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e A & ol &

=]

oF 10L ¥

oF 3L WA

p
o

o) do
i 3

- ]

o] ol

[0069]

B

AzAY, HAY

il

e
oj

H
ajo
o
-

)

H

nE

. 94921505.7 ©l

EECEES
478 5

[0070]
[0071]

H7HA

]

X

o

SRERN

7
7} 3 AlIzk

=

3L

=
T

223.0 g 2Ed 2A=E 90 &

o|ojAl, 179.7 g
140C A

o

=g
==

1.0 ¢ ZF tert.-FEdo]
3t

=

=

)

ul
aoteh.

o

140C 7kA 714

iz,

171 ekl 7k AR H A

°©

Ar2 3 3 AHA

I;‘jl—

Aldol A,
AA 1: 1 2 ZYA- + 3 2 Bu0 + 3 2 PO, o}

3.5 L LEZFo|B oA, 95.0 g SEAH

a) 1 2 ZAd +3 B0 +3 2P0

[0072]

Bu0 Heul A=
PO ZEIA SA=

A o

Al
=
=

=

[0073]
[0074]
[0075]
[0076]
[0077]
[0078]
[0079]
[0080]

p

ol

S 1200 mL THF % 1500 g ¢tE Yo}

3kar, 100T oAl 2 At

7}&

3|

S
=4

=

=

tell A &

9

v A

=
bl

saic.

=319 (490.0 g, S| ==A]7): 314.5 mgKOH/g).

A 7

=
=

gl

=

stol, &

200 mL <] EP0696572B1 o 7)A1%l LA

, ot

ntad|gs AgAlo]E (Macrosorb MP5plus, Ineos Silicas Ltd.)
b) 1 & ZYAE + 3 2 Bu0 + 3 = PO, o}
9 L LEZHolH oA, 350 mL ¢ Ao 1-a ol

=
=,

[0081]
[0082]
[0083]

il
el

, SEZY

|

—_
o

‘Wo
£}

A
il

-

S EZ{o]

3x3 mm A FE Ao}

L
L



[0084]
[0085]
[0086]

[0087]

[0088]
[0089]

[0090]

[0091]
[0092]

[0093]

[0094]

[0095]
[0096]

[0097]

ZIHSdl 10-2016-0048128

A FSh & HA43 | SHolBE YA ¥ HFT AA
=S A%, oJ#sta, e dRUYelE HiEsta, A FRU|dA 2EEste] AT ofvl 8 A
A8kt Z 350-400 g 9] A3t AFe] oH ol EFES 3|43 ole] &4 = %19
A A= o]tk

I 1. AAICHT O OIEI20tD B4 2t

E E 2 Xt Y 3 XH|3X OfRIDF |BICEADL [01DSE 1 &t oral

OHaI D} OFMIE B DHs 20t | 0FRI Ot

mg KOH/g | mg KOH/g mg KOH/g mg KOH/g |mg KOH/g | % £ 012 F %

352.30 357.43 3.43 0.75 5.88 98.77 99.03

AAd 2: 1 5 244 +3 & PO+ 3 & Bu0, ofwistel A

a) 1 & ZYAE +3 & PO+ 3 & Bud

3.5 L SEZFYo]H oA, 88.1 g ZYAH L 0.9 ¢ ZF tert.-FEUES &3}, QEFYo|H
2 Axrz o3 a n]xgs}z 140°C 77}%] 71kt 166.6 ¢ Z2HA SA=Z 1 AZF Wl H7Heksd

FAul 9 ls #5383 (410.0 g, S| =FA17F: 336.5 mgKOH/g).

b) 1 2 ZYAH +3 8 PO+ 3 2 B, ofvsa A

o
o ololA, 206.8 g HEU SA=
z
A=)

. H =
£RBE A4S o8ad AEUaE, ALY AVEE AF 0T A8
rb

MP5plus & H7FsFal, 100C oA 2 AlZF &< mukslal, oislo], FHulE A AT

s
AES 40T oA F7F 3 A1 ¢ TS AT 3t

AA B 4.4 g

9L LEZHe|R YoM, 350 nL & AAld 2-a <A 54 Egl& £3E, 1200 oL THF 2 1500 ¢ X Yo}

5, 200 mL & EP0696572B1 o 71AlE A ZFul EA slol|A £33}, y#A, IgE Fg, Eed

4 A2F3FE sl Sule 3x3 mm A eI}, SEFYo|BE FAiAE HAHSL, LEFHIHE

Adstoam e ANEUG.  wg FFEL 205C oA 15 A7 Fok Adetn, A4 94 ol

G B¢t 42 HATgoRHN F AHES 280 bar B FAA L. LEZHEE YAAND F, HFT A

55 FHstL, oFstar, #Fe] Ry olE wiEsta, A VA 2EZEst] AF ofwl 2 & A

AsGrk.  F 300-350 g o A% A el=olnl EFES ARt ol R4 A & 2 o

AA ] ek

I 2. AA0 2 2 OlEi20t8l 24 21

E E 2 X ¥ 3 XH{3XOILTL |BIEEAI |0oRISIE 1 Xt 02l

OFRIDt OLMIE 8ot E0H] 021D}

mg KOH/g | mg KOH/g mg KOH/g mg KOH/g |mg KOH/g | % E02U E%

373.88 377.50 1.33 0.66 4.28 99.21 99.64

AAd 3: 1 & ZAE + 6 2 Buo, otvlstd A

a) 1 5 A9 + 6 & Bu

3.5 L QEZHolB YelA, 103.4 g FHAH Z 1.2 g ZF tert.-FHHES &3}, S EZYo)

BE AaR 3 3 wAsta, 40T 7 Zhdsiaid 485.5 g HEU SA=Z 2 A Wel| H7bekel
WSe FAAIY) Sske], EFEL 0T oA F7b 7 AzF Beb FubgAR s EPES das

o]835te] ~EgFsla, 3t FFES FF 3 80T oA AAS AT, 5.9 g Macrosorb MP5plus & #7}

3}aL, 100C

oA 2 /\]7& ol wukslar, ojulslel, ZwjE AAGYL.
=R

A7} 285.0 mgKOH/g) .

9 L LEZ#HoHE oA, 500 ¢ ¢ AAd 3-a A FEH EFL EIE,
R UolE, 200 mL 2] EP0696572B1 o 71AE 3a] vl &4 stollA E38F3iT).
grud 9 M235S FFste Svles 3x3 mm A e A SEZYEE

_10_
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[0098]
[0099]
[0100]

[0101]

[0102]
[0103]

[0104]

[0105]
[0106]

[0107]

[0108]

[0109]
[0110]

[0111]

ZIHSd 10-2016-0048128

=a AASA.

o A= et

I 3. A3 O OIEI20HYl B4 2

ES = 2 X 2 3 XH|3XOIBIDH [BIEEAI (OIS 1 Xt Ot

O8I} OtMIE 8ot 801 | Ot2ID}

mg KOH/g | mg KOH/g mg KOH/g mg KOH/g |mg KOH/g | % E0 =%

318.30 327.30 1.54 0.22 14,22 95.66 99.51

AN 4: 1 2 ZFAR +4.2 2P0+ 1.8 2 Bu0, o}vlzd A

a) 1 & 28449 + 2P0+ 1.8 ¥ Bud

3.5 L QLEFYoo]H oA, 88.9 g FYAH L 0.9 ¢ ZF tert.-FEUES &3}, QEFYooln

S 242 3 3 HAsta, 140TC 74 7FEEkqiTt. 235.4 g TRIA ZAI=Z 1.5 AZF Wl A7k,
Z3HES 140T oA 3 A3 HoF F-ukS A A Y. olojA, 125.2 g FE#A KA =E B35t 1 A7F U

o A7}tk S-S ZAA 7] 95le], TIFES 140T oA 37} 5 A7F BoF T-ukS AT} El3

T EFES AAE olgdd x=ELHFS, WY IJFES AT 3 80T oA AAS A 4.7 g

Macrosorb MP5plus & H7}8lar, 100TC oA 2 A7t E<F wubslar, oJ3dte], ZwE A A8 tt.

gl 09S FEYT (470.0 g, 3 E=A17}F: 312.1 mgkOH/g).

b) 1 2 ZFAA +4.2 PO+ 1.8 & Buo, o¥lsla A

9L SEZHolB oA, 350 nL & AAd 4-a A 59 EglL EILE 1200 al THF 2 1500 g <= o}

2, 200 nL 9] EP0696572B1 o 7]Al® LA Zuj FA) stolA Zataict. uA, sie, g, Zgud

9 ANz3gs §Hste Fule 3x3 m AA FeE A LEZHNEE 42 HAS A, SEZHHE

7hEsto 2 Hk-3S AT g Z3ES 205C oA 156 Azt &<t wykslar, Ax A ofbvish

WA B9 545 HAZoZH F E S 280 bar = FAA AT LEZYRE WAA &, HFT A

=S 48, Oﬂﬂé}ﬂ o] FRUolE wiEstal, 3|2 FHvIA 2~EEEte] Ag oyl 2 S A

VR e % 350-400 g o A%t MG oy Zolyl E3ES 3|4l ole] B4 ZHyl= E 4 9

A =] Q).

H 4. AAICH4 S OIEI200! B4 2

E e 2 X 2 3 X3 X ot2IDL |BIEEAD |OIRIGSE 1 Xt otgl

0te1 2t OLHIE 31 oHS 21| 012l 3t

mg KOH/g | mg KOH/g mg KOH/g mg KOH/g |mg KOH/g |% E 0 E%

343.96 347.12 3.26 0.76 3.92 99.31 99.05

AAe] 5 (Blof): 1 & SYYAA + 6 & PO, ofvlstd A

a) 1 & ZYA™ + 6 & PO

2L SEZHo|B oAl 276.3 g ZEAHH E 2.6 g ZF tert.-FEHOES E3&19T}. SEZYoln

2 Ax=z 3 3 HAsI, 140C 74% 7rgsiqct. 1044.0 g Z2FA SA=E 10 A|7F W H7Fshglct.
EFES 140T A 9.5 AR FF F-ubEAIZIH e EREs ALS ot A2EPeta, AT

A FgtE dE dF 80T oA A AT L. 21.1 g Macrosorb MP5plus & #7}3}ar, 100C oA 2 A+ &

ot myksta, Ayete], EulE A AT

A 098 FEF9T (1300.0 g, 3| E==A17}F: 320.2 mgKOH/g) .
E2l

b) 1 & YA + 6 & PO, olvistd

S

9L LEZHoIH UdA], 750 nL 2 HAld] 5-a oA F53% Z2]& E3E, 1000 mL THF 2 1500 ¢ F=Yo}
2200 mL 9] EP0696572B1 o] 71Al® A Zu| &4 solA] Tt yA, zwte g, EgBd

_11_



[0112]
[0113]

[0114]

[0115]

[0116]

[0117]

[0118]

[0119]

ZIHSd 10-2016-0048128

2 AN2FF5S dFste Fole 3x3 mm ZA FeEAo, SESY|NE FAE A, LEFHEE
7tdsto = WS AT g E3HES 205°C oA 15 AZF &<k wwRkstal, WA LA olwst
A et FAE HAAFoEZN F HEE 250 bar E FAAIZT LESYo|BE YA ¥, HAE A4
& A8, Ayeta, B gRUolE wiEsta, 3)dA Sl 2EFEst] AR ofwl 2 5 A
A3t 720 g o] A%t AAte] e Eotdl E}ES It olo] BA A= {5 o A FH]
ATt

Z5,

] & 2 X % 3 XH[3XOot2IDL{BIESEAIL |Ot2I3lE 1 X} otg!

OF2IJt OtHIE St ot 20t | ORIt

mg KOH/g | mg KOH/g mg KOH/g mg KOH/g | mg KOH/g [ % E 02 =%

368.70 380.00 2.85 0.00 11.30 97.03 99.23

AEE AANA 9 AR =AY §=

2 A, #JA AW, AR AW, #Hold 715 F oA (Anchor) WEE F3F A4 dAdHe] 4§ 45 4
2S Warwick Equest Ltd. AbellAd F+Y43}ar, o] Ak 492 AHE7] (Miele Waschmaschine Softronic W
2241) oA, 714 flo] (18 T oA Alg) 59 g Ato]E & Ad, 2 1.25 g 9 dEZol HIkAl 2 o]
Z Ak

el
2olrlel H7F F pHl & AxAsty] A ofgbe] ARk o H= vek 75 g o AAl AlAl 2=AE LAL (F 8)

=

=5 59 A= 2.5 mM (Ca Mg = 3:1 o]9e) o], e P
Aol e A% 747bel oqlol mE Le, ar 2 br e FESRT. Lr, ar D br goRRE, 2]
T=& AEshlt
ABo2RE A& AAE a}7]9} o] etk
Oé% Zﬂ}] X]E (SRI) = (AEi“itial AEwashcd) * 100 / AEinitial
ABinitia = A8 A 5 5
AEwashcd = H]E}‘ %51 OE‘]:_‘?'T _”:_‘f_
7ol A5 el tske] 6 3] ukE AJREkgiT k7)o AANE ke Ht gholtt. Nz mzo NS
}8'9] 7]%*91 ool:oﬂ _H%:}E} /H]E_}- ﬁ }g—ﬁ_g] Oé% fl:% (AEinitial) ’8‘ “\_—',:_‘_—17_.7 /H]E_}‘ jﬂrxé]oﬂ}\i OE‘]—E—O]
AR, AE F A2 F2L B} (AEuma). Aol Brh B AADFE, AR S B SolA 1
ABiiia ol Tk Zpoli= Hth AA Ho|t), ek, A5 AA ANEY #e A Aol SIS Fr)e

o}

_12_



[0120]

[0121]

[0122]

[0123]

[0124]

[0125]

[0126]

[0127]

[0128]

[0129]

[0130]

[0131]

ZIHSdl 10-2016-0048128

H 8 MAN AM =4E LAI

WH HH ESHE A1 S 48 =2%
o2 WA £ZYOIE] 7.50%
AE3S 2 2.60%
AEQ® 0.40%
NI 45-7 % 4.40%
ANEZa 3.20%
C1218 Xt 3.10%
SRS =& ° 0.50%
azo|24 20H° 1.00%
ErEEENEENENM 1.51%
T26I0HK ° 0.89%
N 0.21%
2H0IEN T 0.28%
ET 0.09%
204 7.35%
ANBLIER 3.70%
EEIEEF] 1.54%
2 E3M, PESH UMK 8%

" Stepan, Northfield Illinois, USA AlollA] QA4-aF,

=X oE

=l

AWE g4z do] C11-C12 & zt= A3 dAuAl

ARSS = Stepan, Northfield, Illinois, USA AtollA 4573k, C12-15 &4 o EA] (3) <H ol EY]

ntsman, Salt Lake City, Utah, USA A}ollAl 45=3gt, H o EAsE 9 & zH= (12-14 &3 & o

* AE9 = Hu
o=

E47

YNI 457 & Huntsman, Salt Lake City, Utah, USA AlollA 43t A o EAI}LE 7 & 24 Cl14-156 &2 E
dEA o] EY

5

WY TAEE FEGAE Bel9U SAE T4 2 Bae] Bejuld opdElolE 4% st Eeluld oA
HolE Zdxed Zelodd SA= FERAY.  Eelgd SAS T4 RAFe o 6000 o), F
AGW A= o Beuld olalol=e] FFulE of 40 WA 60 o3, 50 e AL SAS wH F 1)
ot =y AHE 7M.

3l7] AWk 22 zh= 3gkE: H] 2 ((C2H50) (C2H40)n) (CH3)-N+-CxH2x-N+-(CH3)-H] 2= ((C2H50) (C2H40)n) (<]
714 n =20 WA 30 o]z, x = 3 UK 8 &), & ol9 &H|ES E £XHoES HMIYE

TONH ® 20 A9 olEAT e EAS 2= Zalelgallo]ul (M = 600)

i I 2 o}A|+= Genencor International, Palo Alto, California, USA (<& E9] Purafect Prime®) HF+

T
=
Novozymes, Bagsvaerd, Demmark (¢]& E¢] Liquanase®, Coronase®) AbllA 448 4 &

9
Natalase®, Mannaway® += 55 Novozymes, Bagsvaerd, Denmark A}l A& <)

" Agst Aelo]EAlE, o2 o], Dow Chemical, Midland, Michigan, USA AFelA 153k oo & dlE] Eafolyl
FEelol | EAF (DTPA) T Solutia, St Louis, Missouri, USA AtellA 43+ tloddl Egjolyl Fet(WE E

2F)A B | EFAE t] EAXYO]E (HEDP) ¢

B E B Y Tinopal ® AMS ©]al, &3} Zwlx] 2 = Ciba Specialty Chemicals, Basel, Switzerland A}

oA A4k AY
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[0132]
[0133]

[0134]

[0135]

[0136]

[0137]

ZIHSd 10-2016-0048128

9 2

= A 8 C D
4 Xlg 75.3 80.2 78.8 75.1
X Xl 70.2 77.7 77.7 72.7
A AX XIg 72.9 79.5 77.0 75.9
HoIA 218 74.5 79.1 80.3 75.3
24 3{ (Anchor) HE 60.6 69.1 66.9 63.6

At F7EARL ol Zobal HIHAl mlgh Al AlAl 2= LAL (3 8),

B: Al 1 o 71| olel=obdl (1 & =A™ + 3 & Bu0 + 3 & PO, ofwlsted A) gy A AlA A=
LA (3£ 8)

C: AAlell 3 o 7]A% oel2opdl (1 & ZAE + 6 & Bu0, otwlste Z) i oA A4l 4= LAL (&
8)

D: "l 5 o 7]AE oe| 2o}yl (1 & A + 6 & PO, obvsH ) i A AAl ZAE LAL (X 8)

&71 AellAe] 3 Ao BE e 2ol 6:1 o 4d SA=iSeAlE E6E 7 5 7H4 EE 7
& 245 digte], FEA-SA= 3 ] ]EO}U] (B 20 o, FE A= vgh oE|2olrl (D) B e
2olrl vghf HA AAl 24= (A) o HI& 53 AH adE et

_14_
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