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300072 (CN). CU, CZ, DE, DK, DM, DO, DZ, EC, EE, EG, ES, FL GB,

\ GD, GE, GH, GM, GT, HN, HR, HU, ID, IL, IN, IR, IS,

(72) RN RERE (YUAN, Xiaoyan); ' [F K E7 B JP, KE, KG, KN, KP, KR, KZ, LA, LC, LK, LR, LS, LU
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(54) Title: FLUORINATED POSS COMPOSITE ORGANOSILICON COATING, PREPARATION METHOD AND ANTI-ICING
APPLICATION

G4 REZH . Tk poss H-aAHLRERZ K i # 77 id 5 B 4 vk B2

& 1 /Fig.1

(57) Abstract: Disclosed are a fluorinated POSS composite organosilicon coating, preparation method and anti-icing application.
The coating is prepared by combining fluorinated POSS having eight vertices respectively containing silicon-hydrogen bonds and
fluorine-containing alkyl chains with organosilicon and curing and film-forming via a silicon-hydrogen addition reaction. The fluor -
inated POSS is introduced into a bi-component organosilicon system, and forms the coating with hydrogenous polysiloxane and eth-
enyl polysiloxane. The pull of the low surface energy fluorine-containing alkyl chains causes the fluorinated POSS to become en-
riched at a coating surface, and regular micro-nano wrinkles are generated on the coating surface and cooperate with the lubricating
action of the hydrogenous polysiloxane on the coating surface, thus reducing a water contact angle hysteresis and an ice shearing
strength of the coating surface. The present invention has an easily obtained material, a simple method and a controllable condition;
the water contact angle hysteresis of the prepared coating layer can be as low as 2°, and the ice shearing strength can be as low as
20kPa; thus, the anti-icing coating layer eftectively reduces ice coverage.

67) HE.



WO 2016/037403 A1 |IIWAIK 00TV 00 O O O

SV, 8Y, TH, TJ, TM, TN, TR, TT, TZ, UA, UG, US, UZ, HR, HU, IE, IS, IT, LT, LU, LV, MC, MK, MT, NL, NO,
VC, VN, ZA, ZM, ZW o PL, PT, RO, RS, SE, SL SK, SM, TR), OAPI (BF, BJ,

84) MR (GRAAEHKWE, TR —FARAEARNX §§ %S’ %)CM A ON, GQ, GW, KM, ML, MR, NE,
fR47): ARIPO (BW, GH, GM, KE, LR, LS, MW, MZ, T
NA, RW, SD, SL, ST, SZ, TZ, UG, ZM, zw), {7 AEEAA:
(AM, AZ, BY, KG, KZ, RU, TI, TM), BRIl (AL, AT, — 34 ERERREGELAE 21 40).
BE, BG, CH, CY, CZ, DE, DK, FF, ES, FI, FR, GB, GR,

BRAANIT T —FEA POSS B G ENRERE KB & T ES B KA ZiREEBEEE NN HEH
SN S8R AN E N poss 5ENEE S, IR rEEIN R B AR ER B E . B LR &L POSsS
SINASBHEEIR R T, 2 58S REEREN OGREREER — R RRE, BT IRREGE S b At
MzEs|, 3R POSS TEIRERIE £, H AR ERI=AEMACK R ERFI S, HE5SERKAR
TEWR EFRTH A2 RIS E T E, TR INR E R TH /KBl 5 Rk BT TIs8 . AR MK 545, 7k
%@%%ﬁﬂﬁ,%%%%%Em%%%ﬁﬁﬂﬁﬁr,%%wﬁﬁﬂﬁﬁmmb@%%%W%Eﬂﬁﬁ
W b7E UK
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BRI
AN B — Bl A 2 AR R A B SR B G AL POSS) 5 WL R A il 46 B 7 UK
R T

BRER

2K BERILR 28 NI R AT SO KA RIS 3, anfit i B B W B R KL 6
UK R HAERT: o R IZ — ) BB B OK U B 78 DI 2 55 ) R BR UK G A1 g+ W0l B D)
IV ER RO R TR o, BEGRE R E T HA MBI K 5%, BTk
BUKRE R ER IR R MR BB KR LA E B K S F B

A HLEEM BE I — 285 H AR 2 T Be 7 vkR4 kL . 58 &R US 20070254170 ¥ 42 H
NuSil®R2180 & — F i Ji 1ot 11 B 78 vk 34 |2 44 8 (Hoover KL, Watson CR, Putnam JW, Dolan
RC, Bonarrigo BB, Kurz PL, Weisse MA. Erosion resistant anti-icing coatings. US 20070254170,
2007). ZKEELH US 7514017 AT 7 —Fi LA WSS BRI B IEAR R, I & A A HLAE
AHAZ #1R} ) 97 78 UK 1 2 (Bhamidipati MV. Methods and compositions for inhibiting surface
icing. US 7514017, 2009). & [EEH] US 6702953 P4t T — M 7 8 vk J= I I -SRI il 2%
R, ZRBEEAR A VAR R “ B, R R EH 2 oKUK
(Simendinger WH, Miller, SD. Anti-icing composition. US 6702953, 2004). Dow Corning 7 ]
[¥] Sylgard®184 A4 HUREM IR P VE A ZE A ig FIVERT Uk EATRE, B i A R e(A
Y3 FIEE F5E LG R SAURE(B 4150 ) o B0y, FETRESUIN B B AT AZ IR [ A6 A AL
7= i (Alizadeh A, Bahadur V, Shang W, Zhu Y, Buckley D, Dhinojwala A, Sohal M. Influence
of substrate elasticity on droplet impact dynamics. Langmuir, 2013, 29: 4520-4524),

B T AT REAT LB UK, EVE 7 vk LB T RS Ak VKB D i B v 5 L A
RNTIZ R0, BT Aizenberg <5 A 4 A4 78 2 FLAK I (SLIPS) UM . SLIPS
R R MBI, K 5K RS R R T B8 & A VIR B R 3R 2514
T, AR ; TR RO R, DAUE/ ZRTH R i A i S UK B D7) 5 (Miishehenko L,
Hatton B, Bahadur V, Ashley Taylor J, Krupenkin T, Aizenberg J. Design of ice-free

nanostructured surfaces based on repulsion of impacting water droplets. ACS Nano, 2010, 4:

7699-7707). S LH) US 20140147627 Al T —Fifil#& SLIPS K /7, FAHERA
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B A WAL A AR i VRO T B B AE R R T, TR RS e =, 5
MA— A S BR Z AUMEHY G SR RHE AR T2, BRREIUR . A
WG RERSE 7 TR, BRAE S B R LL RO Fi44 B (Aizenberg J, Aizenberg M, Kang
SH, Kim P, Tang KY, Wong TS. Slippery surfaces with high pressure stability, optical
transparency, and self-healing characteristics. US 20140147627, 2014).

ERESWRE - FEKRMmEAE, FHTHAK. BmsE, eI A N .
an, HEEH CN 102205680 B A 7 —MBiEKE s, HAS=R, WERAANE
IR S, R RN RS, SR R R R S G, 2R
A, BFEH], R, BN, BURAEE, Bk, — R UK R K& T CN
102205680 B, 2014),

Z AR R G PR e (POSS )t — KAWL 7 7, b 2 Bl N, \ATH
ROAAPIEER], sy el BLA E A AN E BB POSS 4 1o AN R A LS
WILFN) POSS 73 FOMRRIEBER . DhEEMERT . 9K R A LG 7

WAL POSS IT4FR 5 2 TN S i) 2 50t P E S A CN 101029137 A TR A4 T —
Fiirsa Ak POSS AR R BRI B AL SR I S & T, G WIRA — e gk R, Jf
HA-—2 M (B4R, BRILIK, 08, W4k, w205 — M5 POSS N BREE
T BAL BRI S B H A TV, CN 101029137 A, 2007). HHEEF) CN 101875707 A AAR T
— AL POSS NI IR NRIL R UL S Az 3L i B i 26 5k, s 3l A
KRR EBIGEES A, 8930, 27 —M & POSS INAMGIR FEAL 4 K Hiil % Iy
E5 ikl CN 101875707 A, 20100 .Mabry 55 A Zh & % 7 )\ AT S 3 R U 23k s+
SRCERE S LRSS AL POSS, R I TR IR ARAL POSS & — 2 Ssi K I b Aok
Bl (Mabry JM, Vij A, Iacono ST, Viers BD. Fluorinated polyhedral oligomeric silsesquioxanes
(F-POSS). Angewandte Chemie International Edition, 2008, 47: 4137-4140). Golovin 2§ A1
LRI LEEE POSS Wik 2 BA TR RAT IR HE ) 31 b 5 M ) B8 — RS e 3R, 153
T ORBER /K HL BB #5  f 3 TH (Golovin K, Lee DH, Mabry JM, Tuteja A. Transparent, flexible,
superomniphobic surfaces with ultra-low contact angle hysteresis. Angewandte Chemie
International Edition, 2013, 52: 13007-13011), Meuler £ A% b 38 k25t POSS 43 51 5
Tecnoflon A% i B 58 AR T 44 2 2L WS 7E Asahiklin 3557 IR G FER AR T, 453 8
N VIR B 58 B2 23 73 %L Tecnoflon FRURR KR THI 52R T AL N MG IR QIR TH B 0 T F%, H3LiR4
Jk o 80wt% 2R FIE P ARTIR £ MEF 20wt% LA ZSbedk POSS I, IO B ik 2 B i M iy 5
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K ER/ME, 485008 165kPa Fil 5.6°, K FAL POSS AR T1& MR Z M Bk ERE, 2R
78 VK A A BT 5 (Meuler AJ, Smith JD, Varanasi KK, Mabry JM, McKinley GH, Cohen
RE. Relationships between water wettability and ice adhesion. ACS Applied Materials &
Interfaces, 2010, 2: 3100-3110).

RIAEPAE T IR TN ARSI TT AT Z AL B, 3R 912 2ok
M RS bean, SRR LS A 2 DL S E AR AR ZI 6 3R POSS
(F-POSS-SH) N AZHRH, PAMREMIE A ZEAE, RIADGRE A % . AR &R P b TRk
HEH) F-POSS-SH HIXEMAEHI 4 T XUR WA FR, ki Rl sl 7 e AT R [ 1L,
FREG5 1k C=C Z 18] e MATHR AL, YR AN R B AS IR 7 2AE A3 T AR T R P2 A A

. %1(Gan Y, Jiang X, Yin J. Self-wrinkling patterned surface of photocuring coating induced by
the fluorinated POSS containing thiol groups (F-POSS-SH) as the reactive nanoadditive.
Macromolecules, 2012, 45: 7520-7526). Yagiie 5 A it 10 22 S AHTTBGC VD) 1 77 75 46 XUk
TR AR ) PDMS & 11 TR — J2 8 5 i J2 R I AR T R0 0 4 4 18] %€ (Yagiie JL, Yin J,
Boyce MC, Gleason KK. Design of ordered wrinkled patterns with dynamically tuned properties.
Physics Procedia, 2013, 46: 40-45).

HARXT AL POSS B B LA S AT IR ok i %, {BARR T Be i 4 Ak POSS 15 3t
ATHEA, AERTEOGR E T BN U EEEA W &, JF H, R TE fe A AL POSS i
TR UKHLEEAR S5 RS0 . Ak BTRAR R T e R AL POSS 1E 4 3L 5 | AN B HLAERE
PR, B AT IR R R Y 4 SRR R AR T AR oK R BERE AL e, AR R P AEAE )
IR 73 72 A B S o SE LUK 2 - - ] A 2 3 ) = A, AFR el D ok A b U
JE AT T e T, R TR A NI 2 B &5 B A0 5 ROVICRY B B B2 R FRAIR, B2
PRI KR .

RANAE

AL E HAE T2 — bR AL 2 T AR R A 2 R S G AL POSS) R & A LR 78
UGRIR, AR ZS, Sk, R,

A A T PhRAL 2 T AR SR A RS BE AL POSS)R S A WL SRR, S Tl bR
JNASTIUE 73 5ol 5 A7 ek S BT 55 S i B 1Y) A 20 T IR SR AT R S b Rl A POSS) 5T AL
o R A, IR R SN RS N AL R S o R A 2 T AR SR AT P Ak SR be 5 | AU
DANERR T, (2 HEERMER N OmRR A BERRE, i T CKRIIRES
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FBEHERER RG], A AL POSS fEMRRRIN & 5, JHEASERER I A AR R M
VUPREAR, DA I ) 3% S A T PR ik A9 0 i RO B DI

R A2 AR R AT R R (R AL POSS)YR A WU B B KR 2, PLOIRFE ISR

FENFERRTRL, & AR SES 5 AR NI AR, ARk S B R R AR R R
R AW o TR R PR S S5 R BES /N /K BOK S5 2R AR AR, Mo B4 1
B UK PERE IR i o

JZ.

AT B R PR HOR T S58B4k POSS SR WU RL 2 5 T8 b 78 vk i
FCEH PSS AL Ay Ll (52093 e B 43 L2 A 100% )

AL POSS: 1~25%;

TABRERE: 5~30%;

CIGFEE ARG 10~50%;

f4LF: 0.0001%;

R AT

R AL POSS HIZ T A

A1
A, x RANFA POSS R RN, 2<x<6, H 'H-NMR #1538, R K

-CH>CH,(CF,)yCFs 8(-CH2CH(CH3)COORt, H.1y=3. 5. 789, RsA-CH,CF,CHFCF;,
-CH,CH(CF,)sCHFCF3, -CH,CHa(CF2)sCF5 8i-CH,CH,(CF»);CFs H1 (% — . x tH 'H-NMR
3R], B AL POSS f#) TH-NMR 1% & H-SiH * H 5-0Si(CHs).CHo-H I 2L B
A H FFIEE R 2 AR T VSR, oAk POSS 70 145 R

Eab SRl R Y AW

Hsc—?i—o-Q?i_o)ﬁ(sl,i—o)—sl,i—CHs
q
CH3 CH3 H CH3 ﬁ 2

A, plg=1~5. FEAFHEARN 7184 2000~3000g/mol .
IR 2GS R R R I A N
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A N i
H3;C—8i—0=tSi—OtSi—O—Si—CH,
cI;H3 _(ICH3 t(Hé=C|)‘|iéH3 £ 3

X, m/n=5~10. CFFEERIES LN 73+ &4 25000~30000g/mol .

EdmAL POSS A A HRERT B UKIRE, P Karstedts #4077 sl S AR AL
FA R —

R mA POSS EAHNER EUKiRZ, PSRRI, 2R, =@ PR =&
Te. =S TEER PSR i —Ffr

ERFE A POSS & A A HURER; UK R4 777200 -

¥ Ak POSS 5 & A RIEE . LIRIERREE G AR e IR a1 4y b
B, B R 1~2h A0V RSB IR, B E R (R ARG T, = R
T, BTN 80~120°C HRMEAR th AT Bk 2~4h BRIE, 1530 AL POSS 5 &H HLEERT A vkis
JZ.

WA TR LR AT R . R e e iR el Banss .

X1 B A AN & UG IR BE A AL 2 A SR A R (AL POSS) Uk, TT LR
] Dutkiewicz M, Maciejewski H, Marciniec B, Karasiewicz J. New fluorocarbofunctional
spherosilicates: synthesis and characterization. Organometallics, 2011, 30: 2149-2153 K &1 J5
T2 %% -

PR — 8 R ) — P RE AR R B T T R A I bt 5 2 U E A R B bR T 2 T AR R
B, IMARRNZT, FHRZR, 2K, S5 PR, &Pk S b sl PO SR T
— PR, R 10~50wWt% I, INARE T, FTIOTHEPEHE, 38 N2 "X 30min fR
FTARRPHIZ A A MA Karstedts {165 8 S AR AL FIAE 20~100°C MY 36~72h,
FUHE 98%. o SNAEU, HI IR BEZE IR I A BR IR BV, 193G 2 AR SR A5 ek
Fpt, RlaiL POSS.

Gk B ok RENR DL SRR R SO S T U R

M FH B e DRSO = AT AR s R A SRR R, T S A i S A
B A A S o B R AR A A B A F) JC2000D, Bl A vk SR Y TS A5
BUBEA IR AT o Sul K B AR 2 400, BL 0. 1pL/s FR 38 B2 3% 482 i/
W VR A, B BIVBON i R AR T AT — MR e 51y, I Z OB A BB B i A/ f R
FARE, P 22 BB A i S A

AMUPTOARE A IR o LR 6 X0 i R AT UK BT s FE I i A T

5
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ARSI 104, B TA G L, A TH TH,2H, 2H-4 56 3 55 = S bt AT i K b 38 1
JRI H A0 lom WIBEEEALBCE TURZ R, A 450uL B4k, K 5P EAbim
S=78.5mm?. {EA G FIIBCE AN, JFEA No AP 4ifE. 1% G LL 2°C/min @A
B 22-15°C JRORIR 2h, A B AKAEIR Z RIS UKMAT . BRI e e sl & L,
P SRR SR 2 R M B A KT 2mm, LL0.Smm/s (R [ ATHES), 103 T LR R A
P AL B UK 2R S R KBV 0 F, M KB VIR o = F/S. iyt 2
54 H A Imada ZP-500N, 10 MG ECEIE .

AR H A H S22 7] S-4800 b5 5 b 348 L 1 WA (SEM) AT A SR A K AR A BR 24
] 1) CSPMS500 G 8 Jit ) R At (AFMYAS I J 3 T R 4 B30, b, SEML RO A
¥k 400~5000, AFM JE4THE R0 i .

AR B il % v s h AL POSS IR DL SRR AR i SR R 4 = 984K POSS 1)
SIN AR ESRAE TR REF AR R B PR FE . 10 H, AR W J4k POSS BAT [
VTR, FTLMERASBRAN S SR Y . T34k, FAL POSS & Slbe A i B 11 ARG 2
A2 5| POSS 4y FITB £ R R E %, MRILAERENT L, B#TE Rz
TR, RINZ AL POSS 5 CURSER AT ALAL, 352 & SRR LRI 5
PERUE AL . TR AR ES R IR B e IR AL POSS ¥ H 2R ER, H R8I A I R,
TEHE R WA IR AL POSS BIRZ MBI 74 PURSSIERFREEANF], iz POSS 70 14
SHA NI, WEZ R MANE, S E00 2R Y AN R 7 A2 1) A AR R P
03, EEEAE AR IR AN GO AR A . AN S POSS 4 T AL FG IR EIRBE T ek
FUBERRIRE AL, AR 0K 5 [l AR T R i AR, BUK S iR RSk I 455 00 R R

ARRHPIEEER W T WS ARG, P Ea RA RSN s FEE
TEAEUGE e B B AR 2 P 30 B M A7 78 B TR 5 AR A ) 3R T 2 R PR, KAk S
[Eil (AR SR AR JE T R AR, TR AR /S B K e ey s Js RNk B Ui s o Horhr, BT
P I AUZ AR E5 i, 2RTH 2 P I 34E POSS 7RIl 72 i s 5 Z AR R R B Al
BRI Ak, MTEEE 0 & SR AUt (T AR AU R I 3R 5 T R 1 MU SR A TG, (T XL

TEREISHE DA FE AN AR e, HE M POSS. AR
SR LR IR I AU IRk e DR REIRC B EAT 28 1 o

Meuler %5 A% — R FCK T RE M ZR S0 2 UL KRG P)/POSS B 408 = MK AT IE A1
SRS VA S OKBI OB AT TR, &5 R R KEHOR R IUKBI D) 58 FEAE 165~510kPa 2
7], ZKHEAL AV A 5.6~44.6° (Meuler AJ, Smith JD, Varanasi KK, Mabry JM, McKinley GH,



10

15

20

WO 2016/037403 PCT/CN2014/089720
Cohen RE. Relationships between water wettability and ice adhesion. ACS Applied Materials &
Interfaces, 2010, 2: 3100-3110). SLIPS 3K [ #K B U5 & A K 42 40kPa (Mishchenko L, Hatton
B, Bahadur V, Ashley Taylor J, Krupenkin T, Aizenberg J. Design of ice-free nanostructured
surfaces based on repulsion of impacting water droplets. ACS Nano, 2010, 4: 7699-7707). {EA
KA POSS AT WL BIABARIE 71 FIVERT, AR A R B i # AL POSS S AL
Tk 2B SR S R A it S RO BT D) s o b, KA A ity J I IR &2 20, UKBD)
SRR A 20kPa, 1] LA RT3k Bk = 7 .

PR BB
1. S 1 KRR SEM IR

FAASLHETTR
A ARSI DU A R I O T 5

SEHER 1

(4L POSS F %

¥ 20g — FIERERCIL B AT VA 34g FEENMGIR T —Fr B A = LU,
BN 54g FZRELK 50 wi% RIS, IMANBET, TR BiHE, 38 Ny < 30min BrEAR
2. A M 50ug Karstedts 4L IFE 60°C & LMY 48h. 35 e A5, AT 95 75 1
WITVERR LR BV, AR, PR A 02 T T B2 T8 24h, 13 35AL
POSS, BIPU({3,3,4,4,5,5,6,6,7,7,8,8,8-F — Jl - S B I - 6 £ 56 ) — R ke 55 DU (P
BRI B R A A b, A0

R4 R,

Si—o—si”

7 | o/(|)

o)
Rz o)

4 o—i Si—/R1|
Ry—Si—[-0—Si—_

SiLO—Si<
Rz

(]

Ry

Ry

CH3 CHs
-
Ry=—O0—Si—H = oS 3
1 Re= —0~ /NN ON e OO BN o
Hy | H, F  F R

o}

CH;

CHs H3C
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Q)AL POSS B & HURERE UKIR 2 Bl -

¥ 10g L1732 R M AL POSS & 10g B WIL A 4kt (47 1 &l 2000~2500g/mol,
p/q=1). 10g I ZMGHEMER St (9T &N 25000~28000g/mol, m/n=5) MALHH, ¥
T 70g =5 T REL IR L 30Wt% K, N 100ug Karstedts #EALTR. E = HERE Th, %
R AE YR . B 26mL WK 2 20cm>20em FIRE . FIL FET 1h. BE, %
FEBURNBAE TP AZHE, R N 80°C, AZHAMT AN 3h, R HAL POSS 5HMIAEH
BEA®RE.

TSR KB f it fa o 20, DKBYDIRRIE R 25kPa, /KEAlA R 105°. FIH SEM A
AFM fefe MR 56 A0 1.2um /oAy, FEAEIEELE 1.1pm 245 PR E . 1/ 1 TR 4 1%
WIER SEM J F.

SEHER 2:

(1)# 4k POSS ] 4% -

¥ 20g = FIERERIIE BT FAEE S S 19.6g FRENMERSH T ERIMA =,
BN 356.4g MZRHECHE 10Wt% ¥, IOANBEF, TR HEHE, 38 No /< 30min FREAR
WS BB I S0ug Karstedts #EALFITE 20°C F KA. 72he fF RVEEH,  FI FH 2%
TR TNERR E R, SR, PR 070 B8 T AR h B 4 24h, 13319
1k POSS, BIIY({2,2,3,4,4,4-/5a ] A ZEIAE- P2k 408 — IRRERe E) DU (— P IERERE2E) 78

TR e, HEimh
Ry

Ry—Si—|-0—Ssi—__

o}
° |°
SI_O_SI\R
R} 2
CH3 CH; GCHs
O—Si—H C|H o EZ CF
Ri= —O—Si— R,= Si 3
1 2 _o/ \C/ \C/ \C/ \C/
CHs Hd  He g H, HF

Q)AL POSS 5 474 HLEE B B UK 0 -
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Fi 25g LIRAGRIHHAL POSS &5 25 g SR LSRR S E (4 1 & Jy 2000~2500g/mol,
p/q=1D+ 25g I LIRFERESASE (7 11 25000~28000g/mol, m/n=5) JIAKEM T, #
T 25g G T ARBC R E g TSWI% I, A 100ug FURARRHEALT . BB 1h, #
WEBSHEYPR. B 1ImL $ G R 2 20cm=20cm HIRKE, S FRT 1he BEE, &
TR BA AL, BN 80°C, AR Y 4h, 33 AL POSS ST HUEM
BEERE

PSR 2 KB it JE 2 50, VKB D)/ D 49kPa, /KAl ffi Jy 103°. FIH] SEM Al
AFM fig s WA 2 98 FEAE 600nm ZiAy, ABALIRIEAAE 600nm /oA HIHEAL .

SEHER 3:

()& AL POSS %

¥ 20g — AL BB R AT Ak b 1 31.4g MEE AR T — BB A = R,
HIN 205.6g M ZRTC G 20Wt% SR, IO, TR HHE, 38 Ny < 30min FREAR
TS #E A 50ug Karstedts fEALFIE 30°C F RV 72h, fF R VA, T IR 28
TR TNERR E R, SR, PR 070 B8 T AR h B 4 24h, 13319
1k POSS, RIPU({2,2,3,3,4,4,5,5,6,6,7,7-t —SRPEAIEIRIL- 5L 238 ) — FSLRELEIE) PU(—
BEREE R B R A BT, H A=y

Ry
Rz
Si—o—si”
w4
25
Si—oi—si—R1 |
| Ry Si—|~0——Si~__
o} Ry
|1 °
SI_O_SI\R
R} 2
CHy CHz CH,
! . Hy F» F>
R1=_O_Si_H R»>= O/?l\ /CH\C/O\ ~C< /C\C/C\ CF3
&Hs HaC ) (|3| H, F, F, HF

()AL POSS K& 4A HUIERT 78 vk J2 1K) 2% -

¥ 20 g FIRTF B AL POSS 5 10g Z T LA RSt (43 F & & 2000~2500g/mol,
p/q=1). 40g B FFIL ZMGHERERESE (4 T-E 28 25000~28000g/mol, m/n=5) MIAKEHH, %
T+ 30g = P AREC IR E R TOWt% IR, N 100ug Karstedts #4451 8 7 14 2h, %



WO 2016/037403 PCT/CN2014/089720
WY SEYPR . B 15mL ¥R 2 20em<20em A9E T, =i T RT 1h. G, ¥
FEBURNBEAE TP AZHE, RN 90°C, ZZHRT AN 3h, &R HAL POSS 5HMIAEH
BHEGIRZ.
TR K B At J5 A 4,50, DKBT VIR A 40kPa, /KHefiliffi ol 104°, FIH] SEM A
5 AFM REW LS B S8 AE 900nm /oAy, FEAEIFIER/E 950nm A A7 ARG A .

SEHER 4:
(1)FRAL POSS ] 2% -
¥ 20g — FILREL LB T AR RS 25.5g NGRS M A = 1,
10 I 166g FZRHCHE 30Wt% ¥, IINBET, FTIFRL8H:, 8 No < 30min BREAR T
(K175 5. B NN 50pg Karstedts fEALFITE 40°C F W 72h, Ff SN EEH,  FI Ik He 25188
WITTIERR B BHER, 1S3, FRROE P E B TR A h 251458 24h, 133940
POSS, BI=({3,3,4,4,5,5,6,6,7,7,8,8,8- | = F S LI E- AL 438} — MIERESE ) T (-

77777777777

FRERERL) LR AR, K B RN E A R 1 R

15 *1
fa=x > (=15 PR AL POSS 4 F
T H AL
0.17 Si(CHs), 48H
0.83,1.06 SiMe,CH, 6H
1.22 CH3 9H
2.51 CHCO 3H
4.33 OCH, 6H
4.42 CH; 6H
4.72 SiH 5H

WEERIREAE 0.83 B 1.06 ARFFAEIE [ I B (b 27 A2 4E 4.72 ALK STH H H T 0
20 [RUEARZ EE AR H AN b, BN TS D& A S SiH ZERI AN b, AL ]
BER 8, At EAR PR AL POSS 73 1 )\ TR B & 3 i N800 3, HeAthse
R S = R i
BRI AR

10
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Ry R
1
/si—o—/si/
o o)
Rz 0 o]
\SiLOi—SiL& |
R,—Si—|-0—S§i
o 20/ o TRy
LiLO—S|i/
~

R/ Rz

CHs CH; GHs3
Hz Fa F2
Si CH O o} o} o} CF
— 0 3
o /\C/ D N
CHs Hic H | H, F F R
@]

Ri=—O0—Si—H  R,=

(2)% A POSS B4 HUER KR = 1] 4% -

¥ 9g FIRTF R AL POSS 5 21g A RS S (4 & 2000~2500g/mol,
p/q=1). 30g 3 FIE LMMIEREALE (4 54 25000~28000g/mol, m/n=5) WAL F, &
T 40g — FRFL IR FE R 60Wt% KV, N 100ug SRR AL AP 1h, BWiRE
HEEYR, o B 13mL SR 20em<20cm BRE T, 2R T RT 1h. B, BEER
JRNMEFE TP AZ R, e 100°C, ACHRIS TRy 3h, 3R F A POSS 5 HIAEM KL
HEnE.

TSR KB f it fS o 30, UKBYDIRRIE R 20kPa, /KE:flA K 105°. FH SEM A
AFM BEM WS S8 BAE 1. lum 2247, FEAEREEAE 1. lum 2247 IORE 4

SEHER 5:

(1)# 4k POSS ] 4% -

¥ 20g — FILREGC IR BT B AT R SR b 41 8g ML NG IR - B A = i,
N 92.7g FZRELHE 40Wt% IRV, IONBE-, FTHFRL 3, 38 No < 30 min BREAR
AR FEFE A 50ug Karstedts #EALFITE 50°C KW 72he i SRONETH, T FH IR 25
PRI TR IR A, 2R, AR e A TR A h B T4 24h, 19310
1k POSS, HIPY({3,3,4,4,5,5,6,6,7,7,8,8,9,9,10,10,10- -GBS G R E- 3L 238 — I Lqk

- B e - - e e e

e |\ [@ELE 21 598 Viyi /2 A e ST P R A AR

11
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Ry—Si—|-0—Si~__
1

o
o o
| A | /S
Si O Si
SR
R 2
CHs HaC  CHs

. | H F2  F2 P
R{=—0O—Sj—H Ro= _o/s'\C/CH\C/O\C/C\C/C\C/C\C/C\C/CFS

H Hy Fo B F  F
CHs Hoe 2 g 2 2 2 2 2

(2)3 A POSS B4 HUER UK = 1] 4% -

¥ Sg BRI AL POSS 5 20g B RS S (4 F 8 5 2000~2500g/mol,
p/q=1). 25g I LIAFEREALE (4 &4 25000~28000g/mol, m/n=5) MAFEMF, &
T 50g " HTLEEC IR LA SOWt% VAR, NN 100ug Karstedts AL A HEH: 1h, ¥
VR ABE PR . B 19mL B0 2 20cm<20em SRR, FIR T RT 1h. BEJE, #
FERUBANMEAT HAZHE, e 110°C, ACHRIN TR 2h, 23R POSS 5 HLAE
MEEGRIZ.

AR KB S f5 ok 70, UKEY IR S0kPa, ZKE:flffi 24 105°, FH SEM
AFM BEMS WS 58 B AE 1.3um 2247, FEAERERAE 1.6um 2247 RRE 4 .

SEHER 6:

(1) %4k POSS [l %

¥ 20g = FRERELILEIL R RS S 193g AH TR IFEIMA =, A 39¢
TFRZRBCRE SOWt% IR, IR, ST iR, 8 Ny 7T 30min BRE BRI A
B M 50pg Karstedts AL FITE 60°C N [V 48h, 5 [ 45 oL, ) FH Y Hs 26 TR V) 7 ik Bk
FHRRER, SR, PR IR S A T AT 24h, 133054k POSS, ]
U9({3,3,4,4,5,5,6,6,6- Lo CLpidt } — F FER e I8 ) DU (- B BE e 36 T T S8 A 2P kAU, il
aE W)

12
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R2
/si—o—/si/
o) o)
Ro o} 0
\siLoi—SiLR1 |
R,— Si—|-0—Si
o 20/ o TRy
A Ve
i @] Si
R
R’ 2
HaC
T 3\ Ha Fa

R=—0—Si—H Ro= Si c cC CF3
1 2 _o// \C/ \C/ \C/

CH3 H3C H2 F2 F2

(2) AL POSS B A HUER: 18 vk = 1y il % -

¥ 9g FIRE R H AL POSS 5 9g 5 A AEAREE L (7 T &4 2000~2500g/mol, p/q=1)+
36g ML ZMHIERESE B (4T84 25000~28000g/mol, m/n=5) JIAEEM T, % T S0g =
ST BB ER N Sowt% I, I 100pg Kastedts #EALF. A HERE 2h, W24
PR B 15SmL IR 2 20cm=20cm FEARGERIN, =i N RT the BJE, KEMIA
M ACHE, BB 120°C, ATHEIT IR 2h, AR POSS SHNEME E &
Wz

TR K B A J5 o 5.2°, UKBT VIR 46kPa, /KHefiliffi ol 104°, FH] SEM A
AFM e W82 2 % BEAE 760nm oAy, FEGLIREEAE 750nm A2 A oK BIRE K %

SEHER 7

(1) AL POSS FIHl#%

¥ 20 g — FILREGISL B TE AL P RE R G S 27.2¢ B CELEMA = TUEF, A
188.8g 38U T AT A% 20wWt% RIS, INANWEL T, FTIFREIHEHE, 8 N2 < 30min BREA R
IR BB NN S0ug Karstedts fELFITE 70°C NV 48h. ¢ e 45, I FH o 7%
TRITNERR LR BT, 1SR, FRHIITE RS T P BT B, 1531
Ak POSS, HEIPY({3,3,4,4,5,5,6,6,7,7,8,8,8-+ = F etk ) — M IR A oe k) DU (— A3k rd fe )
EIRAE LG, Ay

13
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Rz—Si—I—O—Si\R
1

o o}
LL__J/
Si O Si
~
R] R2
CH3 HaC

Ro= 02 02 02 CF
—Si 3
|2 2 2 2

Ri=—O0—Si—H - l

CHs Hs;C

(2) FA POSS B A H WU B KR IZ I 4% -

¥ Sg FIR1E IR AL POSS 5 20g 5 RS ESA L (45 + & 4 2000~2500g/mol,
p/q=1). 50g 3 FIE LMmFEREALE (4 54 25000~28000g/mol, m/n=5) MIAFEMF, &
T 25g VUZRIEBC RO R T5wi%o BV, N 100pg SRR AL T . B A HHE 1h, )
EAESRR . B 15mL SR S 20em=20cm B LT, FWR FRT 1h. )5, G
MR EAR P AZ R, BOE i BN 80°C, AZHEIN (BN 4h, e Z3R43 %4k POSS 5 HIAEM KL
JERERT

AR KB i J5 ol 40, UKEYDIERAE N 27kPa, ZKEAff 24 105°, FIH SEM
AFM et WS B W I AR 1.0um oAy, REARIWERAE 1.0pum Aoy BOREA R 5.

SEHER 8:

(1) %4k POSS [l %

¥ 20g — ARG R B RAT PRG35 1g BRGER LA IMA =TS, A
56.3g S THEACHL 40Wt% IV, IIANEEL 1, FTITHEHiRE, 3 No/ < 30min B LA R T
25K . BB M S0ug Karstedts AL FIAE 80°C N B 36h. 5 [ 455, ) s 2514
WITTERR B BHER, 132, PR e B 2 T h B TR B 1335
1k POSS, BRIPY({3,3,4,4,5,5,6,6,7,7,8,8,9,9,10,10,10- LR 28 fr 1} — AR 3y U (— AR
REREED I R AP, KAk

14



10

15

20

WO 2016/037403 PCT/CN2014/089720
Ry

R
Si—O0—8i”
o AL
AN
Si—Oi—Si—R1 |
| R,—Si—[-0—Si—_
0 R4
| ° | °
Sie—0o—si{_
R Rz
T Hot
R{=—O—Sj—H Ha Fa Fo Fo
Ry= Si c C C c CF,
CH3 HSC H2 F2 F2 F2 F2

(2) FA POSS B A H WU B KR IZ I 4% -

¥ 8g Fib1F R m AL POSS 5 12g A RS M (4 F & N 2500~3000g/mol,
p/q=1). 20g I LIAFEREALE (4 &4 28000~30000g/mol, m/n=5) MIALEMF, &
T 60g - FOKHC A E R 40Wt% IR, I 100pg Karstedts AL B8 A B 1h, R
EAESR . B 19mL WHEIR S 20em=20cm B KL, FWR FERT 1h. )5, G
MR EAR TP AZ R, BOE AN 90°C, AZHEIN (828 3h, e 3R13 %40 POSS 5 HIAEM KL
JERERT

AR KB i f5 ol 8°, UKEUDIERAE A 52kPa, ZKE:flffi 4 105°, FH SEM
AFM BeS WS B W FEAE 1 4um fody, REARIWERAE 1.7um Aofx BOREAEI 5.

SEHER 9:

(1) %4k POSS [l %

¥ 20g — BT AR TG R AGE AR SR S 23.6g R TNA IR T — U BR I = i
TN 65.4g — S BEIL K 40Wt% I, IIANRE T, FTIFRE I Hidt, 8 Ny X 30min B 22
WRP IR BB NMA 50ug Karstedts AL FILE 80°C T M 36h. Fr M4, F Ak
Hs 7R T IR B B, SR, PR e S TR TP U TR — B
2354k POSS, B1=({2,2,3,3,4,4,5,5,6,6,7,7-+ BRI IL- PR 258 PRk
T PRSI B TE R AR A, HE5H=h

15
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R4 R,

Si—O—Si/
404
0o

4
2\SiLoT—SiLR1 |
| Ry—$i—|-0—S$i~__

@] 1
° |°
Si—O0—Si
1 I\R
R} 2
CHs CH; CH,
i H, F2  F;
Ry=—0—Si—H R,= Si CH. _O c c o CF
= 3
2 _o/ \C/ \C/ \C/ \C/ \C/ \C/
CH, Hoe  H2 | H, F, F HF
0

(2) FA POSS B A H WU B KR IZ I 4% -
¥ 5g LA RITIEAL POSS 5 5g 5 FIL A A b (4 T 54 2000~2500g/mol, p/q=1)-
5 10g B ZGIEREE RS (4T84 28000~30000g/mol, m/n=5) AL T, % T 80g =
F P RGBT Ol 20wt% HIUS L, NN 100ug Karstedts 465 A HEEE 1h, ¥R L84
FEUR . B 40mL WA A 20cm=20cm BRI, FHE TET the BE, EEMEON
HEAR T AZHE, BB 110°C, AZHEII TR 2h, M43 R4 POSS S HNUEM B B4
Wz
10 TSR R KR i I O 3.5, UKBY VISR RE Dy 35.7kPa, ZK¥EASA Y 104°. FH] SEM
HTAFM GRS WL 223 98 FEAE 800nm /oAy, FHAHIAIEETE 850nm Aoy A4 .

SEHEH] 10:
(DFAL POSS Hhl 4%
15 ¥ 20g R REGCRR B B A A 29.5¢ ARG /N T B R N2,

NN 115.5g FAREC % 30Wt% KIS, IIAET, AT ) ide, 18 No < 30min FrEAR R

A BB M SOUL S BRIEALFIE 80°C I M 12h, F7 S 5T, I s 251

R bR LI B ER, R, fRER R TR D B TR — B, 1939

L POSS, HI7N({2,2,3,4,4,4- 75 ] SRR EE- Ik LR} — FLREREED) — (W BRERTEE)
20 JEERMEPREELS, HEHAHN

16
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Ry—Si—|-0——Si~_

o / o /S TR

| ° | °
SI_O_SI\R
R} 2
CHs CH; GHa
R 0—Si—H C|H o) EZ CF
1= —0—5I— Ro= Si 3
2 _o/ \C/ \C/ \C/ \C/
CHs e P2l H, HF

o}

(2)3 A POSS B4 HUERTEUKIR = 1] 2% -

¥ 2g EIRTF R AL POSS 5 13g A RS M (4F &K 2500~3000g/mol,
p/q=1). 15g I LImFEREALE (4 54 28000~30000g/mol, m/n=5) MIAFEMF, &
T 70g =9 T ARBCRIR L R 30Wt% IV, N 100pg SUEHRRIEAL T, B ABEH: 1h, ¥
RSB IR . R BIREI T VETE 20em<20em A5HR TN, ERTRT 1h. BEG,
W FERMUBN MR PACIG, BOEiEE R 80°C, ACHEHSIAIN 3h, HA&3RIRAL POSS SH HLAE
MEEGRIZ.

AR KB S J5 ok 60, UKBU IR 50kPa, ZKEfilffi 4 103°, FH SEM
AFM 7] LUWEE 3 %5 FEAE 550nm /A7, AR ERAE 580nm Aoy RIRH A I 52 .

SEIH 11:

(1)FAk POSS (¥l £ -

¥ 20g — FEERELE L I RS PRk bE Y 20.9g AR AR LA 23 lE I N S N2
TN 95.4g FZRELA 30Wt% VR, IINHE 1, FTITHEI4ERE, 38 No < 30min [ K F T
M. BN SouL SAARRMEALIAE 80°C N MY 12h, R EEHT, IR 218
THEBREIRE R, SRR, PR YHE RS TR S TR B, 33
POSS, H1({3,3,4,4,5,5,6,6,7,7,8,8,9,9,10,10,10- LA S S TP S - FH L £ 586 ) — FIL ke 56)

- B -t - - e i e

IN(= EERERERE) R SR A ki e, HEi i =

17
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./ Q@ /0O

SI=—0—SI—R, |

| Rp—Si—|-0——Si~_

o} o} Ry
o o

liLO—li/
~
Y Rz

H3C CH3
7 | Hp F2 F2 P
R{=—0O0—S8j—H Ro= —O/SI\C’CH\ /O\C/C\C/C\C/C\C/C\C/CFS

CHs H3C o

(2)3 A POSS B4 HUERTEUKIR = 1] 2% -

¥ Sg BRI AL POSS 5 30g B A A M (4 & 4 2000~2500g/mol,
p/q=3). 35g HFIE LIMIEREALE (4 54 25000~28000g/mol, m/n=8) MIAFEMF,
T 30g = AREL IR 2 TOW% IV, N 100pug SRR . B AEDIFE 1 h, ¥
RSB IR . R BIREI T VETE 20em<20em A5HR TN, ERTRT 1h. BEG,
W FERMUBN MR PACIG, BOEiEE R 80°C, ACHEHSIAIN 3h, HA&3RIRAL POSS SH HLAE
MEEGRIZ.

PRI IR /K B A J5 0 7.2°, UKBYVISRAE A 55kPa, KEMlfM A 105°. FIH SEM #
AFM 1] DUWLSE R 58 FEAE 1.2um 24, FEAEIAIERAE 1.6um 2240 MFE AR % .

SEHERY 12:

(1)# 4k POSS ] 4% -

¥ 20g = FIEREGCIL IR AT LRSS 21.5g BB LM IMAN RN, A
96.8g FAEL A 30Wt% RIS, IINHE T, FTITREDHEHE, 18 N2 < 30min BRZAR R P HA
o BEE N SOuL SRR ALTIAE 80°C T M. 12he R VS5, I I He 25 188 1) 7 32
S TR B, 45 B4 FRRERL P AR B S TR T B TR — B, 143 EI5UL POSS,
il
~({3,3,4,4,5,5,6,6,7,7,8,8,9,9,10,10,11,11,12,12,12- — i "4} — RERER IS

- B e - - - e I -

RGeS A A bE, LAy sh

18
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Ry

R1
Si—O0—58i”
. AL A
AN
Si—Oi—Si—R1 |
| Ry—Si—|-0—Si~_
o) Ry
| ° | °
SI_O_SI\R
R} 1
CHa HsG
o—s—H R Si A N R
R=—O0—Si— 2= i c c. _Cw _Cu _C. _CF
1 _o/ \C/ \C/ \C/ \C/ \C/ \C/ 3
CHs Hic Ho F2 R F R R

(2)3 A POSS B4 HUERTEUKIR = 1] 2% -

¥ 1g IR R H AL POSS 5 6g AR REE L (7 T &4 2500~3000g/mol, p/q=5)+
10g 58 F Ik Z G R e (4 1524 28000~30000g/mol, m/n=10) fI AR, ¥ T 83g
R R 1TwW% R, N 100pg SRR AL . B A BEE 1h, WIS
SEPR . RABIRIITNELE 20em<20em SRR TR, HHE NET 1he B)E, 5K
JNHEAETHAZHR, WEIRAL N 80°C, ATHKIS N 3h, AR HAL POSS AWM K E
HRE

AR /K f it f5 A 12.5°, DKBI VIR E Y 60kPa, /KEAA 4 106°. A H SEM
1 AFM 7] OISR B 55 E 1.6um o4y, #EAERIEEAE 1.9um 2247 RS K 4

SEHERY 13:

(1) %4k POSS [l %

¥ 20g = FIEREGCRL I BAT LRSS 242g B T R LHEMA =R, A
71.6g =S THEBCAL 30Wt% RV, IR, TR, 18 Na X 30min BREAR T
25K . BB M S0ug Karstedts HEALFIAE 90°C N B 36h. 5 [ 455, ) s 251
R bR LI B ER, R, fRER R TR D B TR — B, 1939
1k, POSS, BlF1({3,3,4,4,5,5,6,6,6- Lo Cobidt } — FFERESe ) — (R 3t e 35 L 8 A5 2
TESEbE, LAY
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Ry
/si—o—/si/
o o
Rz o) 0
\Si—/ o— /

TSR |
| Ry—Si—[-0—Si—_

o / o / TR

o o
WA Vg
i @] SI\

R Rz
CHa HaC

S\' gz EZ CF
Ri=—0—Si—H  R,= i 3
1 2 _o// \C/ \C/ \C/

CH3 H3C H2 F2 F2

(2) #AL POSS B A HUER: 18 ki = 1y il 4% -

¥ 6g LRI H) AL POSS 15 12g B FIL A S SE (4 1 &l 2500~3000g/mol,
plq=1). 1lg B OGHIER S (5T 2N 25000~28000g/mol, m/n=5) JIALEHH, ¥
T Tlg “ATHEECHIRE N 29w HIR, N 167ng SAARRALT . B A HHE 1h, R
BHAEEPR. B 10mL ¥ HIER 2 20cm><20cm 4K, FER, SR 600 #/45) i
U o6s, EVBURAHES), FERIH] 3000 B0y g 10s S TR T 1he BEE, KIEH A
M ACHE, BB 100°C, ATHEITE)Y 3h, AR POSS SHNEME &
Wz

TSR KA f it f5 A 50, UKBYVIRRIE N 44kPa, /KEAlA R 104°. FIH SEM A
AFM et WL 3 % FEAE 790nm oAy, AN ERAE 800nm Aoy RURH A I 52

LA B AR B T s B PR RA , ROZ il A, FEA B AR B R R DL T
AT BRI AR T B sl HoA A U R N 5% BE W ANTE B B 1 55 5 O S5 (R A # B0
AR PRI
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B A E K

1. B ARG PR E S AVRED KR, R T, A8 & A
ER A VF

WAL 2 AR A PR 1~25%;

EEBHERS: 5~30%:;

LIGFET RS 10~50%;

AL 0.0001%;

RN

2. ARFEBRNE R 1 Pk 34k 2 TR R PR B A A VU R 2, R EAE
T BAL 2 AR b I 4 i A

XA, 2<x<6, R H-CH,CHx(CF,),CF; 8{-CH,CH(CH;)COOR¢, A y=3. 5. 789, Re Ay
-CH,CF>,CHFCF3, -CH>CH»(CF2)sCHFCF3, -CH2CHa(CF>)sCF3 8{-CH,CH,(CF),CF5 H [1]—F¥;
x H '"H-NMR 73 #7153, B@idEik POSS i) '"H-NMR % & +h-SiH H H 5-0Si(CH:).CH-H
W ZE EPIAS H AR AR AR A T AR AT TR AR, 4 T34k POSS 40 145 R K21 .

3. MRARBORIZER 1 ik AL 2 AR R PR E S A VU KR 2, R EAE
T, BEREREL A A

?Hs ?Hs CH;  CH,
HsC—Si—0 Si—o)-(Si—o Si—CHj
I —él P | )q_ I
CH; CH; H CH,

AH, plg=1~5.
4. ARIEBANESR 1 ik 340 2 AR B A B S A VU B KGR E, AR EAE
T, BEREAELIN £ & A 2000~3000g/mol .
5. WRAEBCHIELK 1 Frid i) b 2 RS A P e E S A WUEBT B KR =, HAREAE
T, ORI G R -
AT A
H3C—Si—O—{Si—O1Si—0O}—Si—CHj
c|;H3 —<ICH3 )%(Hé=0|)'|iéH3
A, m/n=5~10,
6. MARBNZIR 1 Prid sl 2 AR R AP S S AV B UKRE, AR AL
T, SR AL 2R 25000~30000g/mol .

21
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7. WRIEACRIE SR 1 BTk (M98 2 AR AP B S A WU B UK =, HRFETE
T TR Karstedts AT BCRUEAERHEAL T 1 —F

8. MREAURIEEK 1 BTk (K 3k 2 AL R (i B G A WUER B v 2, HRHEAE
T, BTRIWFA R, R, =R, ZEFE. =& 5 bk DU S i —F

9. FRIEARIELR 1 Prid (W 9k 2 I ARC R A A B S A WU DB VKR A R % ik
e

K B2 AR PR ey B AR e . SMERR AT . ARSI 4%— 8
JiE o UL, B BEAE 1~2h (F R 2B PR B — @ SRR B R EGER T, &l
TERT, BEJERN 80~120°C B RMEAN FRAT L 2~4h B, 1921 AL 2 TH AR SR i e 2
HHNAE B R E .

22
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