o
N

£(0. .00 mmol)< 40 ml9] 1:1 THF/DMSO % p-AA(0.86 g, 4.00 mmol)e] &Mo| H71&ke]

ok AAE EFES 308 Bk wukskgltk.  ololA, 40 mLe] 1:1 THE/DMSO = 4-8 ¢ “w|Eel-7-m|E A FFulel
2.00 muol)e] &H& 304l AA H7F Aur]E F3l Avbsisivt. A" EFES A4 297 s

oA sFERF Wkl ol 1 Ftel Mol FAMoR HAT THFE St stel A7Sa, g 200 mLe]
FE3. @3 4715S NaCl 23} Fgdoz AAHstar, NgSo,

2 AzAAD, dea, F34 o9 sHa. o ARE §9 BE AREIYY(Si0, E0Ac 87

a2 Ea] GAEe] 0.34 go YHEL BN odmA AUT, oA T el WEITFU% FE). H
NIRE sk 8= dA ATt
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[0431]
[0432]

[0433]

[0434]
[0435]

[0436]

[0437]

[0438]
[0439]

ZIHS3d 10-2018-0089459

o}
o] OH
Y/
0
OXO %@70(}%
0
0

Azl 14(PE-14): YolwEA] Frlgl-H 55 p-AAS] 34

EFAFZE(38 mg, 0.28 mmol)S 1 mle 1:1 THF/DMSO = p-AA(61 mg, 0.28 mmol)e] &M H7}lslict.
olojA, 1 mLe DMSO = 4-B 2 X w|el-6 7-tlo] W EAFn}H (84 mg, 0.28 mmol)e] &HE FALZ|E E&) #7)st

o 1=
Sk, AdE EFES da FH7] sh shy wwkeksith, olojA, wbg EFES, 2 mle 1,09 HME
23] AA(quenching)stir, o]ojx HMAES EtOAc(3x)E FE38tdtt. &3 §71%S Na,SOE AFRA7|a, o
Habar, 7t sl HEFsur. @A = 50% WA 80% EtOAcY] &l FHlE Hlo] QEFA] ololLdE} ZuA
24 A=ZulEA 3 (Biotage Isolera Flash Column Chromatography) AlZ~ES A}g3ste] % AAES

s

Ak, AHES N DA ZA AATHG5 mg, 45% ). HNRS 98 BB AX AT

AAle] 1(EX-1): PE-2 o} FEHO|EE Al&3l+= 2-TE AH

EAR 2-TE AH4E B AFE OS5 Zo] Azt "EFE-A" Hol2EE, X 1o EAF Gel w
J dlela ol E-7dr dekA 249 BisGMA®} TEGDMAS] 1:1 E3HE, O]—éiéﬂﬂo]E IR A ZA] 2

PE-2, A 249 HDK H-2000 A2l A&7} (fumed silica), @ Z=AA AB2A 9] 72508 *E

E-B" Ho|A~EE, % 1o EA9E <ol uwrel, BisGMASF TEGDMAS 1:1 E3E, 1:1 BisGMA /TEGDMAoﬂ &l

Cu(0Ac),9l 1.7 3% &9, F9l 3lo] =23 KAL) =(CHP), HDK H-2000 A2 A7}, 2 7250 F3AES L33}

Atk

(& 1]
ZH=-A £3E-B

A= % 4% (g) Al % A% (g)
BisGMA 20.00 2.00 BisGMA 18.30 1.83
TEGDMA 20.00 2.00 TEGDMA 18.30 1.83
- - - Cu(OAc), -8 4 * 1.40 0.14
PE-2 0.60 0.06 CHP 1.00 0.10
HDK H-2000 1.00 0.10 HDK H-2000 2.00 0.20
7250 & A 58.40 5.84 7250 & A A 59.00 5.90
A 100.00 10.00 =7 100.00 10.00

*EX-1 9] “Cu(OAc): €912 1:1 BisGMA/TEGDMA % Cu(OAc) 9] 1.7 5 %%
glo g AFear; webs EFE-B H ol AEE 0.024 T H% Cu(OAc), ©] 9l th.

o
- oF
ol
ol
Ko
Do
(e}
P
oft
(o]
0,
o
N

-19] 2-9E APom %ﬂ APe FAE] 98, BX-19) EFE-A HE W EFEB HES] Z7he] 60 ng
2 T3 = A b A s £ AR = 30 I

AlFE A7F Zot %?{}%i—,—lﬂ 1.5 cmoll +-#¥ LX-400 LED #Z (e} 8
Yl 2~ (Lumen Dynamics))®E 385 nmoll A ZFEE FAMSFET.  o]ojA, X3t
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[0440]

[0441]
[0442]

[0443]

[0444]

[0445]
[0446]

[0447]

g Arhelglth. Aske Amel A WA 24 Gelet 2EE & e
Aelatda, A AEol mAR A wx Aud AkezA b
okgl whe} i},
[% 2]
*
385 nm
AQ AR | A AR
2L AIZE ()
0 >480 >480
1.0 1.50 >480
2.0 0.83 3.00
3.0 0.67 1.75
5.0 0.33 1.00
10.0 <0.17 1.00
2 ) A7 =4 8tE Aol 3 wA Fol =9 F A& B 9 A7k
A A3t =dA wo] 2B Al Fo] AAstE wizbA o] AT
2IAld 2(EX-2): PE-3 o}AFEH|o|EE AL&3lE= 2-TE A F
PE-2 o}~zEu|o]E JYAIA] thAlel] PE-3 of~FEH|O|E FAAE ALE
A&staes, AAld 1o 71A" el et 2-3E AP S Ax5HIT.
[% 3]
E4E-A =3EB
A= 5% AF () A & THE% AF ()
BisGMA 20.04 2.004 BisGMA 18.30 1.83
TEGDMA 20.03 2.003 TEGDMA 18.30 1.83
- - - Cu(OAc): 8-9* 1.40 0.14
PE-3 0.53 0.053 CHP 1.00 0.10
HDK H-2000 1.00 0.100 HDK H-2000 2.00 0.20
7250 &7 A 58.40 5.840 7250 Z 7 A 59.00 5.90
A 100.00 10.000 A 100.00 10.00
*EX-2 9] “Cu(OAc), &N 1:1 BisGMA/TEGDMA 3 Cu(OAc): 9] 1.7 5% &N 0 2 A
A28k 2, vk E3HE-B Hl o] A EE 0.024 T F% Cu(OAc): ] 2t
Ao 3(EX-3): PE-6 olAFZH| 0] ES ALREE 2-E A&
PE-2 oAz EH|o]E JJA]A| Aloll PE-6 of~FEZHo]E JMAAES ALE

ALt E,

AA e 19 7]A" wA

i
of m} 2-9E AL Az

_43_
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[0448]

[0449]
[0450]

[0451]

[0452]

[0453]
[0454]

ZIHS3d 10-2018-0089459

[ 4]
EHE-A Z3%EB
A 5 %% A% (g) A= FE% 4% (g)
BisGMA 19.83 1.983 BisGMA 18.30 1.83
TEGDMA 19.83 1.983 TEGDMA 18.30 1.83
- - - Cu(OAc), & 9* 1.40 0.14
PE-6 0.94 0.053 CHP 1.00 0.10
HDK H-2000 1.00 0.100 HDK H-2000 2.00 0.20
2250 5 A Al 58.40 5.840 2250 54 Al 59.00 5.90
A 100.00 10.000 A 100.00 10.00
*EX-3 9] “Cu(OAc): & "2 1:1 BisGMA/TEGDMA 5 Cu(OAc) & 1.7 T3% &N o7 A

A 23} L whek A EFHE-B H o] 2 E = 0.024 T % Cu(OAc): ©] At}

Hl o 1(CE-1): p-AAS AM&3lE 2-9lE A ¥

F 5ol aokd Yo, PE-2 ofxFEH|olE JWAIAl thilel p-AA(PE-1)E of=Fi=uo]E A A=A AR A
S AQlstare, Al 1o el AREE el wet 2-9tE A o] HlaldE Al xsHi T
[ 5]
E3E-A £3&B
R % 4% (2 A= TEF% 2% (2
BisGMA 20.12 2.012 BisGMA 18.30 1.83
TEGDMA 20.11 2.011 TEGDMA 18.30 1.83
- - - Cu(OAc), §-H4=* 1.40 0.14
p-AA 0.37 0.037 CHP 1.00 0.10
HDK H-2000 1.00 0.100 HDK H-2000 2.00 0.20
7250 & A 58.40 5.840 2250 F A 59.00 5.90
7 100.00 10.000 7 100.00 10.00

*CE-1 2] “Cu(OAc), & 9”& 1:1 BisGMA/TEGDMA & Cu(OAc)h 2| 1.7 &%

Ao g Azeda; wEl EgE-B ¥ o] 2E = 0.024 F 3% Cu(OAc) ©) A L),

bl

EX-1, EX-2, EX-3, % CE-1¢] 2-9E Agoz #H3} AdS F3str] s, 79 dAde E3E-A JE U
E3E-B yEQ 7}7to] 60 mg £FS &3 d= Aol Ao 20% 59 A F TGt AIRE = 30%
o, ¥ 6] Qokd uie} o], HAHE A7F =

s

5 cmol -A¥ LX-400 LED #Z(Fvit}t 2Efe

9F WAIATF Ao Fl tholubul )& 385 mmoll A EFES AT, o]oA], z]ﬂrﬁ HHs AREsHA

Azel Asts ﬂﬂokoﬂv} gk AR 3 WA 1A gojEvt AEE F S WK AE AgtezA

ﬂ"d AES Aelsiar, A AEe] nAZ AshE wzbx] ArE A=A $bd AstE Aosgltt. AT
& 60 8ok H}Q} Z;_OM
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ZIHS3d 10-2018-0089459

[0455] [¥% 6]
*
A}
2-9E A7 2 AIZE () 2 Ak (&)
(385 nm ol A 3 %)
CE-1 oli] 0.50 1.00
ol Q. >480 >480
EX-1
o) 0.67 1.75
ol S, >480 >480
EX-2
o] 0.75 3.00
ol ¢ >480 >480
Ex-3
o) 1.08 9.00
#20] A7k =g AE o) A WA o] AEdE 4 AS W7 9 AT
A Al = A A F o] AE WZo] A =] o] A] 7F.
[0456] XA A8l =AA so] 2E MFol Azl wjrpA 9] A
[0457] A Ao 4(EX-4): PE-14 Fv}-B 3% olAFEH O EE AL&3tE 2-9E A|H
[0458] PE-2 o}~z EH|o]E A7 thile] PE-14 o}~z EH|o|E A8 S AR I 79| S A9
stae, Al 1o 7]AlE Wl mEt 2-TE A Y-S A3
[0459] [% 7]
EEEA E3tE-B
A= %% A (g) A& Y% A2 (g)
BisGMA 19.90 0.995 BisGMA 18.95 1.895
TEGDMA 19.90 0.995 TEGDMA 18.95 1.895
- - - Cu(OAc), & 91 0.10 0.01
PE-17 0.80 0.040 CHP 1.00 0.10
HDK H-2000 1.00 0.050 HDK H-2000 2.00 0.20
7250 & A A 58.40 2.920 7250 & 4 7 59.00 5.90
A 100.00 5.000 A 100.00 10.00
*EX-4 2] “Cu(OAc), £ 9172 1:1 BisGMA/TEGDMA % Cu(OAc): 2| 1.7 %%
[0460] ol o7 Al ek ar; whek A EEE-B o] A X E 0.002 %% Cu(OAc) ©] 91T}
[0461] Hlwo] 2(CE-2): p-AAS AL-E3ts= 2-91E A g
[0462] goll aofyl o, PE-2 of~zEWO|E AAIAl tlalel] p-AA(PE-1)E of~FZH|o]E AAAZA AMES H

ok

I
Aoetar=, AAlel 1o vhel] ARgE Wl wet 2-9tE A PG| HlaleE AxzsAT.
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[0463]

[0464]

[0465]

[0466]

[0467]
[0468]

[0469]

ZIHSd 10-2018-0089459

[¥% 8]
ZE-A Z%E-B
A= =G % A% (9 A5 =% A% (g)

BisGMA 20.1 1.005 BisGMA 18.95 1.895
TEGDMA 20.1 1.005 TEGDMA 18.95 1.895
- - - Cu(OAc), &+ 0.10 0.010

p-AA 0.4 0.020 CHP 1.00 0.10

HDK H-2000 1.0 0.050 HDK H-2000 2.00 0.20
7250 57 A 58.4 2.920 7250 & 72 A 59.00 5.90
A 100.0 5.000 A 100.00 10.00

*CE-2 2] “Cu(OAc); & 9”2 1:1 BisGMA/TEGDMA % Cu(OAc) 2] 1.7 5%%
gl o wAM A 23 AL whekA EFE-B F| o] 2 E = 0.002 3% Cu(OAc) ©) ATt

shdtk. AIZE = 30%°, ¥ 99 2
LED fE(vteh 2ete] oF mA| 47}

3
oFel vhsh gol, WAE AR B EFBZYE 1.5

AE gl EFEES 2ASGT. olold, A% FHE gl Azel A
al

afe] ol vholibr ) E 13
82 Brsgt. QA AEo
0ol fokel mish %t

(¢}

mewA @ AaE Aelsgrt. A ®

__)li_!‘l
fru
onl
Lot
)
R
S
N
onl
_&L_ll
)
>‘

[¥% 9]
*
ZA}
2-9E A8 A sk ()
(3H, A3
CE-2 BE= 1.00
a9 >480
EX-4 -~
365nm, 5 %= <0.60
g >480
EX-4
385nm, 5 & <0.60
fos =N >480
Ex-4 -
400 nm, 5 & <0.60

*SHA A5t = A A Ao] ~E BEol 3 AsE 07149 AF

il

2 Ao 5(EX-5): PE-2 o}~ ZHo]EE AR3h= 2-9tE T2 HAA A

d

EAQ 2-9E Fx J23A AFS vha 2o Axzsdrk. "EFE-A" FA=, ® 100 EAE gl uke},
T vlEla ol E-V|NE TRFA R A9 2-3lo]|=F Al Y uﬂE}ﬂ‘?é_alolE(HEMA), HEMAS &-3f% 5 F2% 9
AEgo|RY ¢y FRdo|=g ojFojR ogrE FzZelol= g = HRMAY &P 1.7 TF% 2 (1D
oPAH o] ER o] Fofzl ] (II) oM ElolE §d& X3, "EFE-B" Ho|AEE, # 119 dAE &
of ml, WlxFHx 9-83, FTHAZA L -9-4 TS 712 A7}, of~FZ2WolE A A (p-AA T+ PE-2),
9l ste]| =R H A =(CHP) & E a3t

F

_rg
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[0470]

[0471]
[0472]

[0473]

[0474]

[E 10]
E3HE-AL =3HE-A2 =3HE-A3
A5 TE% A% (g THY A% (g TH% A (g)
HEMA 98.1 19.62 96.9 19.38 94.5 18.90
ol 11 X
™ -T2
R 12 0.24 24 0.48 48 0.96
%o_ﬂ'*
Cu(OAc), & H** 07 0.14 0.7 0.14 0.7 0.14
ol 100.0 20.00 100.0 20.00 100.0 20.00
* ‘onL_TJJ_L—— Eé~£‘j}01 = Q oua 2 HEMA 3 20 &% k% w2 E L}o] X El oP_\;th

Fretol =gl
**EX-5 2] “Cu(OAc), 87 HEMA & T2l ol Al Bl o] E 9] 1.7 %%

G oA Azt wEkA EFE-AL EFE-A2, E EFE-A3 T4 0012

&% 72 () oA H ] ESTH
[ 11]
=8Bl =3E-B2
A s FH% | A% @ | 9% | %@
Wl E ) 2 9-88 89.3 2.68 85.0 2.55
7H-2.-4d TS720 1.7 0.05 1.7 0.05
p-AA 7.3 0.22 -- -
PE-2 ~ - 1.6 0.35
CHP 1.7 0.05 1.7 0.05
ol 100.0 3.00 100.0 3.00

10-2018-0089459

EX-59] 2-0E Ao A3k AP FA/] Astel, 8 al frel wholkol Al 0.25 nlel EFE-BL FE ETE
B2E 2.00 go ERE-AL, EFE-A2, B EFE-A3] Brhekn APiA ARl EFEAT. ololN, BA
A A7 Ee f2 vpolol A 1 cn olvel $A% LX-400 LED RZ(IT el eF wA 4Tt Ade]
ok 2) = 365 mel A whelekg EARSATH.  ABJL 9 sl H oY HET + flE AHORA
A} A ARG, 2AL R A ke E 1200 Soke vhsh 2%
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[0475]

[0476]
[0477]

[0478]

[0479]

[0480]

[0481]

[0482]

ZIHSdl 10-2018-0089459

[ 12]
*
ZA}
2-9E Ay 2+ A1 ()
(365 nm o 4] 2]

FTE-Al + EFE-BI 0 5.50
E3E.A2+ Z3E-BI 0 4.00
EFE-A3+ EFE-BI 0 2.75

B . 0 >480
EgEAl+ETEB2

60 13.00

- 0 >480
E3E A2+ E3E-B2

60 12.00

. 0 >480
EE-A3+ T E-B3

60 8.00

*#ZQ) A 7= A 587t 48] SarE o] o o] {5 4 gl wWubA o] Al 7E

Aol 6(EX-6): RH-gA] &e]al

W z
Al 10 3 130 A" ol we T

A GEFEARA ] 2-od A oY ] (2EHA), ¥ ola g olE
(BA), oA ™o =(Acm), B 3lo|=FAI 22 ol o E(HPA) R o]Folzl £3ES % U wE o
AZMEK Ol &3MAATE. o] EFES Fd 48 5 FAAE HEHST, ]01"1 He dEsta HERvE
(Laundrometer) 3|7 4220l 60TCoA 24A17F Fob €At} 24A17F Fof] | Ab7lo] 7)A1e "Ex}sF Bxo] AA"

A 2
WOl mek GPCE AHgStel MES RASIRI, M, = 151,000003, AT 348709 Sol=RA J1E 2E A

N N
o2 AAFAL.

i

A 20 F 130 AR o 2-olojaAlolEdE HEIZHE O E(IRNE FEl¥ We 2w /MEK &9
A7reink. dEE WS 7AAE 2 AelA 3 AATIEA 2447 FoF 60°C°ﬂ’ﬂ 7tdstit. e SEln
HO"RESA &I AY)E AEY 1719 WEI T EE ZkE AoR AXMEHIY.  H 13949 T
2EHA, BA, Acm, @ H =

[E 13]

Al 6ol A wkg A Sufalm] A9 24

THA| 2 of] 4]
Al =7 2EHA (g) BA (g) Acm(g) | HPA(g) | MEK (g) | #7¥lIEM (g)
el 37.2 (60 18.6 (30 4.34 (7 1.86 (3
] . B ] 62.0 1.10
g A | TH% %) FH%) | TF%)

olo1d, ® 1ol AAR ol wel, Aol AR WA Lne] AT o525 vavE A vholulE 2L o]
E(SR348, M) AolUelF oliEl Axle] AEWZRE 953, Fu shol SR SAIE(CHP), T
(11) tEvo] = (Culnaph),), % o}memo] £ PE-7 i PE-83} %33t AQE Azstgich. Aol 2

E-
Este] PE-7 i PE-8 ofnmzdlo] =] $hd $aE ngH.

7+e 2% =

7t edEl
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[0483]

[0484]
[0485]

[0486]

[0487]
[0488]

[0489]

[0490]

[0491]
[0492]

ZIHSd 10-2018-0089459

[E 14]

A AT 6o o T Al

WA sy
A, MEK % 50
A &g F%H% (g) SR 348 (g) | CHP(g) | Cu(naph):(g) | NBAscPalm(g) | NB,AscPalm (g)
A2 20.0 1.0 0.025 0.032 0.023
B2 20.0 2.0 0.025 0.032 - 0.028
A71el Z1AE AR Ak A g re] el EX-69 AFS AMgetE A AW AES SIS, AMES
EIT o9 % (POWERPUCK) I11(w]=r wx|yo}a= ~E]5 A9 EIT)dl whel digF 11 J/enrd] WAl =EAI71AY, E
B W FEQ6 =E2A71A gkt E 1500 2% dolxl AF sl AR 99 33 W Sgorve
of itolm, XF AA(E @97t ZS Qboll EAFo] k. 10,0009 AT AIRE T AlFS TSI
SE AE 27k U@ v meE ey gl
[% 15]
. T wE -
A% A& 3] A7 (E)

(2F 11 J/em? &) UVA)

ol 10.7 (1.5)
A2
o >10000
ol L. 3.0 (1.0)
B2
o >10000

Aol 7(EX=7): Whe/d Sejar] AFe] Az

MEK thilell o e ofA|lH o] E(EtOAc)E AF&-3FaL 3 160 foFd & AFESH A
H e weEl jESA Sl AFS AxsGIT. 271 vheA &1
93tt}, ol Aol Aol oA WA Llxw BrF GPCYl wE 300,000(PDI 4.0)9] ME zti: wbA, wb

A &g Co M 283,000(PDI 4.3)°]8k= Holtk. o] zpol= FR3HA A et @Al 204
< A7t B9 AbEE 9.3709] WEL RO EE AFsts Ao ANtEAT.  Zzbe] bkg-
Zofl thal, ©A 2014 IEM®F Sl 50 g9 MEKE #H71stdiar, o]+ HEFT WeA &

TH 1P EIUSS on|git).

AV

[Z 16]
AR 7o) et Wk SElain B Y C o) 24
A & 2EHA(g) | BA(g) | Aem(g) | HPA(g) | EtOAc(g) | W7 209014 H7HE IEM (g)
wkg-A
419 B 62.0 30 5.0 3.0 100 0.480
wFg-A
I NAL N 62.0 30 5.0 3.0 100 0.510

ojolA, 3 17l EAE Fol wet, dAfe] 6ol Aok o] APF& Axst3Tt.
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[0493]

[0494]

[0495]

[0496]

[0497]
[0498]

[0499]

[0500]

[0501]
[0502]

=y

Hs

(% 17]
AN g 79l HE A
w5 IR
oe v B, Z¢)am C,
EtOAC/MEK 5 | EtOAc/MEK & SR 348 SR 350 | CHP Cu(naph),
Al 40 T % (g) 40 F 3% (2) (@ (g ® (® NBAscPalm (g)
A3 25.0 - 1.0 - 0.025 0.032 0.023
B3 25.0 - 2.0 - 0.025 0.032 0.023
C3 25.0 - - 1.0 0.025 0.032 0.023
D3 25.0 - - 2.0 0.025 0.032 0.023
E3 - 25.0 - 3.0 0.025 0.032 0.023
F3 - 25.0 - 4.0 0.025 0.032 0.023
A7l ZIAE T Aw A el whel EX-79] AgS ARgskE T Ad A
BIT 399 11(7= BA Yol ~HE 249 EIT)ol wheh tiek 2 J/are] UVAC] =34
of =EAZIA &gkt ® 189 dAE ¥A 3 I ¢ HA 5 > 33 ukE A
[ 18]
) s 7 &9, psi i) = 35, Ibf
A w3 Rz
(2F 2 J/em?) (kPa) (FE)
3 Sas s 44.6 (307) 223(99.2) oH
ol 28.0 (193) 14.0 (62.3) o3
53 ohH & 53.8 (371) 26.9 (120) o
o 13.1 (90.3) 6.5 (29) <3
. ofi 2. 175.9 (1212) 87.9 (391) &4
el 139.1 (959) 69.6 (310) <
3 oF & 170.8 (1177) 85.4 (380) ed
ol 303.5 (2092) 151.7 (674.7) e
. ofH 8. 100.4 (692) 502 (223) <d
ol 394.3 (2720) 197.1 (876.7) B
s oF L. 25.2(174) 12.6 (56.0) - #
ol
o 440.3 (3035) 220.2 (979.4) EE
2 Ao 8(EX-8): FTIR] 2]3F A3 ZYEH
WA 2o A tidle] WA &ElaH BE ARSShAl 3 199 AAE FE AMES A
6ol b o] APS Azt
[3 19]
A Ao gl tht Al
T
%231 B, | SR 348 CHP Cu(naph), | NBAscPalm NB2AscPalm
EtOAc¢/MEK (g (® (€3] ) (8)
AlEg Z 40% (g)
A5 25.0 1.5 0.025 0.032 0.023
B3 25.0 15 0.025 0.032 = 0.028
A7) €9S T-10 o8 gholu] Aol 20 H(<F 510 wlolARWE) FAR I¥sa, T4
B Sol AxAHTHAE & F oF 5 W(ek 127 wlolaARME)). o]olx, AL 3d
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[0503]

[0504]

%(F 1000 vho] 2zl )e]
o] EAE F
S WPAET Aogau 2l

whgie,

>
o o2

bope
O“__i Xl
s

||4§1 34_"

ox d
offt i,

o
REA

hs)

EREEETEY

Al -,
=EARAL,

FTIRON A o] wE}m o
AL kgt Al

2 B5E XAH).

=7 At

oz olojHH(HEtad Yol E

o},

[ 20]

A e 8 o) Al el i 28 Al

olH - ny¥t n

o zue

o]oJA],
F4 Z &4 (Fusion Processor) (o]

g

=]
T

=
SER!
Astst 59

ekt mETolE olglghE
ko3 Zokth: EBIT 999 110 <3|

=z
=
T ZRAME F &

2N 3Z
=

E
o

AS, - B Bs, “I £33}
“AIZEO” 2] AlRE () % 73 3} “AIZEOT Fe] ARE () % 74 5}
0 0.0 0 0.0
44 0.5 46 12
55 0.0 57 1.1
87 03 38 18
145 03 147 2.0
805 1.1 806 2.1
1446 0.8 1449 14
2922 1.1 2924 1.8
5676 14 5678 1.7
11501 12 11503 1.7
15421 3.0 15423 2.9
20019 33 20021 3.1
25939 4.5 25942 4.1
32733 4.5 32735 5.1
46073 4.5 46075 52
A5,13] B3 B5, 13 g%
AT AR () % 73 5} AT A () % 73 5}
0 0.0 0 0.0
2 0.8 3 12
6 13 8 0.4
15 0.5 16 0.3
66 1.4 68 1.0
125 4.6 127 26
785 189 787 25.9
1427 18.8 1430 28.1
2902 19.2 2904 28.0
A5,2 8] &3 B5,2 % T3}
FAFF AT () % 43t FAF T AR () % 73 8
0 0.0 0 0.0
3 2.9 4 0.8
11 23 12 0.6
25 23 26 0.6
68 3.1 69 1.0
127 8.9 128 3.0
787 32.7 788 19.7
1430 324 1431 211
2904 32.7 2906 21.0
A5, 4 3] ¥ B5, 43 3
ZAF S A () % 723t ZAFE AL () % 25t
0 0.0 0 0.0
4 3.7 5 33
13 4.6 14 27
25 4.7 26 2.7
67 8.1 68 3.6
125 12.0 127 6.4
786 238 787 292
1429 234 1431 29.0
2903 24.1 2905 293
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[0505]

[0506]

[0507]

[0508]
[0509]

[0510]

[0511]

[0512]

ZIHSd 10-2018-0089459

Aol 9(EX-9): Adshe HAA N Aste] HerEy RUHH

210l A% ol mek e HHA AP Axagieh. EFEL T dFARA ) Fd ol
et @ o] E(BDAMA), 2-sfel =S Aol d wlEb A el o] E(HEMA), kel S 23 weta @ o] =(CHMA), 3
ol 548t uxvlE A tholdetad dlo] E(SR348, V= Ao Yol o AE 2afe] AFEMRRE 5wt
oyl 2}, BAYMOD 35.42(BAYMOD), A13E™ PAM200(PAM), ESS50F, HDK H18, =jarifelE S, % AetE 1192% o
Folx

[3E 21]

rlo

T

Al 9 Tt Al Y

A = % A (g)
BDGMA 28.95 39.42
BAYMOD 7.96 10.84
HEMA 15.26 20.79
CHMA 11.91 16.22
PAM 3.14 427
ESS50F 1.05 1.42
HDK H18 1.05 1.42
g avtol E 17.57 23.92
AZHE 1192 5.20 7.08
SR348 7.93 10.80
A 100.0 136.20

ojojA], o] AFE 7] tEAl AAde Ve niel Zo] AlxE 2-E HHA AFo| ARgsiTh. A7t
of Age s, "&3dE-A"v= x 220 GAR ol wet TR FtERdolE, HEgslo] =2 (),
PE-7 olxzm2H|o|E, % Ful o= GALO|=(CHP) R o] FARt. "EFE-B"v= X 220 AR %o 0}
2} A¥ EX-9 ¥ 8 (II) YZeo]E(Culnaph);) 2 o] Fo] Ft}.

[3% 22]
EHE-A THEB
A& A (2 A5 T (g)
= EX-0 256 o]
Fr2 B0 E 0.500 A8 10.000

T 0.500 Cu(naph) 0.050

PE-7 0.075 - —

CHP 0.075 - -
23t AEL FYsly] Y8, TFE-A 2 EFE-BE 26t £ EFET. AAE EFEL ARES g
o] QIAEZW=(TA Instruments) ARES G2 #)< v E](RHEOMETER) (n]=* mjA}:A|=2F AT 279 YJE A ¥

dold) Aol Fa, wytalA HAgk 7|7k ek ZASIATHE mm F Tlo|=E ZkE S-2000 F9, 100% &9,
OF 1 AX(%F 2.5 ecm) A=), Aol AL&H W F di=ghe] e UAAA 1540 mW/crf, UVBOlA 10 mW/crr,
UVA29 A1 760 miW/cri, 2 UVVlA] 1850 mW/cmeltt. ZAF Ao, #long &g w8t A& (run)S A =3}
Soh(25 mm H3IH(parallel-plate) 7]8Fed F+F, T2 & AIZF 29 =Z(Isothermal oscillatory time
sweep)). A3} AIZF 2 AF BE#~(Pa, kb B MPa @9 ¢HE Esels dEAQ dovWED dHolH

o] a7] % 23] ER} k.

Lo
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[0513] [E 23]
Az} A 7
B ) 25AIF G| 1SAIRE R G
AE ZA AR | 2N AF G ()
EFE-A+
R 0 9.0 Pa 257 15.0 Pa 10 kPa
=HE-B
TFE-A+
. 15 30.0 Pa 24 220 kPa -
=HE-B
EFE-A
. 20 50.0 Pa 17 430 kPa 2.2 MPa
<&-B
SHE-At uv -9
R 30 3.4 kPa 340 kPa -
Z3&E-B 7 g} ¥
[0514]
[0515] EX-99] APz FH Ad APS FA37] 98], EdE-A D EFE-B AES 238t s ey,
gtk 1'(2.5 cm)E 2FHA|-HElolE F=(#7447) 2 Anpetal WAE o)y ERY ¥ ofo]lAXEER 9fo]g/
AAEke], 1" X 0.5" X 0.064"(2.5 cm X 1.3 ecm X 0.16 cm) &Fv)5F FE(coupon)S FH|3FATt. 3
Ak AEE g5 go] A3 6719 FES eddsta, Avkd S5-I FitolA weA HEE 2 X 3
W (array) 2 wix]sith. 5-d(eF 127 wlo]A=2nH) FA L] Hd HolxZe ~EHS, 7o) Hgd FE9
G2 HE 0.5"(1.3 ecm) A, AntkdE FEFoll 7heiitt. 3 AEe dF-E HolxZe] 2EYE Aol FE
o] 5 el AL, oA, fE &EEel=E Y Yyo|ZREA ARt sk AR 99 ol HEAA
o] 5 W(°F 127 mpolaRvE]) S wdF TS ¥ sk, olu HolZ= AFojAe] HJEks gltt. A" E Al
& AFEEY (P& AEY Ads) #H2 1" X 0.5"(2.5 cm X 1.3 em) TH HFHFE A AY, =
E T SR F31 Z2AA Ao -EE IV A28 LHI0 734 Z2 A4, vja WEH=F Ao
A9 g =5l E oo FAIATE. AZo] FA Jiﬂwé Tt AS, FH AEEe
AL A5 1(2—% Ohﬂ o) ?”Eli’iﬁ? =T AEL 741 Z2AAE A8 SHeA FSdkrh. 0.5] MES

9] Ile] w2 500 mJ/c UVA, 155 mJ/cn’ UVB, 15
zﬂﬂ%}‘ﬁt} 1J A& 48 fpm(ef 15 ME/F) o= T3
< 23 fpm(of 7 WH/WH)OR FHAZIL 0.5] A5 =

, .5J, 17, 2Dl disl, 6719 AlEE& Az e T3
T Y 4R T ARSI, b B AT P 204 el sk med, 22t ael o
ot SRR F 24709 AlHo] AT %713 AEF- 8 4N Fo, "4h"®E SEEE Al 27k 5000
1b(eF 2270 kg) 2= A 2 0.1 in/min(0.25 cm/min) e WHEZE Qe AE A oA AJ@7| (w2 v AESF
odl ezl AAle] Hols Als®= iEEHOW(MTS Systems Corporation))ellA Al@stdet. 3 HFH
T4 24N Foll, "2an"2 PR AW A7k FAB) At E 240 AW F2 S8 gk 2 o
A 3k5 e 33 W SAH o R FE | Farolql).
[0516] [¥ 24]
e %ﬁ A3 A EECE ¥ A &, Ibf 59w
Fo] A (MY (kPa) ()
Kol
g 4 40.0 (276) 20.0 (89.0) &
24 301.5 (2078) 150.8 (670.7) <3
4 650.7 (4486) 325.3 (1447) &7
0.5]
24 254.7 (1756) 127.4 (566.7) <3
4 625.9 (4315) 312.9 (1391) <4
1
24 68.2 (470) 34.1 (152) <A
4 830.7 (5727) 415.4 (1847) &3
2]
24 100.4 (692.2) 50.2 (223) <3
[0517]
[0518] AAo 10(EX-10): AFste HaAAd dgt =& 4 A g
[0519] 371 & 259] UERG niel o] 2-mtE ARA AFL AzsUTt. "TEE-A" Ho|AEE ¥ 259 EAH o
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[0520]

[0521]

[0522]

[0523]

[0524]

ZIHS3d 10-2018-0089459

of uwel Zdd Jt2HYE, HEHSI|=RFH(THF), PE-7 olrzmBH|o]E Ful dlo|=2wGAlo]=
(CHP), % H18 z12 AZ|FHHDK H18, W= mAZFE of=g|t Ao wb7] Aujz Zxdgold)zE o] Foitt.
"EE-B"E, E 250 E7F el weh, EX-92FEHO AlF 2 e (11 YEZHUW o] E(Culnaph),) 2 o] Fo]

Ath. ERRAE 1001 A AL Ko AT BH, TFF-BE $Y A2UAY 2 Bel WA AT,

2

=

20 AlelAl UES 2t 44 £F w35 7tEA N 7500, 7tEA Y] £ @55 EFD 2 EZHULTRA)
1400 NA] Bu)] Ao 7)o dAST. L 6 bar(600 k)R A3
[% 25]
=FE-A =%=-B
A 5 A% (g) A& A (g)
Zwgsl
] 2.00 A% EX-9 20.00
FEE R H|o| E
THF 2.00 Cu(naph), 0.10
PE-7 0.15 -- -
CHP 0.15 -- -
H18 712} A 2|7} 1.20 - -

= ; =
AEZH FAT. 7217 AlA A, 1x9 b& 25 Tlete] Y& £d e &S AAssit. Z%Zq]i;ﬂ
Aol sl 28] W AR, GEE AFA Fol HF HelE] Hel F 2600 et Ark. SHEE Fe ®
< AR dA Ao FdsHAl FAHRSH, o= AAo] g AR HANAME YEe| wilo]l 7o WA A3
R o @t
[3 26]
dE=d AR5 A (g
A1 ZF 281 A2
=7 0.37 0.37
5% 0.35 0.35
15 % 0.36 0.36
30 & 0.34 0.34
1 A 7 0.34 0.34
2 A ZE 0.33 0.34
6.5 A1 7k 0.36 0.35
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