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The invention relates to a process for preparing solid
particles of a phenolic antioxidant from the IRGANOX
series in the form of crystals, particularly IRGANOX 1010
and 1098, the crystal particles obtainable by the process,
the further processing of the crystal particles, an aqueous
dispersion comprising the phenolic antioxidant, mnovel
crystal modifications of pentaerythritol tetrakis[3-(3,5-di-
tert-butyl-4-hydroxyphenyl)-propionate](p-form) and N, N'-
hexane-1,6-diyl-bis[3-(3,5-di-tert-butyl-4-
hydroxyphenylpropionamide)](B-form) and aqueous

dispersion comprising the new crystal modifications.



1308145
k- HBERXE

(—)REHREZREBAEZ (£ ) B -
(AR EBZ AMREFFEBERA:

(&)

Pl AEZHLEXR  FRIREATEARMALENX

(&)



w7 Aiyaprsnd| SR WA EA F
(ARHAERX BEAFARBBF 92588 XERITHIHE)
ST E AV EEELRY. -
WOPHAH g2 124 MIPC oM (7K ’%’0 17006.01

&~ BHAME (Fx/EX)
4 1 By L LB

Phenolic antioxidants in crystalline form

K% AT (1 A)
HAEREM/: (FX/3EX)
A4 AL SR AL F)
CIBA SPECIALTY CHEMICALS HOLDING INC.
REA(P/EX)
172 #7-32 45 . & 454k / WITTLIN, HANS-PETER
2.:7fix E3H /QUERFELD, PETRA
B B EATa ¢ (P /HX)
0 4057 ERBM A R 141 3%
Klybeckstrasse 141, 4057 Basel, SWITZERLAND
B M (P/EX)
7%+ / SWITZERLAND

F-BHAI (4 0

FHAL
B O&:(FX/HEX)
AR @ %4 /REHM, DANIEL
A FsbaE ¢ (P /X))
BB 79232 BT &R TR 36 3%
Naechstmatten 36, 79232 March, Germany
B (/R0
# B / Germany



1308145

BHAAN2
oA (PX/EX)
e, ¥ B4 / SCHAEFTER, JOHANNES
R f (F X/ HE )
788 79539 BiR W Himsa kB 14 3%
Friedrich-Neff-Strasse 14, 79539 Loerrach, Germany
B O#:(Fx/#X)
& A / Germany

ZHHAA3
B OA(FX/#EX)
1B FTE52 A 4% 4F% / VAN DER SCHAAF, PAUL ADRIAAN
£ PR baE ¢ (F X/ )
#4123 RATHERMT BATHT 1T R
Marsstrasse 17, 4123 Allschwil, Switzerland
B & (Px/3#X)

X

47 8 / The Netherlands

BHBAANA4
BO&(FX/HEX)
%A #7%% E 5 / GUCKEL, CHRISTIAN
A dbaE P (F /)
R 79713 Rigig £ T ik 16 3%
Nussbaumweg 16, 79713 Bad Saeckingen, Germany
B #:(F/#EX)
#£ B / Germany



622 ; DE-A-4 316 876 ; EP-A-0 589 839 & EP-A-0 591 102

» & 3-[4-Q-TEBAELTCAR)VRA]ST- = THAELERE
-2-8 0 57T-— B =Z T HA-3-[4-Q-mEsmatTaRA)ER)
REEh-2-8 > 3,3 -#[5,7-— % =T HA-3-(4-[2-8 A 2 &

RIXKE)REE%-2-80 > 5,7- = B = THA3-4-ZaAAXR
R EH-2-8 > 3-(4-CEBEAR-3,5-—FAEH)57-—-%
= KB -2-8 > 3-3,5-=— FRA-4-8 = X 88 % £)-
57-—2F = TEA XL E%H-2-80 > 3-(3,4-= F

ARt EH-2-80 0 3-2,3-—= F A X £)-5,7-= %8 =
TEAXLEEH-2-89 -
13. Htbh ot > #4388 H - B FH > LA $

N’

BRI A A B B BB B BB EE B KB
W AFE R RE AR

AERAY -~ BAEHENOBREELBETHNSAEMN —HEHY
FAWBER[B3-C5-ZF=ZTHEA4-BREA)AREBE]LM - 2
MO &M ER I3CHBRBRTAHLEEH 6ok &0
US. &4 4,683,326 2 A -4 % > #HEEINHHEZ X k4
BE - 123CHBBTHZN GV EL S BEREE L
» flde B Aot B-% R > BB D 116C 0 RS -% ke
118C -

LR FADERH[B3-CS-mF=TA4-BEX4)A
BE|EBE X SO REHBEXETHANTHEE
Stk @ M E[d-EA]ARAMH KB E(CuK 8 4 @ 35Kv >
60mA > BEHBEHE  SHEARBEEERSE 02 £ X #

36



e AL ol

G4k 1 17)
d-Fl #E [A] A8 ¥ 5% B d-FlE[A] HBH%BE

22.7 5% 19.7 5%
14.9 i 13.1 ¥
11.3 i 9.0 55
8.6 + 7.6 55
7.1 & 3% 6.6 53
5.94 55 5.63 +
5.45 5 5.26 i
5.06 i 4.82 P
4.74 5% 4.58 ¥
4.43 & 3 4.30 55
4.09 G 3.93 3
3.75 53

X HEHw RaedBEH O ERwER[3-(3,5-2 % =
TEA4-BRXR)ARE|KBRER(L-BA)WEREET A
ALK EIZRBKARBLEOTH EMEHE]RAEH
BEHE -

d-# 2 [A] 8 H %A d- A 26 [A] i8 4% K

22.7 7% 19.7 7%
14.9 F 13.1 i
12.4 1% 3% 11.3 F
10.9 & 55 9.9 1% 55
9.0 53 8.6 P

37



CRFI MR G ER(u - KX)ER
Lo g RER -

ARRNN S AR ARTHG AN - NG
NN°-Z-1,6-— % -#[3-3,5-=-% = T A -4-58 X & & 8 %)]
m c BN EBEREATRALEN > Sl THEEF 4H

EBFRABEBFHNZ -8 AEEHNOHEET X kg4

A S B NN -2 -1,6-= & -#[3-(3,5-=-% = T £ -4-
BRAEAEXABR) ] a-28BE 58T o 2N T
E-—BRKBEALABREE HMABHBREBESY 5 F 2

4
R ERES PN 1580 EH F X m#hE 110°C (## %
BRELSOF /) £ 90C FhuANBERN 1200 EH# F X ¥ 2
890 % N,N’-T -1,6-=— K -#[3-3,5-—-%F =T HA-4-58 £ A
REERE) - BBER 250 BAHF XWP ok c EERMWHME 80
C#Hmamn 01 &M NN-T-1,6-— K -#[3-3,5-=-F =T

B-4-BREAABBR)MAREDLE - BAERALAHE 77C
HREFALBET 60 04 - ARBLBZRBAHE 2008 8 F
REHEAELBET 60 24 - BESHBFRALNR 3120 & 4
FERFAZR - o L4A 40 T EH AT THE 24 )8
X st KREHBEH NN-T-1,6-= % -4[3-(3,5-=
"FEZTHRAA-BREARER)SEBEE(a-B X)W EHEE
ERAHAHNAEOCHEELIZRGABRAGEY TH @MEDHE]R
18 # &Rk E -

40



1398345\

d- B 2E [A] 8 ¥ % B d-Fj 25 [A] B ®RE

16.0 P 13.8 & 55
12.7 3 10.5 & 3%
8.5 i 8.0 i
7.5 i 6.9 F
6.8 ¥ 6.3 5
6.1 ki 5.83 5
5.60 F 5.25 5%
4.99 5% 4.71 5%
4.60 5% 4.37 7%
4.23 F 4.03 55
3.85 G 3.75 ¥ 5
3.63 ¥ 55 3.54 53
3.49 + 3.38 & 5§
3.29 7 3.25 53
3.18 & 55 3.13 ¥ 5
3.04 B

X #E&EHRaeHdBEHHH NN-T-1,6-= # [3-

BS5-=-F=Z=THEA4-BFXLmHmm) LA uELTLHNA T
FTERGEHBMEDAEIREH L% E(CuK 8 4 © 35kV >
6OmA - BB A BHERESBEUE 0.2 B K 0 K
StaE i 17)

41



13%1;1520 \

d-ME[A] A BmE dME[A] AHBE

7.3 i 5.13 5%

4.88 P 3.92 93

X e RXRa s BEHHHY NN-T-1,6- = & -4 [3-
BS5S-Z-Z=Z2THE-4-BRARBER) WY EHEBEET L
Ao ERQKBREFELGCZITH EME[E]IRAEY S
B E o
d-Fj 26 [A] ‘8 H % E d- P 36 [A] 18 ¥ 5% A

11.1 59 10.3 i
7.9 ¥ 7.3 +
5.13 7% 5.06 7%
4.88 EP 3.92 55

FPHREERANAOCEIZEKARFIR/EH TSI @M E
[d-fa ] & 48 % 4 % &
d-F 26 [A] tBHBAE  d-ME[A] HHBE

16.0 ¥ 55 13.6 ¥ 5
12.7 ¥ 55 11.1 53
10.5 F 10.3 ¥
9.1 ¥ 55 8.5 5
8.0 F 7.9 i
7.5 F 7.3 i

7.1 3 6.8 55

42



1308145
B PHEARE
l. - #HEHERRETFOFT % ZERERFELEALEY S
Wz F N4

R
! 0

HO=\  )—TCHz] Ly (1,

R;

5 F

Rife Ry MEFHIAEEF -—BREAR C-Coln & > &
A — B R K C3-Cyidn &

xREAO(EES#E)ZR B I 23 898F ) &

YREZEC-Co RAA S R ATFTHH KA AR

R,
0
—N——(CHZ)y—H—J-I—(CXHZX) OH (A),
H
R,
R,
0
——O—P(CHZ);O{—ZJ-L(CXHZX) OH (B),
R,

49



1308145

—-—O—(CHZ)-C—[—(CHZ)—O—“—(CXHZX) oH | (©),

H ¥

R’ RyyBEZBFILIEEF -—EBRKXAR Ci-Cs RE >
B A —MARE C-Cylt %

xRE (AEEZE )R | 2 38 HF,

yR%&xd 22 1088 F R

zREkd2ZE 68 8%

HEHE#BENEHEY I Ao ER £ a4 H0)
RECHRESY > EF Ri"R"R’"Ry Y x'y & z 4o
EXTAHEEE  BamMARATH LR BEEY W RB
BEf SR EMBRER > REAMFHN 2L &85 RS-

2 HE-—" ST OSFTERBZLLEH(] )Y E B
HTFTRESHE AR AR ERHLeLX (I )b T
RemHBERESHKR X P RiPRy» Ry Ry P Yo x
oy F z WV FEAKEEE 1 AP EAE Ba AR
ATHLAEABBHEVBRBENIEMY R LB 0 R B A
FERXEEHSI BRI REGAEABLGRBEEAEAALATX
BB I WBERMB R AE - T R A BER -

SHEETHFEHNEBRE 1| BxHh & HBRANE S
ZHmBAANEEGRAIH-Q0R 4)- LA BEE AL
%‘ﬁiaﬁ%wkm%%ﬁﬁﬁﬁﬁﬁﬁﬁﬁﬁﬂ‘ﬁi

H-(4 & 20)- LA BEBEEEEBR R FEREE - BRETH-

50



1308145

(20 & S5)- L BB EHBE R AT H-(20)- & 458 =
MEBEMAREHZRATH LAEE YIS B G
ARBRBEFFHFEHNEDSE 3 B rik AHMENE L
ZH AN R T H-(20 R 5)-L Ao E b LA o
SBREFFEHNEBRE 1 Hxrik adgasy
FRERBZIEEH(I)RER A E BT £ &
RiF Re HMZBIBEE Y - BEAREZAXE=ZTH &
—EBREAE=TX
xRk 2, &
Y R&k Ce-Coo A A 5 Ko KX(A) B)R(C)ey £ W

H ¢

Ri’Fe RABMEZFILALF—RBREAAEXE=ZTH &

—EBREXE=ZTE

xKE 2 yR%2 6 RzK%& 3>

EBHREN B WARATH-(20 % 5)- 2 458 B B
B s WM OR & -

CHRBEFFEHNEBDE 2 B RES B
AAAAFENE RAEHBIE B RMENE S
ROLEREORBELETZAXER A mE R
%% AHBE

T.— A #HR H &4

AR A &I EHM(I)RERLLEH > £ F R, R,
Ri7>Ry» Yo xoyh z w9 FEAEEE | B& i i

N S
Zal

MR
B Fo 3 b F ok

51



1308145

#

DBRACHLABEY B EGEE S &

c)zK o

BRBFFEHNREBE 7 Az Ao R £a4#
By )R HEBIEAWEH[3-G5- - =TH-4-5
RE )R B

IMBFTHFEANELEAE 8 BxAMRIHKR £ a4
By a)EE &Mz NN-T-1,6-— A -#[3-(3,5-=-8 =
THE-4-82 KK A BEE) -

10— # &M E XA wWwEBE2[3-C3,5-—-%$=TH 4-:28 3% &
VABE] HHBEN X 40X 48 8B Y THETE G
Bz @ E[d-E R 48 ¥ 4 5% &

d-f 26 [A] B RE
22.7 7%
19.7 %
14.9 ¥
13.1 +
11.3
9.0 5
8.6 F
7.6 53
7.1 ¥ 3%
6.6 58
5.94 55

52



1308145

5.63 F
5.45 3
5.26 F
5.06 ki
4.82 F
4.74 7%
4.58 i
4.43 ¥ 3%
4.30 53
4.09 55
3.93 G
3.75 5

1. #&HER(L-BRX)E AW EH[3-3,5-=-% =
THEA-BRE)VABE] EHMEN X 44D X848 2
Px @M E[DdE]IAMHKEE

d-m 36 [A] ‘8 H R E
22.7 %
19.7 5%
14.9 F
13.1 i
12.4 3%
11.3 F

10.9 & 59

53



1308145

.94
.81
.63
.45
.35
.26
.06
.93
.82
.74
.58
52
.43
.30
.13
.09

.93

54

1% 55
55

& 3%
1% 55
55
& 55

& 55

55

i

1o 3%
1% 59



1308145

3.75 53
3.59 & 55
3.42 ¥ 55
3.33 | 1% 55
3.25 & 5§
3.16 1% 53
3.06 ¥ 55

12— AR HRER BN TFTHFEANLEB L 11 &
REZEBEB(L-BX)E A wBHEH[B3-B5-=-85=T
4-B XK )R BE] -

13.—# &M NN-&-1,6-— % -#[3-3,5-—-8 =T K-
d-BRXERBR)] AHHMEN X 484 v resBEdTF
| E 2 Rk ®HMEAEIRMY S B E

o
£

d-Fi 35 [A] 8% E
7.3 F
5.13 7%
4.88 T
3.92 53

A RBEFFEHNBLBE 13 A2 &M NN-T-1,6-=
A-BB3-CS5-=-F=TH4-mRrArmm) LH"LERN
X AR RGHABEFTLHEIEZR K PRGSLEE2THE
[d-E A 48 $ & % &

55



1308145

d-f 26 [A] A8 ¥ %A
11.1 5
10.3 ¥
7.9 i
7.3 P
5.13 7%
5.06 5%
4.88 P
3.92 5

X

15.—# & HMEHR(L-®XA)NN-T -1,6-= % -4 [3-(3,5-
Z-HEEZTE4-BREARBR)] EEHEMAR X S48 H XK
GHBETOREIZRLBE PR R &M EDdE]R A

H Rk E
d-Fj 26 [A] 8% E
6.0 & 55
13.6 & 55
12.7 1% 55
11.1 3
10.5 +
10.3 F
9.1 1% 55
8.5 55

8.0 ¥

56



1308145

.94
.83
.58
.24
.13
.06
.98
.88
.71
.59
.54
.38
.24
.13
.92
.85

57

7%
i3



1308145

3.71 & 55
3.53 E
3.38 ¥ 55
3.29 ¥ 35
3.05 & 55

6. — AR HR  EEA4RNFHFENGLEE 15 &
bR EZEBEHE(L-EKXINN--1,6-= K -#[3-(3,5-=-
FZTER-4-BREKREBEK)] -

#HE-EBKX

(&)

58



	BIBLIOGRAPHY
	DESCRIPTION
	DRAWINGS
	CLAIMS

