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H A B 2 254 59 55 7S 2o gl wEk A7 Al (self-cleaning), SY/&E
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Kim, D. G., Lee, B. W., Song, K. C., “Preparation of Water—Repellent Coating Solution from

Tetraethoxysilane and Methyltriethoxysilane by Sol-Gel Method” . Korean Chem. Eng. Res., 56(3), 327-
334(2018) o A= Z-AHo] o3&l tetraethoxysilane(TEOS)S NHAOH Zwj3dloll A 7t=EaiA]A A7t A= A
%3t & pethyltrimethoxysilane(MIMS) T} WHSA|A WEl 77} THe] H2y A7 A= FAE B3 387
Az3taL, olF 73 flol It MIMS/TE0SS] & H|7F 1090 A -9-olA 108" 9] w2 J£7e Blvka &
=

w3, Yang, H., Pi, Pihui, Cai, Z. Q., Wen, X., Wang, X., Cheng, J. and Yang, Z. R., "Facile
Preparation of Super-Hydrophobic and Super-Oleophilic Silica Film on Stainless Steel Mesh via Sol-Gel
Process", Applied Surface Science, 256, 4095-4102(2010).4+= TEOS®} methyltriethoxysilane(MIES)S &
WEAR ARRete] Z-AR] o8 g 1" &S AlxstaL, o §4S 2EIRlY: w4 ol m” skl A

A w4 29 mug Azser).
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TEE NINS/TEOS®] & wlv} TEOS®] sX7h S7hghel wet s9 wup g1ef wWidr]e] o] ShstAL 2w 7
A7y SRR wher/do] SUbEhaL ®alskgitt

Z ol Park, J. H., Lee, B. W. and Song, K. C., "Preparation of Water-Repellent Coating Films from
Tetraethoxysilane and Chlorotrimethylsilane on PMMA Substrates", Korean Chem. Eng. Res., in
press(2019) .ol A= EWEA =4 TEOS® chlorotrimethylsilane(CTMS)S A&-3le] E3feo] 7M-id] 2 T
kS0 o3&l W' 717} end-capping® WA silicon resing A %3 T).

-

Tk, o] &89S PMMA AE fo Zxstm EHste] AEEA P4 3y E9E AT, 152
CTMS/TEOSS] & H]Z 0.6~1.00.2 W3AA Az ¥ = Zuke CINS/TE0SS & H]7F 0.8 w) 107°¢] o)
718 Yepitha 2asta .
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(ME3 &3 0001) Kim, D. G., Lee, B. W., Song, K. C., “Preparation of Water—-Repellent Coating

Solution from Tetraethoxysilane and Methyltriethoxysilane by Sol-Gel Method” . Korean Chem. Eng. Res.,
56(3), 327-334(2018).

(R &3 &3 0002) Yang, H., Pi, Pihui, Cai, Z. Q., Wen, X., Wang, X., Cheng, J. and Yang, Z. R.,
"Facile Preparation of Super-Hydrophobic and Super-Oleophilic Silica Film on Stainless Steel Mesh via
Sol-Gel Process", Applied Surface Science, 256, 4095-4102(2010).

(M E3 &3 0003) Park, J. H., Lee, B. W. and Song, K. C., "Preparation of Water—-Repellent Coating
Films from Tetraethoxysilane and Chlorotrimethylsilane on PMMA Substrates", Korean Chem. Eng. Res., in
press(2019).
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3 urge] FUlEA SAACHO, 99.5%, Jin-Chemical)& AMESHSATH AMER AokEe A4l 2 oFEAY 3
3 glol adE ALgSIt,
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WA, MINSSH NeOHE 318 ¥ AeolA] 3097k wukste] Golg Azt T F HOsH Q) SAbx
Fatel oAl Al=E golo] A7bstel AeolA 37 Bk wuksel hRalA AL

vhA o2 MESE H7hsha FeolA 244170 Bk wilste] W =Y g2 Azsfeh,

% e 3y NS ARgEle] WA 9o 1,000 rpme® A% FE (Spin-coating)S &3 180Tl
A 2A B E AsIA A B4 9 EEbS A Z3 T

wubo] =28 89138ly] 9J35ke] FT-IR(Cary 630, Agilent Technologies)S AME3le] ¥ &

H=7r 574 7] (Pheonix—mini, Surface Electro Optics)E AF&3te] Z¥ Zute] HEZS #A#s)
microscopes ©]&3dte] FHO PGS HAHL wj&o] HEF A7) W
SurfaceWare9 2 13ME o] &3lo] AHukA o &|Aste] HE=2S =45 T).

S F AFEG (0D caneradt AT F HE GAS frane grabber & o] g3fe] AFE] AT HolE|E PO
oA BAFsle] HEZS A5

3-3. AFM %4

Y ool 39 AH(2%)E AFM(SPM-9700, Shimadzu)E o]-&3dte] #Hahlvh. 10m><10m He1 WellA =2
9 wotol Hal(cantilever) & ZHA F BT w5 el 43 A8HL Aol 2L BE PE2 34
ato] ool 33l wHALS FelEict.

AdHE= A€ %= SAH7](CP-PC1, Core Tech., Korea)ell 4=
ol F#3 ALEE gdstdA SAsitt. JdZ2 Mi

st (1kg) S 718le] 53] &= 3= =

6B~B, HB, F, H~9H 59 ZEE JehyE= A0S xg35-4th

3-5. -9

A8 Luke] B ASTM D 33599 oste] & A3d 3:E Ly S0 cutter® HPER R TS W F 1
%ﬂSMﬂﬂE%é&%ﬂNﬁ%Mﬁ}@3i°H4%rwwW%i =3 71A 9] RAAEE #FsSlT.
FEHE AAA FHo 1lmm AR 11x112 AxtdE oz 2SS o] 100719 AWdES wE3, 1 9o do]
5 2 AR F F48] gotdA mWE WUt $E w7k 10070 5B, 957K o delw 4B, 857 o
AFe 3B, 6570 o)A 2B, 3570 o)A 1B, 1 ©|3t= 0BE uEMUITH.

i

4-1. TMES/MIMSS] & w7} =¥ mute] EAof njx= 33
T 2 AFA AEA F3A9 A wreAo
0%} Zmjel £2xk(oxalic acid)¥e] 7}-Es

k2o ¢J&l siloxane prepolymer”} A E A ).

2, 385249 methyltrimethoxysilane(MIMS)& % 2(a)e} o]
& W$S %38 methylsilanole] EAE ¥ r|E78e 53
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wek,  w5A|Ql trimethylethoxysilane(TMES)S % 2(b)9F o] HO09Y 7543 Hlee =35

trimethylsilanolo] &A%},

—

3H, = 2(a)olr AAE siloxane prepolymer?] Zdtrlol= OHZ]7F &4 tEEZ = 2(b)olAd FAE
rimethylsilanol® OH7]9}e] & =3 w-gd] 93 & 2(c)9 o] Y7 (-CH;)Z end-capping®

siloxane polymer”7} A ¥},

T 32 [ 1ol TMES / MINMSS] Ew]7h the 3k 4 Aol 38 dFow, IYHA &L JAdddt of
el [ 117 Zo] TMES/MIMSS] & W& z}Z} 1, 10, 15, 25, 30°o.2 Helste] Ay W4 3y §do0= &
EE YAade] 19 AEE YEbd Aot
# 1
Sample code TMES/MTMS TMES MTNS H-0 MeOH Oxalic acid
molar ratio (mole) (mole) | (mole) (mole) (mole)
™1 1 0.002 0.002 0.01 0.06 0.000008
™2 10 0.02 0.002 0.01 0.06 0.000008
™3 15 0.03 0.002 0.01 0.06 0.000008
™4 25 0.05 0.002 0.01 0.06 0.000008
™5 30 0.06 0.002 0.01 0.06 0.000008

oro Wolzkgtel| W3] TMES/MIMSS] & W7} 1~259) Ao 2 AZH WAZT(IML~THL)-S <7kl
o AAHeR FHsta fddo] glv ZY JHE YEMATE. vl TMES/MINSS] & H]7F 30

2
2

a

1ol TMES / MINS®] & w7} vhe W7k gbd Ak mwle] H5708 vebd Ao 2, THES/MINS®]
E 247+ 1, 10, 15, 25, 30o& @Este] AlxE UF 2W §907 =¥E YA @%A =4 A%
e ol

ki

[e)

A 7kwhe] A E7He 30791 who] TMES/NINSS] £ H]7} 191 Z9-(TMDE AZzto] 104 2 =)

o
S0l FgEgt,

.‘_4

YA &
S7kete]
£ TMES/MINSS] & H]7F 10(TM2), 15(TM3), 25(TM4), 30(TM5)Ql 9= ztzb MZzbo] 1097, 114°, 117,
144° 2 TMES/MINS®] & 7} AASE Wagye] A&zto] Axh Z71abs A% BT,

= 5% [ 1]olA] AFoldt ZH|e] TMES / MIMSE A|ZE w4 =8 fole] FI-IR A EH O  TIES/MINSS] =

Wb F7hgkel whel waAde] Frbekt: 991 ey S8l = sel [E 119] TN-TW Aol e FI-IR 24
Avkg et

—

TMES/MINS®] = ¥]7} Z7batol whe} 1254em $F 756em ol A1) -Si-CHy stretching vibrationo] 7]91% &2=w=
7} wgste] agAo] S-S & § Ui

Hik o) 3400cm o 42] -0H stretching vibration< TMES/MIMSS] EH|7} &7 stpEE hadle ASS
= 7FE8 % siloxane prepolymer® @etel] EAsh= OH7]E X3+l trimethylsilane?] H]S©

T, TMINTMA A8 E5o] 919 1086cm71°ﬂ/‘19] -Si-0-Si- stretching vibrationo] W&w Ao ZHE HuE
Aol NIMSe] 7his] 2 &5 wkgol o) V¥ FRE o]F&= AE2HSi-0-Si) 2Fol B IAHE AL ¢
T ARG

T 62 [HE 1104 TMES / MIMSS] & wv]&o] of& ¥7F b s ¥d Apflo =, B drgo A= THES/MIMSS]
& b H3lo] e 3E el AAVIE AR B8 59 & 622 Yehdn

FYS 311 Fo YA we H W A&7 (Ra, average roughness)E 27 nmel ¥kAo] TM2, TM3, TM4 XA
o A2l Ragk> zHZF 129nm, 184nm, 280nm= TMES/MIMSS] & W] Z7poll whe}l B E9 AR 7} Z7ketict.
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= gE]

. 3l AL

b

B& Ragto] 520mm= A F713HS & £ = o] A
Aot ollg} e Ak EAE Qs AAH) FW AR Frle)

= TMES/MINS®] & H]E ZEste] Az &y I® &do08 &
itk TM1, TM2, TM3, TM4 A E+x =¥ =dto] 7 il

Hol 43 B4 Yehfdet. vbde] TMES/MIMSS] & 6|7} 3090 TM59] 4 -$-olls &
3 B Y E=Hto] dojABE 4Bo] v A Lot 0B £ =5

=z 2
Sample code Pencil hardness Adhesion
™1 3H 5B
™2 31 5B
™3 3H 5B
TM4 31 5B
M5 4B 0B
H1 31 5B
H2 3H 5B
H3 B 4B
H4 B 3B
H5 3B 3B
H6 3B 0B
01 31 5B
02 3H 5B
03 3H 5B
04 3H 5B
05 B 0B
06 B 0B

4-2. 1,09] M7t Wy 38 wmuke] B4 wX= g8

T 72 [E 3] H20 / NINMSS] EWE dElste] AzxE dd kel 1w Aoz, ol [® 313 ol
TMES/NMIMSS] & w7} 259 o) H.0/MIMSS] & W& 72+ 1, 5, 7
o7 =xg JaAgde 39 AHES el Apo|t).

#* 3
Sample code H,0/MIMS TMES MTNS H50 MeOH Oxalic acid

molar ratio (mole) (mole) | (mole) (mole) (mole)
H1 1 0.05 0.002 0.002 0.06 0.000008
H2 5 0.05 0.002 0.010 0.06 0.000008
H3 7 0.05 0.002 0.014 0.06 0.000008
H4 9 0.05 0.002 0.018 0.06 0.000008
H5 12 0.05 0.002 0.024 0.06 0.000008
H6 15 0.05 0.002 0.030 0.06 0.000008

LO/NTNSS] & w7} 13} 52 AojH o= nozk 24 A7ke A$ol=Wl, 12) =9 g9 gert Fysnz o
+

whRlol HOMINSS] % wI7h 7-1591 450l =(H3-H6) WO dkom A7bgol uheh nise] el 2 F5%
2 2AE9 siloxane prepolymer7t @g¥o] EFHE &) FHHER I® FHE BF
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[0088]

[0089]

[0090]

[0091]

[0092]

[0093]

[0094]

[0095]

[0096]

ZBIHE S 10-2020-0090024
o w4 FY mube] A&zl ML YR Yepln A
HOMINSS] 2 HlE 1, 5, 7, 9, 12, 152 @elste] A28 wuhe 242b 1007, 117, 1157, 107", 90, 68" ¢
AEZHE 2ok, HLO/NINSS & B7F 1, 590 A$-ol&=(H1, H2) HO0/NMIMSe] & 87} Z7hgel wah 58 =3

o] MZzto] 100 oA 117" = Z7}ate] HO/MINSS] 2 Hl7} 5614 Hejxel 117 = B},

ol & 2(a)9] MIMSQ] 7hisl 2 F5F vheS Solo] A9 EA%9 siloxane prepolymer7t A=z,
Aol = 2(b-c)9 wrZol o3& WE7|E end-capping® A siloxane polymer7} FAHTH. o] A F
HO0/NTMSS] & H]7} Z7kgo] wel % 2(b)9) trimethoxysilane®] 7Fpia] wr$o] EXHmz o ©e

trimethylsilanolo] HAEA ™, oz B

AR LO/MNSS 2 w7b Z7hEe] wel @y wute] HE:zhe] Zvbsle] WO/MINSS  ul7} 5e14 117 ¢
=2 HA54S 4 Hr.

ek HO/MINSS] & H]7F 7oA 152 H0 el #Zl A-5-(H3~H6)ol= =2ho] HF72 H0/MINSS] & H7}h
Z71gkol what 1157014 68° = AA 7Hasigioh

ol M09 H7bo] F7hshel wet = 2(a)9] MINSY] 7heita] @ 553 whso] FXHBRE ¢ & A%
siloxane prepolymer”} A= o], ¥oto] ¢ e 0077} EA8HA JY, = 2(b)9] W55 B3] A" A=
ol trimethylsilanol®] &%k X3 ]3] siloxane polymer WOl end-capping® Al %3 00719 471 5
ZHH B2 HEZ] adE AoE ¢

¥ 219 H1, H2, H3, H4, H5, H6 A&+

BOS A7k Wl wel Axy Wagwe] duFws RHEe |
ehlan ek, HI, H2o) A§ m® Euho] @9

aha Azesmz snel AWAES) 5] S@ HAAL e

e

?Q

Hhdol 1,09 X7heo] S7hgel uwet Eddd 3y Tdo] FAEER AAH == H3, H4lM B il HS
H6ol A 3BZ A #asha, Fzhe o o

7 =2 &3 A9E ey,

4-3. A2 (oxalic acid) #7M W37t 78 Tuhe] EAO njx|= g3k

L 9%¢ [F 4]oA SAE / NTNSS] =81 & gelste] Al o W7k b Zeke] 3 ARxle =R ofgfe] [} 4]¢)
Zo]l HO/MIMSY & HE 58 3}3l oxalic acid/MIMS® & u¥]E Z+Z 0.0004, 0.0008, 0.0020, 0.0040,
0.0079, 0.0100°. 2 W3A|A A 23 2 78 gHNoR A Z3 YyAZdde] £ Aejo|r},

I 4
Sample code Oxalic acid/MTMS TMES MTMS H,0 MeOH Oxalic acid
molar ratio (mole) (mole) | (mole) (mole) (mole)
01 0.0004 0.05 0.002 0.010 0.06 0.0000008
02 0.0008 0.05 0.002 0.010 0.06 0.0000016
03 0.0020 0.05 0.002 0.010 0.06 0.000004
04 0.0040 0.05 0.002 0.010 0.06 0.000008
05 0.0079 0.05 0.002 0.010 0.06 0.000016
06 0.0100 0.05 0.002 0.010 0.06 0.000020

Oxalic acid/MIMS®] & ®]7} 0.0004, 0.0008, 0.0020, 0.0040¢1 ZA<9-(01, 02, 03, 04)d&= W< 7E] LAo
Frsta FAEe] glome WAy ol :y Aok Fsta AR Fwo] dojxt.

a8 oxalic acid/MTMSS] 2 H]7} 0.0079, 0.01000.2 22kxke] <Fo] makel 7H-$-(05, 06)o+= o4 =¥ &
A el Sxo] dojuy TR g goo] dojAuz YA IHES A ZH qWe] FH3)
A Heta g wAgk YAREC] EAsE AS dES F AT,

_10_




[0097]

[0098]

[0099]

[0100]

[0101]

[0102]

[0103]

[0104]

[0106]

[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

SIHS31 10-2020-0090024

ol Fulql Sabite]l mgFom Hybgel uwhEl NINSY iRl 2 F5F wbso]l FXFnE Z AT
siloxane prepolymer7} @/4¥ o] EFHe &0 FPLoZ I8 HAUE BFHESH, B JEE e

ATk,

T 102 [ 4]ollA Aolst Enje] A4 / MIMSE A& F Wt o Ay 31 4524S Uehd ARRle =,
Oxalic acid/MIMSS] & W7} &4 38 Zuhe] HEF7Zhol| v A=

Oxalic acid/MINS®] = H]Z 0.0004~0.010022 WaAZS w 0.00040141(01) 89", 0.0008914(02) 90°,
0.00209141(03) 108°= AZzte] A=t Z7bsl 0.0040014(04) 117°2 HulXE molth, 0.0079441(05) 106,
0.0100¢1 41 (06) 103°= HZ7ko] thAl 7HA43k9ict.

wEbA] Sl %%’&94 7 ol 29 (a—c)Rkgo] FXHol ¢ ®2 wE7]2 end-capping¥®

I8 oxalic acid/MTMSS] & H|Z} 0.0079, 0.01000.2 SAAE ¢ko] kel AF9-ol=(05, 06) oxalic
acid/MTMS®] & H|7} S7FEd weh = 2(a)9] Hbgo] HHE 101 o 2 B39 siloxane prepolymer 7} 45
of Weke ¥ W2 0H7]7F EASH Hu, = 2(b)9] ¥-8& Tl AFE Algtel F9 trimethylsilanol®] £33
F3k X 3lo|] 23 siloxane polymer W2 end-capping¥ ] 23 0H7]9] 47F ZUlEleg HE=zbo] ZAAEE=
oF gt

s ofy

[ 219 01, 02, 03, 04, 05, 06 A|EE oxalic acid/MIMSe] & wlo] ulg} Alxd v 3y gdo7 FEH
WA wel AdA =9 FaES vepdla Q.
A

Oxalic acid/NTMSE] H]7} 0.0004, 0.0008, 0.0020, O.
@ moo] dojm el $5F AWAES} 5B S5 —Maﬂ% JERIQIE . whe] oxalic acid/MTNSe]
= 1

& H]7F 0.0079, 0.010021 059 069 A$-ole EdYst 8 =Tt Aoz <lsle] Bo| W AL =9l 0B
o] A H3 FzEe B,

5. A%

2 Ao s artoldA 3 feide] =2 B4 AAE WA f8 7MEe] AYs 34 YsiAde] gl
A ZA S4EZ TMESS MIMSE A}-gste] W ZEAES Azxsgrt. o =4 = TMESS MINSe & H]
Hal 5o HuFg W, Fulel Siite] B 4 wislel e Wk ®gUr 39 Zvhe] v, W AE 4
ADF w9} e BAd = IS 2ASIY o3 2 2ES A9,

(1) ZYHA & PaAgwe] HE27ke 30791 dhwe] TMES/MINSS] & H]7} 191 A$E HE7ho] 104 2 =7

kA, TMES/MIMS®] & W7} 3091 -9+ TMESS] wlEr]& ek dAdint ofyel W gate] EARZ Qs #

A FW AL DA B0 el 1447 2BEHL e

(2) H,O/NTNMS®] & M7} 13} 52 didos H07F AA H7hd Ad5-d= 2" &9 et Fystnz Jdxd

sl s A Frgehy A AEHE 2ol

el HO/MIMSS] & H7F 7-15%1 B9l HO07F ez H7bgol wel NNSe] 7heial 2 5% whgol
= F 2R siloxane prepolymer7t B4l EFEF Godo] FAHnR Y FUE EFHH,

%1 FeE WeEh AT

(3) Oxalic acid/MIMSS] & H]7} 0.0004, 0.0008, 0.0020, 0.0040%1 7Z-- FHali 7§28 LEufo] dojxm=

o I
TR
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[0114]

[0115]
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SHel 5% AMAESE 5B SE A tehigich,

ko] oxalic acid/MIMSY & l 7F 0.0079, 0.01002.2 &Akato] ko
mho] & o 93] Be %—8— ALz} 0B EA4 &g Fagg Rl

el A= flolM e AAldel A ko Faaelel Z1AE whel ojs) AHolEm, & Aol &
ofell A F&e] A& 7}{1 A7F Aarasdel Z1AE A eld v wga shae & ¢ ok A
Ay st}

z=9

EW]

)

r

HEE0|HSAZEHMTMS)E S0H2! migkESat
E8510| BUS M=

$ 120
E(H20)2 ZoHel SAMS 28t 2, 47] SUo /

715104 U510 71250

JEeliEl %0 E2O|HEISAIZENTMES)S
|:|7|' = EHI'QI'O:I el g HIE

SENE I ZEAL = 2F3
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EH2
CH, CH, CHj
OCH OH /éi\ /éi\ /éi—OH
y (¢} lic acid Hod ¢ (5HO 6 CH
Hsc-éi—OCH;, + Ho Qralcacdy, H3c-éi—0H Oxalicacd g, wn  E % s J (a)
CHy H %0 oH HeCo g
Methyltrimethoxysilane  Water Methylsilanol HO” “OH Ho® TOH
Siloxane prepolymer
CH, CHj3
. Oxalic acid !
Hac-éu—ocsz + H0 2XTCECy, H30-41—0H (b)
Hy Hy
Trimethylethoxysilane Waler Trimethylsilanol
é:l-l:s iHa i:Ha (;Ha CH,
HiC—Sig_si i i—0-Si—CH
S . 3
O (¢}
g b d 0760 L,
_— ~o
Hog I\O/ |\o/ i o CH, e HC SI’CH3 éi"CH HO/SI\—éCHa
. —gi e+ Hsc—éi—OH = "s0" Yy HE L, [ (©
H : /Sl\ HO ™0 H 0/4’ ) 3 HBC_,S'\O
/Si'\’o OH H3C“‘Sli\ 3 g/ H,C-Si-CH, O\Slj
HO™ OH Ho~ TOH ; 1 H, H,C~ 8
H,C \0\ CH, T
Siloxane prepolymer Trimethylsilanol /SI\ H,C—Si—CH,
HiC™ CH, &n,

1
(g
LW

Hydrophobic siloxane polymer
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EH4

5 TM1 i
1040

Non-coating

300

Transmittance(%)

I ¥ I ¥ I : ] v I b 1
3500 3000 2500 2000 1500 1000

Wavenumber(cm)
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EH6

Non-coating

1000 1000 jum] 7 000 - 32025 Il 1000 1600 um} I Q00 - 125210 Inm}

000 % 4000 Tum] £ 000 - 165170 [am 000 ¢ 1000 jum] 2 000 - X203 [om| 1000 1000 jum| £ 008 -« 170020 jnm}
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EH8
H1 1 H2 Voo e
1000 117° st T15¢
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