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El-9-#o]E), U.S. Pat.

HlolEl = Zgjo ~E e} ~Elol#Y 2 (styrenics)

ol
2~ nvlo] 3-111(Disperbyk-111) (BYK-Chemie GmbH, Germany),

[e))]
=

of, N-mlE-N-&# &

T
Joncryl 678)o] 7HAlE Ax £ olad
-] ol 2~E] (phosphorated polyester) T Eg]o ¥

J

A

Corporation)

[0042]



[0043]

[0044]

[0045]

[0046]

orRE 9% WA A @A A e v A S 5 . F83 eSS Al=T7be] Tl 93] US
5,145,684, US 5,679,138, % EP 498,492¢ 7NAI=ATE. =4 A4 wide &, 74 ¢ 8§99 & E7 Hojx
& o dete nd Yy

shtel B-2gd RE-§WE EFSE £4 g EFBIY. AAW £F
94 A

=, Aed g, 29 BEF A2 AL R AR AL 298 AR Y 54 §u9 Baxy
of medh, AduE B-Eg4 nE-guise] WEd d5e () WY 42e, oY 42, pEY dag,
olel2TRy Fme, n-HY FRL, sec-HY BALE, (-HY F2L, ololi-HY FAL, AFY 4L
HEststol =2 fd dngs 22 Fme; (2) OME, WY oY AL % tololdE Lmew g AR
E AR (3) HEDS R B oS AN g o (4) od ohdEelE, og v

e FtRYO|E B Z2FA JtEYo]ESt e o AFH; (5) YA ZFFF, voldEd FF, Effolod

1 ZE)E, a2 22, dEgGEd 2, Zded 22F, 22AE, 2-vE-2 4-gdEclte] &,

1,2,6-8 A0 Egtol & 9 EloFEZy ety €3 (6) ddd FE Ha-vE(EE —odd)dE, tlo

jg2d 2eE Re-vE(EEs -de)dE, 22dd F2E Re-vd(Ee -dd)dy, Edoldd % —g—

Er-vE(EE —de)dE % tolddEd ZFEE tolrd(Ee —dd)dge 22 444 FeFENY #

A AT 42 Ri- B E thol-dd; (7) 2 E, N-vg-2-92gE 2 1, 3-tho]u|g-2-o]w] ] thi= 3} Ztl_
A g SEE; 2 8) tolvd AMIEAlel= 9 HEZDWY HEFH} 2 I3-3F HFES

2

sl

(3

3} TR Abolold AdREL2 H-FA f7] SwiET o9 R &3ttt 7] WA, B3 2
ZAlolobd ¢tRES F& 4zt I7] XS 71 #e A 3712 4A 9gdrt.

old A7} YRS Holx 8557 %7}F 2750nm ulle AR A7E Zhe R JAES AT, dAE] A
ol% 80F-1%7} 100nm 2 E3] 68nm T 36nm " WF 9Jx} FA7)E z2tE Ao] wl$- A At e

BE ASolA steekA ko, HAR, s ?JX}EA Holx 95F-3%7F 5000nm v]gre] YAt A7]E 2= Ao
O Q=
T o

i
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—

[0048]
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Inv-3

Inv-4

Inv-5§
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s==4

Inv-6

Inv-7

Inv-8

[0050]
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[0051]

Inv-9

Inv-10

Inv-11
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[0052]

Inv-12

Inv-13

Inv-14
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[0053]

Inv-15

Inv-16

Inv-17
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[0054]

Inv-18
O'—?i-gz—gz— Ti-o
CBS 3
Inv-19
Inv-20
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[0055]

Inv-21

Inv-22

Inv-23

PEEPEEDE
O—Ti—Ti‘Ti-Ti"? i ‘T:. Lo}

Ph Ph Ph Ph Ph Ph
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[0056]

Inv-24

Inv-25

Inv-26

_29_

5

10-1235780



[0057]
[0058]
[0059]

[0060]

[0061]

[0062]

S=531 10-1235780

Inv-27

Inv-28

AN E
ZZ 2R HEZZREQ ZAJo]ol]o] A%

100ml 37+ S oyl Zgkaze] A wwk w20 1-EFR2uEgd, 0.12g(2moles)  £4

9.13g(62.5mmoles )4-EF L2 X G210 EZ | 2 0g(15mmoles) &Fr)E Effo|E 20| =8 FYsta viA|eto =
20g 1-ER2YUZEAS ALE3te] Zur]E AFErt. EeaTd 2EAG A4k FYHTE K SEVE B
ZA3Qltt. WEES 719 WER AHKHoR A4 wRkshAA ZpEsgith. vk E3RES dF FFA0] e
210CoA LAd w71x] Fap o] =Y A TE. 210CS] 2=eA], REg Wdubgo] =AU digf 225TolA &7
st wh2s) 7hdate] Salel He FAE Arh. whES AL Fek 255CelA fAEE. o AlRF & A
< AR A7 FAHEAL S AAE ANS HAr AHEA wveilth 8heES 100CE W¥AstkaL,
60mle] AL S Hrlsta whgES 208 & wWelvt. FES ofFsta of=nhbd AFAAE T3 FIY
= o

2 -
au7lelA Atdstes PAA AABe Ssgn. o 14
z )

AAES 50nLe) ALAo = AHET 100mLe] oFAE
o= AAHIUY. ARES HExd Aot @& Moz Ha wWdv. FIE AAE 250mL HFEERS
ﬂoﬂ F3, 50mLe] 5% A NaOHE #7bsla 328 208 FoF w7 oz wukegv. &84 A5E

sy Zur)e 8. FHE BAEES 50nLe] oAEC R AAHSAL 50mLe] B 1= (ligroin) &2 A3
6}1 Ba Zurlos Axedrt. AES thA] 250mL AH2EEka=dd ¥ 50mLe) 5% 454 NH,OHE 7t
ahgitt. o] A= &H3] ¥ F&EEUH, S AT T dAA 9 AR gAdE] v FEE EAEa wyko]
IAE 4H3] F&3A R dx BES F35Y Z2dr)d 0. ARES &ds] FAort. H
H nAS 50mLe EFHF, 100l oM Eo R MHsta, 208 T B35y Zur)dA Azt 250mL Az
ZgtaFo &3 F, 100mLe] olHES 7SIt ERES A olA wukslHA 71dsglal, 158 Bt
7vEEElaL, A AH R xvHbd ARHE T AT, AFAES w9 E Ao A e 158
For B3y Zur)o Azsta WA 60T Hg S EAM Az, Le A Baol =dE T

[e} R4
ER229F0gF HEGESFoREITEZA}ololdo] Fae 9 .3g(14.3mmoles, 95.9% &)k, &84 >310C.
3-

ol S olcio) &2 Mg Inv-l, HA[HESEFe R I GRS R | ]-1, 1,3,
T R ERES

100mL - ot vbE Fehksa &0 5.4g(8.3mmoles) FREAF O HEZSEFFOZA olold | 35mL dEH
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[0063]

[0064]

[0065]

[0066]

[0067]

[0068]

[0069]

==0dl 10-1235780

0|ﬂ

1.9g(8.5mmoles)tholdd A HRIttol && SAHE Yk, Fekxae A4 wwk BdjE 93, 35719 A
FAVE FAFEAY. ZEPAAE 130CE o9e od vpxd E9th BHeES 3t
7tgetitt. ERE2EFr g HEGEFLEZGRAPololU S 7§ FEde FiEAow &iEE ZAoE W
Aok, B gk & wbES e Ao r FEAStL AfEA wwetitt. EetaaE oY viaERE A
Zska, oigf 100CE YZ4sta 584 AAES o=t AAR(XE S8 F54 Zwr|e] FH3ATH(EAE
*‘EHOM A7), FHE AN AHES AFRAe] vl Ee HAA wi7bA] 4 x 50mL PR A S 100mL
ol E P 25mL B1ESQl P9S0LE AHGTE. BAAES 1AZF B9t F5Y ZAur] AelA dx3ka 60 coﬂxi
A7 Bt {% QB A3 T. Ee A AAHE] FA= 6.4g(3.9mmoles, ©]EX2] 94.3%) 0]},
12 79 2% A8E vepdth. #AA *£*é%~
& SRt A 126nL tho|HEEFofulol =R HHElE RHEIT. B84 A
2354 2w FH3AT. =4S DF <88 AAZ 3 W aE3sidn. F
ol A =skar, 50mLe] ofME 25mLel =12 <Ql P9S0C.E AMF S, 110TolA W
2ol =¥ Inv-19 $FS 4.92(2.99mmoles, ©]EX¢] 72.2%)0°]
A8tAaL, 2.2% DMF(0.5mol 2] DMF/ZE9] mol)E ©A 3t tt.

4 BAEEA AAAG

e & 2o =3 TgEAlolold ¢EEE EYHoR PR e €4
d gLt ez 1055 vivhE 9T 5 k. old MRS & wgol EdEn. old &% s
o dumHon BAA Ax i Aol 48 FA @t

trol Al Y e olrfo] e AR&Sh=  Inv-1, H]=[HESEFFeZIE Aot bR ]-1, 1,3, 3-H E e} d-
1,5-rjo] A le] A A=

250mL ©LF S ulE Zekaa Lo 70nl F Y, 100l 7, 8.4g(13mmoles) FRZUFF HEJEFEL
ZA}olopd @ 3. 54g(ldmoles) o] F R A LS %Htﬂi WAvk, EehkaFel AA wnk wE ¥, §57)
oF A FY7IE AEEIdrE. 5413 ot BFStHAA o uhzelA ThEEgith. tholE 2 2 rtol | A # <l
H7be g Hd Aol AT HP~%~ AA WS S H-HA NxE HArk. FFEHA 54 £
HadE oY MEERH AL 307 3k Aol wwkst %Ao}ﬁﬂr XE‘" A B84 AHES 9
Z=RH54 A E B3 FE @M ol #@ﬂiﬁ <
500mL AFZFEER~AE $FHI 200mL oM ES Qk
FFAI Fo, EFES Ao R Y7sta %
©

=
o A AdES WA 7] AR 5 3ART

O_A., —r—‘
ol
=
3
L
(ot
0(1

h=]
QBN ﬁié}&’iﬂr. FHE YAES THL
A d Anvil), ZHZ F27](MALDI-TOF), ¥=}
1 Ao o3k AAE HAFeE B8 e AAHES AAStE Ad gk AdE e
ok
=

oy HEGER ORIl S| EEAATHE HEGZF O 2Tz olol]

[nv=9, 1,4-W] [ E2FE 7.0 2 T &2 Aol ohel SR ] S A]-1, I-tho I E A &l 8] A%
whe

100mL. ©LF+ T
1.72g(7.6mmoles), 1,4-H]2(3fo]=FA|t}o]

e
k)
[
o

B
2

4.7¢(7.2moles) SR ZLF1)E  HEZHEF L ZAPo]old
)

2
i)
©

Al 2 3ol FEdES SANE WA ka2
gk g ga, §57)9 A4 FYUIE AT FaaE 130T dqdd od vpzo] vk whg
25 wnbela yhA ghietdA stdsiolth. EEkaaE 29 uaRRE AASa v 50TCE We
e 40nL oPAES FH7Fela E3FES 168 b A2oA uksigltt. 284 AAES FE5Y ZujrldA
Aakadal oplEo g AlAETH. W AEA-HAN AAEES] ugA 3] dxd FFS 4.6g01U0E WAA
A EE 250mL ’%Z}%E‘riioﬂ Qa fre whh BiE Eegth. Zekao] 150nLe] obAlES Wrbeta 29
B 308 Hob dut AolA A wwksldA 3R 2nE stdegith. BeA AAES v oA E B
3 -5y Zujr]el ?é’é}"it} BRES 5Y ¢ 50CE Mg QEoA dxsdet. #3889 A4 28 A4
& Inv-99 $FS 4.52g(3. Immoles, ©] 229 86.1%)°|ATt. AAES A BA7|(MALDD 2 54 #4319
b o]EA]: m/z 1446.3; A m/z 1446.3. AFELS 2o Fo nirE FREAFUE HEHGEFLET
erEAafolobd g E et
7Y d2 AA H F)

T daERI=E vy B4
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[0070]
[0071]
[0072]
[0073]
[0074]

[0075]

[0076]

[0077]

[0078]

[0079]

[0080]

[0081]

SEE4d 10-1235780
1lg Sr2(AA HAZn} 28U Y (tekmar grinder)® 5% B9 74 AYsT});
7.5¢ 10% =4 ZF N-dEd-N-2d oY EFp-do)E g,
6.5g =T

70g 0.2mm A& AE2FF AgAE Aty H=E Al&do] A Z23FaL;

I Fol & Yzt o = 24412 < 2100rpmoll A HH skSlth

Uy &, BAE AR 2F fE2 Z2uriE B8 =25 23 97 W(nalgene bottle) 202 oisie] U
A2 5E Bt BAHAel S ZIEsY. 7 BibAlY A AVE JdEEA7](Microtrac
Ultrafine Particle Analyzer)& AF&stod AT, HolHE Fooet & WAooz 7539t A5 S58&
(mass absorptivities)S JFo 7} EAMAY &S Axlst=dl AHEsIR 3 wea] ZE AL 4=

ef sdg AeE A slolnt.

T4 A AAE Us AREY TS etk U ael=(28%), =YAE.5%), dEd SEE
(4.5%), AW I E wetmada 224(0.9%), Z3]9-der A (1.2%), A3 =(Surfynol) 465 AAE
XA (Air Products, Allentown, Pennsylvania, USA)(0.75%), =ZEZHA *V{QQ— A2 A (kordek industrial
biocide)(Rohm and Haas, Philadelphia, Pennsylvania, USA)(0.02%), Ez}o]olet20}71(0.05%) 2 = (50%) S
ZgtelGitt. JAE 5 A4 wnk goiR adkekgic).

HALE fleiA, 0.5mLe] Y& AET JAA el mFEAT : S
Aol d HAxoA FZER Az, Hugd Z'ES TYE 5 e FE ZEERAlojold HEFA 4
(Control-1)& A =3}A L Comp-1(H] A (ZEREALo]etd AT wu| ) | E gt g dt)o] A =49l

Aol B3} x] e Inv-19] FAMRZ Ax3 JA2 A=zsGT. s ZHE AFS ~HAEY Bz
X kA AALE 98 Aeed. Z mye ~HNEHS Tolela ~HNERE N BEFFEA(Greytag
Spectrolino spectrophotometer)& AF&3sto] SAsIAT. 2HEH Ho|H= 7|He F54ol vl F4s3x 1)

|
nE Yaf 1.09 2rz2 FF3siet. A9ES = 1o =AIE I Inv-10] F3 ¢k8 A= (Control-1)o] H]3)
M A g JEA AxE 7R B48H R @2 FARIA Comp-13 FAFsthE A& YER AT

2k 0.5 91 AALES 471¢] S 2&E Hol=(ozone fade) P HID(ZZ= 34 dlo]= HAS 98 2+
Yo gRE A, F Agoll, dHol=e 1,09 YRRy WESE 42 AMsth. o5 Dning uwt
g 47) HAZ X-2ho]E WA ENE (X-Rite densitometer)old i A& 3AFAS dlolEe] AX ]ﬁr/}
o] g}olo i—,—Eﬂ 1.09] 9=2 AT F ¥ I3 T9(ink coverage)S AAETt. 2L 37 S

& Ee aZE QHAHID) =g F gl dAsgla MkEe 1.0 BEE Aests A 7l Wl 741&}
At W= Aol 102 FE WEE Holuglth. Aib= i 1o Z=AIHAL Comp-lo] Hle) @& 51 ulel] tigh

# 1
W o o= Folu A}

= 15 4ppm 2<F 4ppm 35 4ppm 4+ 8+

E & E HID HID

Control-1 5% 7% 9% 2% 1%

Comp-1 38% 54% 61% 8% 10%

[nv-1 29% 43% 52% 6% 9%

77l FHE £ YEEF AA A 1):

Ao Ar B TRRlE WXAE 713 1L zEH Qe WA A vk, 229 2EE ReddE 9
E] oA Elo] E(PGMEA) &} Alo] RS =07 o]?OPﬂ 244g°] 1:1(w/w) &v] &3S 11.25g9 FAkAl E2H
EE2d 2 410003 A FdEH Y. O™ Fol, 4% JFEZetr 7]A] u¥k7](Caframo mechanical stirrer)<}
AAHE 50mm AEe & 2" D EYo]=(tool steel D blade)E &vj <o @Ith. 500rpmel]l A nlykabH A |

45g9] Inv-1S H7lsla 600ge] 0.2mm AZAEHAZ3E A A E Eﬂ wjd)g HUbskeh. 42 BAHAE
18h A1 7+@1600rpme.2 A ZFels &3 £x= Ax) %7}47,;3;&1 AR, 6A1%F B¢k 2800rpmoE



[0082]

[0083]

[0084]

[0085]

[0086]

S=50ol 10-1235780

(ramping)Al713L, 18A1ZF E9F 2800rpm o2 §2|8}3 5A7+@ 3000rpm o2 whE-g] 3}
IHE B8 ofe ool ofd) U wiRERE e & skl

i&
jl
e
>
2,

r
N~}
(e
o
=
©

Lo

Hlale]] B: AE-2 A7|gh 2 £33 e} Inv-12 FAgE E3MH A @2 7IE AR B A(ZEEAIMY &+
) Eeprdte] A= A9 (Comp-1) .2 tlA i A 2hskE 1600rpm £33 HEE 2247t02 Z7kA7]a
2800rpmll A 18417F £33 2 3000rpnel A HE 5A7F £F A 647 AL vhA S At

Aol AGE 2H) B B(Rae)ol Wik 54 A7) olate] 4 %(F-IHelA)e
T 3 20 EAEG. = 2 B% o) vholAmuE o] =] Y EE E"]?I‘}DP.

*x 2
7] olte] A4 %

nm AAld A Hlud B
6540 100.0 100.0
5500 99.3 99.9
4620 95.4 97.3
3890 91.1 91.4
3270 88.6 83.8
2750 87.4 76.5
2310 86.6 69.8
1940 85.8 63.4
1640 85.2 56.8
1380 84.6 50.0
1160 0.0 43.4
970 0.0 37.8
820 0.0 33.7
690 0.0 31.0
580 0.0 29.4
490 0.0 28.4
410 0.0 27.7
340 0.0 27.1
290 0.0 0.0

240 0.0 0.0

200 0.0 0.0

170 0.0 0.0

140 0.0 0.0

120 0.0 0.0

100 0.0 0.0

36 0.0 26.8
72 0.0 26.0
68 84.0 24.9
51 83.4 23.4
43 82.6 21.5
36 81.4 19.3
30 79.6 16.9
26 76.8 14.3
22 72.4 11.5
18 65.3 8.6

15 53.5 5.7

13 33.8 2.7

—
—
[\
o |
(e}
(e}

©
(e}
(e}
(e}
(e}

77 s &y AA A 2):

AAe) € EWE ALY PAAE AR AL 2EQlE x9S AR wgRe], 7.5g0] BAA Ee] )
wpo] 21113} 2l Fo2 Buwo|d ofE opdelo]Esh Aol FRAAECR o] o7l 129g2] 1:1(w/w) &)
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[0087]

[0088]

S=50dl 10-1235780

ZgES QY. 29 Fo, & JZE R 7)A wHb7](Caframo mechanical stirrer)QF 92 50mm A &9
E 28 D SYo]=2 &uj £o] YAk, 500rpmoll A nwFEFAA | 13.5g9] Inv-1S H7Fskar 150ge] 50 wlol=
2 Zgagold 98 wiAS HUbskth. EAAE 17h A1 7F@1600rpm, 3hAl 7F@2200rpm, 2hA) ZFH@2400rpm 2

4hA1ZE@2500rpms ARE-Ete] B SR8 Ak ST eERA dHeglt. #4 Etst Afold 7] (dynamic

light scattering sizing technique)S AF&3le] Yndat HAS 3l 3 & Uy S Fd3dct.

Hlale] D AFE Al Coll A gz 3’3P9i_‘lur Inv-1& 71% A5 B A(ZERAPPY S-S ) HE
g dtie] A E5 A% (Comp-1) 2.2 tiAlsta BH FAHS UYx=dak Ao BXAFHA &2 F A% th. 2500rpm
oA &3 25he = Frhednt

19 olgl H 9a 27] BEE E sol SAHG(AAE € R D) Wa. old AsEe ¥ vyl dns
I disl | 2t o gddd YA A7 XS EHEA EAET

=g
E9]
9 JEFPIE UWIS ABER
1.0 T T T
0.8 CONTROL-1
0.6
E+E
0.4
0.2
0.0
400 450 500 550 600 650 700 750
I+ ={(nm)
EH2
A 3D 2%
35
| ] —— HiWol B
0 !\ —=— aAl0 A ]
25 !
20
|
15 l \
10 '
5
0-
0.001 0.01 0.1 1 10
um
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k1
g
W

gx 37 22

25 n

—— Hlol D
—a— &LAOI C

) '
% 15

/x
/1

\
\

10 ’
5

0.001 0.01 0.1
um
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