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Re: P1.-UNILEVER N.V.-Expediente nhumero 00-049.307.-

1. Me refiero al asunto de la referencia.

2. Por medio del presente, atentamente me permito manifestar a ese
Despacho, que hubo un cambio de Representante Legal para todos los
asuntos de la Propiedad Industrial en Bogota de UNILEVER N.V., una
sociedad organizada y existente de conformidad con las leyes de

Holanda, domiciliada en Rotterdam, Holanda.

3, En consecuencia, atentamente solicito a ese Despacho
reconocerme personeria, en este asunto, de conformidad con el
- documento de Representacion Legal para todos los asuntos de la
Propiedad Industrial en Bogota de la sociedad UNILEVER N.V., otorgado
a favor de la SUSCRITA (ALICIA LLOREDA) y/o al doctor GUSTAVO
TAMAYO y/o al doctor IGNACIO SANTAMARIA y/o ENRIQUE ALVAREZ de
acuerdo con la copia debidamente autenticada ante Notario Publico que
adjunto al presente expediente (Articulos 26 y 39 de la Decision 486 de

la Comunidad Andina de Naciones).

4. Anexo al presente acompanc fotocopla, debidamente autenticada

por Notario Publico, de:

(a) Documento que acredita a la SUSCRITA y/o al doctor
GUSTAVO TAMAYO y/o al doctor IGNACIO SANTAMARIA y/o
ENRIQUE ALVAREZ en los términos del paragrafo 1°. del
Articulo 543 del Decreto-Ley 410 de 1971, como
Representantes Legales en Bogota para todos los asuntos
relacionados con la propiedad industrial de la sociedad
UNILEVER N.V., una sociedad organizada y existente de
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conformidad con las leyes de Holanda, domiciliada en

Rotterdam, Holanda.
(b) Certificacién Notarial expedida el 28 de Julio de 2004; y

(c) Traduccion Oficial No. 2004-08-12-406 correspondiente a las
partes pertinentes del documento anterior, también
debidamente legalizada hasta por el Ministerio de Relaciones
Exteriores bajo el nimero 055734 de 13 de Agosto de 2004.

5. Ruego a usted tomar atenta nota de lo anterior y continuar con el

tramite correspondiente.

Sefor Superintendente,
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Yo, don WILLIAM BRIGNALL KENNAIR, Notario Publico
debidamente admitido, con competencia para actuar en Inglaterra y Gales y

con ejercicio en Londres, Inglaterra, certifico por las presentes:

1. QUE el Poder que se adjunta fue firmado en nombre y

representacion de UNILEVER N.V. con oficinas en Weena 455, 3013 AL,

Rotterdam, Paises Bajos, por don RICHARD DUNCAN HEATH y dofia

NICOLA HOPE, E'U‘TIlbOS Firmantes debidamente Autorizados de la referida

) -a:‘\_ Moy
Sociedad; Vot L
' oL,

. "‘. 't;.' »= ; o '
2. 'Y QUE el referida; Peder, asi firmado, ha sido ' debidamente
otorgado en rcpre_sentaciéfa_'dc‘l&}fré_tbfidé_Soc;’edad.

EN TESTIMONIO de lo cual expido este Certificado bajd mi firma y
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APOSTILLE
(Hague Convention of § October 1961 /Convention de La Haye du 5 octobre 1961)

UNITED KINGDOM OF GREAT BRITAIN AND NORTHERN IRELAND
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_,,c.i'E;\./ER N.V., una sociedad
-t de conformidad con las leyes

con domicilio en Rotterdam, Hoianda

nombramos por el presente a ALICIA LLOREDA y/o
GUSTAVO TAMAYO ylo IGNACIO SANTAMARIA
y/o ENRIQUE ALVAREZ, domiciliados en Bagota,
Colombia, con oficinas en dicha ciudad, Calle 72 No
3-83, piso Bo, nuestros representantes legalas vy
verdaderos en Bogotd, con facultades para recibir
notficaciones y nombrar apoderados Judiciales o
extrajudiciales, con el fin de dar cumplimiento al
paragrafo 10 del articulo 543 de! decreto 410 de
1971

Qs doctores ALICIA LLOREDA yfo GUSTAVO
TAMAYO y/o IGNACIO SANTAMARIA y/o
ENRIQUE ALVAREZ, o los apoderados que
cualguiera de ellos designe, quedan especialmente
facultados para representarnos ante las autoridades
colombianas, administrativas, judiciales o de policia,
en todos los trdmutes relativos a Ia propiedad
industrial, a cuyo efecto les facultamos para dar ante
dichas autoridades todos los pasos necesarios al
objeto indicado, elevar solicitudes, declaraciones,
reclamos, recursos Y presentar desistimientos,
formular  descripciones, enmiendas, lmitar el
alcance de las solicitudes Y los registros, presentar
oposiciones y apelaciones, instaurar cancelaciones,
renunciar total o parctalmente a los registros, abonar
todos los impuesios y cuotas y efectuar todo otro
pago determinado por la ley, recibir todos los
documentos y valores, danda el descargo
respectivo, llenar cualesquiera otros reguisitos y
tom n fin, todas las medidas que creyeren
conc ntes al resguardo de nuestros inlereses, y
adicionalmente quedan facultados para tomar
intervencidn como demandantes o demandados ante
fos jueces que sean competentes, pudiendo transar,
someter a d&rbiros, desislr, percibir, conciliar y
apelar, con todas las demas facultades que resulten
necesanas, y por el presents declaramos desde
ahora vélido y bueno cuanto dichos representantes
y/o los apoderados que cualquiera de ellos nombre
hicieren en nuestro beneficio

Asimismo, facultamos a los doctores ALICIA
LLOREDA y/io GUSTAVO TAMAYO ylo IGNACIO
SANTAMARIA y/o ENRIQUE ALVAREZ, para
solicitar en la Cficina de Propiedad Industrnal la
protocolizacidn de este documento y de cualquier
poder que cualquiera de elios olergue a nombre
nuestro

Dado y firmado el 13 de 3'0‘ I'D A—Q 2.004

The undersigned, UNILEVER N.V. a corporation
organized and existing under ths laws of The
Netherlands,

domiciled at Weena 455, 3013 AL, Postbus 760,
3000 DK, Rotteidam, The Netherlands,

hereby appoint, ALICIA LLOREDA ylo GUSTAVO
TAMAYO y/o IGNACIO SANTAMARIA ylo
ENRIQUE ALVAREZ, of Bogota, Colombia, with
offices in said town, Calle 72 No. 5-83, Sixth Floor,
our true and lcgal representatives in Bogota, wilh
power to receive notifications and to appoint Judicial
or extrajudicial agents, so as to comply with
paragraph To. of article 543 of decree 410 of 1971,

Doctors  ALICIA LLOREDA y/lo GUSTAVO
TAMAYO y/o IGNACIO SANTAMARIA ylo
ENRIQUE ALVAREZ, or the agents by any one of
them appointed, are especially empowered to
represent us before the administrative, judicial or
Jolice authorities of Colombia, in alf proceedings
peraining to industrial property, for which purpose
we authorize them to take before the said authonties
all the necessary steps for the sad end; to file
pelitions, declarations, claims, recourses and
withdrawals, to draw up specifications; to fils
amendments, to limit the scope of applications and
registrations, file oppositions; file cancellations tolal
or partially waive registrations, to pay all installments
and effect all other payments prescribed by law, to
recewe proper receipts, to comply with all other
rsquirements and, in short, to take all those
measures which they may deem fit for the protection
cf our interests, and additionally we authorize said
agents to act on our behalf, as complainants as well
as defendants, before the competent judges, with fuil
powers o make arrangements to submit to
arbitrators, to desist, to collectfrlon conciliate, - to
aopeal and, in short, with a!lh.‘§"
may be required, apd we"herdays

on as valid and good all 'ﬂi’?‘ﬁ
and/or the agents by any ong’ \F

do for our benefit

VAR ]Il

l N | ?
/o GUSTAVO  TAMAYQ Tl
SANTAMARIA y/oc ENRIQUE AL :;
protocolization of this document afXd of any power of
atorney by any one of them confeMed in our name,
before the Office of Industrial Property.

Given and signed this 13th day of July 2004

ﬂ,b > ‘Q\CQ\Q

Richard Duncan Hea Nicola Hope
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Page 00001 Limited extract

English translation of an extract from :he commercial register of the
Chamber of Commerce and Industries for Rotterdam

Legal person:
Legal form

Name
Statutory seat

Incogmoration deed
Deed@¥. latest amendment of
articles

Authorized capital
Issued capital
Paid up capital

There are different classes
of shares

Undertaking:

Tradename (s)

Address

Mailing address

Telephone number

Fax number

Description of business
conducted

Director(s) :

Name
Date and place of birth
Address

Date of entry into office
Title
Powers

Date of (present)

28 87 2004

represen-

:Naamloze Vennootschap

:Unilever N.V.
:Rotterdam
:08-11-19827

:13-05-2004
:EUR 697.641.704,22
:BUR 411.862
:EUR 411.862

:Unilever N.V.
:Weena 455,

:Postbus 760,
:010-2174000
:010-217479¢&

:TO OBTAIN INTERESTS (N PARTNERSHI-

A
:Fitzgerald, Niall William Ar h
$13-05-1945,
:Warreners Lane,

:20-05-1987
:Uitvoerend bestuurder
:Authorised jointly with other

Liability COmpany) .....uuueeuneinennnnannras.

....................................

...................................

...................................
---------------------------

272,26
.272,26
{Capital converted into euro acc.
2:67c B.W.)

...........................

to art.

.........

3013AL Rotterdam ..................

I Cuald Nﬂ'l..

MANAGING AND FINANCING ....{°5%
- 0 :f"":n" i e cRinc.ux con s -ﬁ B
......................... L CQE e 1dwiud & Fanraie
--_—-'__'-_"—_""-'_""'_—__"_;Ti w TraSeEw T TR Ty
_______________________________ 60 2004, %
ok ““?*";r*}spi;“"i‘f '5
"‘\-'F{h"" \‘\':'lt':'ii? "ﬂ} L i

irl

) MENDEZ BARAJAS .
r, !QTNEI9351 ...... .
.w¢.£ -wm o,

Ireland

Flijo,

Kingdom

--------------------------------------

gee articles ...............

directors/others,

Page 00002 follows.

KAMER VAN KOOPHANDEL ROTTERDAM
BLAAK 40, 3011 TA ROTTERDAM

r{010) 402 77 77 r (010) 414 57 54
INZAGE HANDELSREGISTER

T O900-1234567 (€ 0,70 PER MINUUT)
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Page 00002 Limited extract

tative authority

Name
Date and place of birth
Address

Date of entry into office
Title

Powi"

Date of (present)
tative authority

represen-

Name
Date and place of birth
Address

Date of entry into office
Title
Powers

Date of (present)
tative authority

represen-

Name
Date and place of birth
Address

Date’f entry into office
Title
Powers

Date of (present)
tative authority

represen-

Name
Date and place of birth
Address

Date of entry into office

Title
Powers

28-¢792004

:13-05-2004

:Burgmans,
:13-02-1947,
:1 Danesmead,

:0B-05-1991
:Uitvoerend bestuurder
:Authorised jointly with other

:13-05-2004

;:Butler,
:22-06-1946,
:1 Campden Hill Gardens,

:06-05-19952
:Ultvoerend bestuurder
:Authorised jointly with other

:13-05-2004
:Markham, Rudolph Harold Peter
:13-03-1946,
:48 Trinity Church Road 17

:06-05-1998

:04-05-1999
:Uitvoerend bestuurder
:Authorised jointly with other

...................................

Antony
Rotterdam ........coviiiiinnnnn.

Cobham, surrey, ktll 2en, United
KINgdom ...t e it e e i e e e e

----------------

directors/others, see articles

...................................

Alan Clive
Bogota,

...........................

Colombia
Londen wid 7au,

United
Kingdom

...............

directors/others, see articles

ALL @15 :Barnes,
United Klng Moud:

londen swl3 8rj, .
Lrprocy I R OINLIUE COM LA rmocaP:A I

S A R R A S Heab el il’.w‘-."l!_‘b'% TENILG & CATVINTA "
:Urtvoerend bestuurder ..... KEIDYE e SRR
. N N\ a
:Authorised jointly with othe 18 A.[;.g 2004- ',35.;".
directors/others, see articl— TR St

' \r.lll {:\l@;‘ ? n“}'_‘ X
:13-05-2004 . ......... . . ... RLIA RENDEE o -
N ' RSN
:Cescau, Patrick Jean Pierre .\................
:27-09-1948, Parijs, France ...™.... e
110a Gloucester Park 2pp. ASHBURN, ............
Place,kensington, london, United Kingdom ......

-----------------------------------
------------------------

directors/others, see articles

---------------

Page 00003 follows.
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Page 00003 Limited extract

Date of (present)
tative authority

represen-

Name

Date and place of birth
Address

Date of entry into office
Title

Powe

Date of (present)
tative authority

represern-

Name
Date and place of birth
Address

Date of entry into office
Title
Powers

Date of (present)
tative authority

represen-

Name

Date and place of birth
Address

Date pof entry into office
'ritliii

Powers

Name
Date and place of birth
Address

Date of entry into office
Title
Powers

Name
Date and place of hirth

28-07-R004

:13-05-2004

:van Heemstra,
:31-01-19%946,
:Floris Grijpstraat 13,
:03-05-2000
:Uitvoerend bestuurder
:Authorised jointly with other

:13-05-2004

:Dadiseth,
120-12-1945,
:Gloucester Park app.

:03-05-2000

:van der Graaf,
:02-11-1950,
:Kievietslaan 34,
:13-05-2004
:Uitvoerend bestuurder -
tAuthorised jointly with othe‘

:Gonzalez Laporte, Claudio Xav
122-05-1934,

...................................

André René& ........... e e
2wolle ... e e
2596XD 's-Gravenhage

directors/others, see articles

Keki Bomi
Punecms, India
10 A Asburn,

Kensington London, United Kingdom

-------------------
......

Cornelis Job
Goes

----------,-.'nil---:\vi"J .
A0 Wlysrhg Lu:l (T ]
2243GD Wassenaa mp.:me.cm.m.omwm_ '
MIERICA RUEHZ TeNIES A 1 wsn &

T le .r

. "'.'

sSee artlcl
u

directors/others,

Cananea, Son.

:Santa Anlta 190, Edo. de Mex1 o C. P 53800,
Mexico .......... e e
:13-05-2004 . ... .. N e e
:Niet-uitvoerend bestuurder ...................
rAuthorised jointly (with other directors, seé
articles) ...... L e e e e e e e e e e
:Baroness Chalker, Lynda ..........vuuurouni.. .
129-04-1942, Hitchin, United Kingdom ........ .
Page 00004 follows.
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Page 0000¢ Limited extract

Address

Date of entry into office
Title

Powers

Name

Date and place of birth
Add

Date of entry into office
Title

Powers

Name

Date and place of birth
Address

Date of entry into office
Title

Powers

Name

Date and place of birth
Address

Date of entry into office
Title

Pow‘.p

Name

Date and place of birth
Address

Date of entry into office
Title

Powers

Name
Date and place of birth

Address

28—&7/2104

:25-09-1939,
:1 Carlisle Mansions,

:Niet-uitvoerend bestuurder:: ‘.?“h.
:Authorised jointly (with othe

:Niet-~uitvoerend bestuurder
:Authorised jointly (with other

:11 The Winery, Londen SW8 1JR, United Kingdom

113-05-200d L e e e e e e
:Niet-uitveerend bestuurder ...................
:Authorised jointly (with other directors, see
articles) ... .. e e
:Lord Brittan of Spennithorne, Leon ...........

United Kingdom ...........
Londen SW1l, United Kingdor

Londen,

11305 -2004d .. e e e e e e
:Niet-uitvoerend bestuurder ............0.co.ou...
rAuthorised jointly (with other directors, see
articles) ... e e e,
:Collomb, Bertrand Pierre Charles .............
:14-08-1942, Lyon, France ........c.oueeimunune.n.
:4 Rue de 1a Lota, Parijs 75116, France .......
13002004 L. e e e e e e e e
:Niet-uitvoerend bestuurder ...................
:Authorised jointly (with other directors, see
articles) .. ...
tDik, Wim .o e e e e
:11-01-1939, Rotterdam ....ix?w“v-hwndvﬁn.m,.”
:Antwerpse Baan 10, 5268KB Héﬁﬁé ,Téﬁ?%ﬂé?&?ﬂ”}
:13~05-2004 ............... : ,’:}:‘:f;;‘;’; gg'ﬁgym&u‘nm&y ,;

b T et R L
« e e h.,_.‘... e e

I 662084 Se

l".‘“

articles) ................ ,aﬁ " .“,quu_,.tu,,
it N R ey Al
:Fanjul Martin, Oscar ..... fo oPA ‘”ﬁ%;ﬂnﬁnbc
:20-05-1949, Santiago de Chlle ACRNERBI0 ). L
:Juan Belmonte 11, Madrid 2804 Spain ......."
113-05-2004 . ... X

articles) . ... ...
tKopper, Hilmar .... .. ...t eenn,
:13-~03-1935, Oslanin, Federal Republic of .....
Germany . ... ... . e e e
:Himburg 9, Rothenbach D-56459, Federal .......
Republic of GEIMANY ... ittt it ettt e i,
Page 00005 01;9@8 e £ 7Y
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Page 00005 Limited . rnract

Date of entry into office
Title
Powers

Name
Date and place of birth
Address

Datgf entry into office
Title
Powers

Name
Date and place of birth
Address

Date of entry into office
Title

:Niet-uitvoerend bestuurder
rAuthorised jointly (.-»th other directors, see

:van der Veer,
:27-10-1947, e e
:Adres afgeschermd, ©.g.v. art 32 Hrb.
:13-05-2004
:Niet-uitvoerend best .'rder

:Authorised jointly ! /ith other directors, see

articles)

:Simon of Highbury, .swvid Alec Gwyn Roberts

124-07-1935, Londen, United Kingdom ...........
:6 St. Mary's Grove ~'anonbury, Londen N1 2NT,

United Kingdom ............. e, e e e
:13-05-2004 ............. ettt e et e h e e,

articles) .........
Jeroen
Utrecht

Powers rAuthorised jointly (;.th other directors, see
articles) ............... e f .............
Issued by the chamber of commerce T e
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APOSTILLE

(Convention de la Haye du 5 octobre 1961)
1. Country: The NETHERLANDS

This public document
2.has been signed by

C. Mijnsbergen van de Mortel
3.acting in the capacity of

servant of the chamber of commerce -
4. bears the stempel of

C. Mijnsbergen van de Mortel

Certifled
5.at ROTTERDAM 6. on 04-08-2004
7. by the clerk of the District Court

{Griffier van de Arrou
8.N° 147560
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TRADUCCION OFICIAL No 2004-08-12-406 de un documento escrito en Inglés/
Espanol. la cual para efectos del presente lleva el sello personal de Martha Lucia
Arciniegas M., Traductora e Intérprete Oficial en virtud de la Res 1523 /88 del Ministerio

de Justicia

Legalizacion de un Poder de Representacion Legal conferido a ALICIA LLOREDA
y/o GUSTAVO TAMAYO, y/o IGNACIO SANTAMARIA y/o ENRIQUE ALVAREZ
otorgado por UNILEVER N.V.

®
Dado y firmado el 13 de julio del 2004
(fdo)
Richard Duncan Heath Nicole Hopza

Debidamente autornizado
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APOSTILLA
{Convencién de La Haye de! 5 de Oclobre ' 1961 )

REINO UNIDO DE GRAN BRETANA E IRLANPA DEL NORTE

1 Pals Reino Unido de Gran Bretafa e Irlanda dei Morte

Este documento publico

Q‘Q ha sido firmado por William Brignall Kennair
3 actuando como Notario Piblico
4 y lleva el sello/estampllia de Dicho Notario Pi:hlico
Certificado
5 en Londres 6. el 11 de julio del 2004
7 Por el Secretario Principal de Su Majestad para A-.. -'os Exteriores y del

Commonwealth ‘

8 No G464139 =
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Numero Archivo 24051830

KAMER VAN KOOPHANDEL
ROTTERDAM

Fagina 00001 Extracto Limitado

Traduccién al inglés de un extracto del registro comercial de. la Camara de

industrnia y Comercio de Rotterdam

Perscna leqal

Forma juridica

Nombre

Sede Estatutana

Primer registro en el registro
comercial

Escritura de la Ultima enmienda de
los articulos

Capital autorizado

Capital emitido

Capital pagado

Existen diferentes clases de
acclones

Naamloze Vennootschap) (Compadia de
Responsabilidad Limitada Publica) .

Unilever N.V.
Rotterdam

09-11-1927

13-05-2004

EUR 697 641.704,22

EUR 411 862.272,26

EUR 411 862272 26

(Capital convertido a euros segun el art 2:

267¢c BW)
) -:Lmercial

-
MQ HCI AR[O SEATO
£ t}eata, nago, cons:r

Consultar el archivo de regis
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i :;iﬁ_- N l-w"'%y'!’ "\'ﬁ E"

o’%oﬁi

Empresa ‘Hlisf 27 AGo 2004 ..
Razon social Unilever N.V. g R T Y
Direccion Weena 4565, 3013 AL Rotterda '1“‘32 S

: CNREZ A
Direccion de correo : Postbus 760, 3000DK Rotterdam . '...(...
Numero telefénico .010-2174000 .. ......... . ... C e
Numero de fax :010-2174798 ... . C e e .
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Numero Archivo 24051830
Pagina 00002 Extracto Limitado

Descripcion Negocio realizado OBTENER INTERESES EN SOCIEDADES,
ASI COMO MANEJO Y FINANCIAMIENTO

Empleados 0

Nombre . Fitzgerald, Niali William Arthur

Fecha y lugar de nacimiento : 13-09-1845, Flijo, Irlanda

Direccion " Warreners Lane, Weybridge kt13 Olq,
United Kingdom

Fecha de ingreso a la oficina 20-05-1987

Cargo Uitvoerend bestuurder

Facultades . Autorizado conjuntamente (con otros

directores/ otros, ver articulos. ..

Fecha de Autondad
Representativa 13-05-2004...... .. ... ... .. ..

Nombre Burgmans, Antony ..... . ..k S a3 neis %ﬁ&:%:qb:
1y, 2

HE I o ﬁp‘fa A

Fecha y lugar de nacimiento © 13-02-1947, Rotterdam ¥, 3?&'3{‘1’ .1_1£1nt‘§:1‘;{l\4:3_‘;¢:38“ :
Direccién . 1 Danesmead, Cobham, Su'r"f'e‘i?, K1 beny vt g
United Kingdom ?\,, v 20 AGD 2004~ j i
-L:l':_l et bl ‘— £
Fecha de ingreso a la oficina . 08-05-1991 W avﬁ hw?ﬂ\%“i} i
;3 'Leuoaz BARAJAS ,ﬂ
Cargo Uitvoerend bestuurder A&7 &
Facultades Autorizado conjuntamente (con

directores/ otros, ver articulos.... ... e e
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Numero Archivo 24051830

75

Pagina 00003 Extracto Limitado

Fecha de Autoridad
Representativa

Nombre
Fecha lugar de nacimiento

Direccion

Fecha de ingreso a la oficina
Cargo

Facultades

Fecha de Autorndad
Representacion

Nombre

Fecha y lugar de nacimiento

Direcciéon

Fecha de ingreso a la oficina
Cargo
Facultades

Fecha de Autoridad
Representativa

- 06-05-1998 h

. Uitvoerand bestuurder v

13-05-2004. .. ...

Butler, Alan Clive

. 22-06-1946, Bogota, Colombia

1 Campden Hill Gardens, London w8 7au
United Kingdom... . ... ... ... .. .

06-05-1992 ... ....... ...
Uitvoerend bestuurder

Autorzado conjuntamente (con otros
directores/ otros, ver articulos. ..

13-05-2004

Markham, Rudolph Harold Peter

13-03-1946, Alresford, United Ingdom

[ LR EE R N e . A -

- N # 1! - - - ’l hy -'[" - " | - N

48 Trinity Church Road J ACATDWERIS{L o2 e ¢

“P WA o

Barnes London sw13 8rjiq A KiRgddH giccora 3
by e ez O ,,-,1:‘&_1;;_-:_;

[T 7 SRR

217 AGO 2004 i
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+ 13-05-2004
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Numero Archivo 24051830

Pagina 00004 Extracto Limitado

Nombre
Fecha y Lugar de Nacimiento

Direccion

Fecha de ingreso a la oficina

Facultades

Fecha de Autondad
Representacién

Nombre

Fecha y Lugar de Nacimiento
Direccion

Fecha de ingreso a la oficina
Cargo

Facultades

Fecha de Autondad
Representacion

: 03-05-2000 § g

Cescau, Patrick Jean Pierre
27-09-1948, Paris, Francia

102 Gloucester Park App ASHBURN, Place,
Kensington, London, United Kingdom

04-05-1999

Autornzado conjuntarriente (con otros
directores/ otros, ver articulos . ...

13-05-2004

. van Heemstra, André René

31-01-13486, Zwolle

Flons Grijpstraat 13, 2596XD’s Gravenhage

’

RN S S
WOTARIG SEXTO (£) DEL Erace I
EL CIRCL1 &
S raed SOGCEA, WAGO CONSTAR QuR 1o (*
) JLOPIA CCINCIDE CON L FaTccoms ;-
UIMYEHE TENIDO £ 1n vigrs

Uitvoerend bestuurder U £ vane

B 'I.’E 27 AGO 2 ]%‘S‘:‘l‘.:;
Autorizado conjuntamentel{cdn .otros ... Uﬂi :;“3_?{
directores/ otros, ver articfjlog.. % S EC 7Tt

F ] -"-J ‘-‘ \\‘\.“ _l ] F
L0 ﬁ“ob,\"*‘:lt\- '.L'j"? LEWPX

13-05-2004
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L\J_L‘Jmero Archivo 24051830

Pégi_na 00005 Extracto Limitado

Nombre
Fecha y Lugar de Nacimiento

Direccion

Fecha de ingreso a la oficina
Cargo

Facultades

Fecha dc Autoridad
Representativa

Nombre

Fecha y Lugar de Nacimiento
Direccion

Fecha de ingreso a la oficina
Cargo

Facultades

Nombre
Fecha y Lugar de Nacimiento

Direccion

. Autorizado conjuntamente (

- Gonzalez Laporte, Claudio ZaNgil'.

Dadiseth, Keki Bomi
+20-12-1945, Punecms, India

Gloucester Park app. 10 A Asburn, Place
Kensington London, United Kingdom

. 03-05-2000
© Uitvoerend bestuurder

. Autorizado conjuntamente {con otros
directores/ otros, ver articulos.... ... .............

13-05-2004
van der Graaf, Cornelis Job

. 02-11-1950, Goes

© Kievietslaan 34, 2243GD Wassenaar

13-05-2004

Uitvoerend bestuurder
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22-05-1934, Cananea, Son Wico

Santa Antta 190, Edo de Mexico C P. 53900
México
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Numero Archivo 24051830
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Pagina 00006 Extracto Limitado

Fecha de ingreso a la oficina
Cargo

Facultades

Nombre
Fecha y Lugar de Nacimiento

Direccion

Fecha de ingreso a la oficina
Cargo

Facultades

Nombre
Fecha y Lugar de Nacimiento

Direccién

Fecha de ingreso a ia oficina
Cargo

Facultades

. 13-05-2004
Niet-uitvoerend bestuurder

Autonizado conjuntamente (con otros
directcres/otros, ver articulos

. Baroness Chalker, Lynda
. 29-04-1942, Hitchin, United Kingdom

11 The Winery, London SW8 1JR, United
Kingdom

13-05-2004
. Niet-uitvoerend bestuurder

.- Autorizado conjuntamente (con otros
directores/otros, ver articulos..... ...

Lord Bnttan of Spennithorne, lLeon, _

X CC"" \onr-m “gKT‘J:FI (‘JI:L IR
:-.. GTH, oG EONSTAR QUZ L 3'—

. 25-09-14939, London, United Klngd s "cmco"mmmm
d \.-./.-l." L3!: TENIDCI A LA Vllfl §
L 'I T, 'ﬂi‘& d\g

-1 Carlisle Mansions, London W1 éUﬂiﬂaaﬁGU 2004 J;;;

R s VTP !
Klngdom ,. mm}g.\}x,agm Yoty
» 5""""‘:’}*- l.? L‘ii 1 ot
Pa| ILO MENDEZ §
NCT!‘\R’IQ{EAR‘ 188 !

-u‘.ri'f':-—-;_‘

13-05-2004 i

© Niet-uitvoerend bestuurder

' Autorizado conjuntamente (con otro

directoresfotros, ver articulos ... . . .
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Numero Archivo 24051830
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Pagina 00007 Extracto Limtado

Nombre
Fecha y Lugar de Nacimiento

Direccion
Fecha de ingreso a la oficina
Cargo

Facultades

Nombre

Fecha y Lugar de Nacimiento
Direccion

Fecha de ingreso a la oficina
Cargo

Facultades

Nombre
Fecha y Lugar de Nacimiento

Cireccion

Fecha de ingreso a la oficina
Cargo

Collomb, Bertrand Pierre Charles

- 14-08-1942, Lyon, Francia

-4 Rue de la Lota, Paris 75116, Francia
13-05-z004
Niet-uillvoerend bestuurder

. Autorizado conjuntamente (con otros
directores/otros, ver articulos.

Dik, Wim
11-01-1939, Rotterdam
Antwerpse Baan 10 5269KB HELVOIRT

13-05-2004

. Niet-uilvoerend bestuurder

i R Sl B W R TR
§ Lhwo ndrami g VEEL e L 2
" Autorizado conjuntamente (con giFGs a .;:.ga“iifs'rfs"aui‘t;”%

R

directores, ver articulos .

OUDEA Couging CONLA FOTUC
A (10
T pLe e Yenipo 4 LA Wnigia
. A

¥

[P ey o B ? :
CT I My

e DA
1 AGO 2004 13!
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. Fanjul Martin, Oscar VRS T Sy

. .
Ta2Lo

.20-05-1949.SannagocnaChné,Eﬁfeﬁﬁj 52

. Juan Belmonte 11, Madnid 28043, Espana

- 13-05-2004
© Niet-uilvcerend bestuurder
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Numero Archivo . 24051830

Pagina 00008 Extracto Limitado

Facultades

Nombre

Fecha y Lugar de Nacimiento

Direccion

Fecha de ingreso a la oficina
Cargo

Facuitades

Nombre
Fecha y Lugar de Nacimiento

Direccion

Fecha de ingreso a la oficina
Cargo

Facultades

. Niet-uilvoerend bestuurder iw;\

Autorizado conjuntamente (con otros
directcres/otros, ver articulos. TV

Kopper, Hilmar

13-03-1935, Oslanin, Republica Federal
Alemana

Himburg 8, Rothenbach D-56459, Republica
Federal Alemana

13-05-2004

. Niet-uilvoerend bestuurder

© Autorizado conjuntamente (con otros

directores/otros, ver articulos ... ..... .

- Simon of Highbury, David Alec Gwyn Roberts

. 24-07-1939, London, United Kingdonf

6 St. Mary’s Grove Canonbury,, London N1,2NT .,

COHJ N 4RO SCKTO il-.| DE:. . L alu

United Kingdom L o e A Cotetran e 17
{“ FOTRLONR LONMCIDE CON LA FUTGEUDIA §
9’ y r'cm"; A JUE HE TENIDO A&U'lg UIBTI‘..

' 13‘05—2004 1 A mpw?n‘ﬁw\ Q" s u

121 AGO 2004 3
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s ST X cg
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Numero Archivo 24051830
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Pagina 00009 Extracto Limitado

Nombre

Fecha y Lugar de Nacimiento
Direccién

Fecha de ingreso a la oficina
Cargo

Facultades

" van der Veer, Jeroen

27-10-1947, Utrecht

Adres afgeschermd, 0.g.v. art 32 Hrb

13-05-2004

Niet-ullvoerend bestyurder

Autorizado conjuntamente (con otros
directores/ otros, ver articulos... ... . ......... .. ..

Emitido por la Camara de Comercio

Rotterdam, 28-07-2004

(fdo) Mw C Mynsbergen- Van de Morter
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APOSTILLA
(Convencion de La Haye del &5 de Octobroe de 1961)

Pais Paises Bajos

Este documento publico

ha sido firmado por Mijnsbergen van de Mortel
actuando como Funcionario Camara Comercio
y lleva el sello/estampilla de Dicho Notario Publico
Certificado
en Rotterdam 6. el 4 de agosto del 2004

Por el Secretario de la Corte del Distrito

No 147560
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WORLD INTELLECTUAL PRCPERTY CRGANIZATION
PCT insemnational | Bureay

INTERNATIONAL APPLICATION PUBLISHED UNDER THE PATENT COOPERATION TREATY (PCT)

(31) International Patent Classification 6 : (11) International Publication Number: WO 96/19505I
Al
C1ID 162, 17700 | {43) International Publication Date: 27 June 1996 (27.05.
\
(21) International Application Number: PCT/US95/16605( (81) Designated States: AM, AT, AU, BB, BG, BR. BY, CA, CH,
CN, CZ, DE, DX, EE, ES, FI, GB, GE, HU, IS, IP, KH
(22} Internationa) Filing Date: 19 December 1995 (19.12.95) KG. KP, KR, KZ, LK, LR, LT, LU, LV, MD, MG, MN
MW, MX, NO, NZ, PL, PT, RO, RU, 5D, SE, 5G, S1, SK|
TJ, TM, TT, UA, UG, US, UZ, VN, European patent (AT
(30) Priority Data: BE, CH, DE, DX, ES, FR, GB, GR, IE, IT, LU, MC, NL
08/361,350 21 December 1994 (21.12.94)  US PT. SE), OAPI patent (BF, BJ, CF, CG, CI, CM, GA, GN
ML, MR, NE, SN, TD, TG), ARIPO patent (KE, LS, MW,
5D, §Z, UG).
(71) Applicant (for alf designated States except US): COLGATE-
PALMOLIVE COMPANY [US/US]; 300 Park Avenue,
New York, NY 10022 (US). Published
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(57) Abstract

Clear fabric softener microemulsion compositions have been developed for use in the rinse cycle comprising & combinstion of diester
quatcrnary ammonium surfactants, diamido smmonium surfactants and selected organic solvants. Fany co-softeners and o1l perfumes may
be included as optional ingredients. These microemulsions are converted to macroemulsions upon dilution with water in the ninse cycle to
provide a fabric softening trearment,
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Claar. Concentrated Liquid Fa
A. BACKGROUND

1. Fleld of the Invention

This invention relates to rinse cycle fabric softener compositions. More
particularly it relates to aqueous liquid microemulsion fabric softener compositions
that are clear, i.e., transparent even when highly concentrated.

2. Description of

U.S. 3,892,669 issued to A.A. Rapisarda et al. relates to a clear aqueous
fabric softening composition containing a solubilized tetra alkyl quaternary
ammonium salt having two short-chain alkyl and two long-chain alkyl groups, about
5% to about 25% of the latter having methyl and ethyl branching on the 2-carbon
atom. Solubitization is effected by the presence of solubilizers comprising aryi
sulfonates, diols, ethers, low molecular welght quaternaries, sulfobetaines,
taurines, sulfoxides and non-ionic surfactants.

U.8. 4,149,978 issued to P.C.E Goffinet describes textile treatment
compositions comprising a water-soluble fabric softener and a C12 - C40
hydrocarbon optionally together with a water-soluble cationic surfactant. The
preferred fabric softeners are Quaternary ammonlium salts having two C10 - C22
alkyl chains.

U.S. 4,351,737 issued to S. Billenstein describes and claims softening
concentrates containing 30 - 70% of a cationic softener, 5 - 50% of a non-ionic
softener, 5 - 20% of a non-ionic dispersing agent, 5 - 30% of a C1 to C3 alkanol, 5 -
30% of liquid glycol, polyglycol or alkyl ethar and water and optionally perfume and
dyestuffs.

The fabric softener prepared according to this patent is alleged to be easily
dispersible in water.

U.S.4,589,800 issuad to K.D. Stanley et al. teaches the use of hydrogenated
tallowalkyl 2-sthylhexyl dimethylammonium salts dissolved In water and/or ethanol
or in isopropanol! in fabric softener compositions. These compositions are ciear
because they form true solutions.

While consumer preference favors clarity in fabric softener compositions,
fabric softeners are preferably brought into contact with the fabric as
macroemuisions.
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it is an object of this invention to provide a clear liquid fabric softener
composition that is environmentally acceptable.

It is another object to provide such a fabric softener composition as an
aqueous microemulsion concentrate.

it is also an object that this microemulsion composition be physically stable
for at least about six weeks.

Another object is to provide & microamulsion which upon dilution, as in a
washing machine dispenser, forms a macroemulsion without gelification.

Other objects will become apparent to those sgkilled in the art upon a further
reading of the specification.

SUMMARY OF THE INVENTION

The objects cited above have been satisfied by a ciear fabric softener
composition comprising an aqueous microemuision concentrate of:
(A) a diester quaternary ammonium surfactant fabric softener having the
formula: 0 Fll""' 0
(1) n'—g-o-R-N-R-o-g-R'

|
(RO) nH

R"SO4"~

wherein R is an akylene radical having 2 to about 4 carbon atoms, R' is an alkyl or
alkenyl group having 8 to about 22 carbon atoms, n is an integer having values of 1
to about 4, and R" is a lower alkyl radical having 1 to about 4 carbon atoms,
and/or a diamido ammonium surfactant fabric softener having the
formula:
+
RE TR
(2) R'-c-n-n-?-n-u-c-n'

(RO) pH X~

wherein n, R and R'are as defined above, R1+ is a lower alkyl radical having 1 to
about 4 carbon atoms or hydrogen and X is R"SO4-, Br- or Cl- wherein R" is a
lower alkyl radical having 1 to about 4 carbon atoms,

(B) an organic soivent,

(C) an optional water-immiscible oil perfume, and
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(D) an optional fabric co-softener selected from the group consisting of fatty
alcohols, fatty acids, fatty esters, fatty amines or amine/amides, whereby said
microemulsion is convertible to a milky macroemulsion upon dilution with water.

All of the ingredients of the composition delineated above, both required and
optional, must be normally liquid, i.e., liquid at amblent room temperatures.

The preferred concentration of softeners in these microemulgions lies
belweenabouMO%andaboutGO%although as littte as 10% can be used.

The microemuision compositions of this invention can contain about 10% to
about 60% of the primary softeners, diestar quaternary ammonium surfactants and
diamido ammonium surfactants, about 5% to about 40% of organic solvent, from 0
to about 15% of co-softener and 0 to about 10% of oil perfume, and the remainder
water all on a 100% weight basis.

Most of the prior art quaternary ammonium compounds, commonly
designated as Quats, are not environmentally friendly because of their toxicity to
aquatic life and/or their poor biodegradability. However the softeners of this
invention, both the dioleyl diester Quats and the diamido ammonium compounds
are environmentally friendly.

Diester quatemary ammonium suractant fabric softeners, represented by
equation (1) are commercially available from Stepan Co. as Stepantex and from
KAQ Corp. as Tetrany! but can also be synthesized by the reaction of two moles of
a fatty acid with a trialkanolamine followed by alkoxylation and methylation with
dimethyl sulfate or an alkyl halide such as, methyl iodide. In a preferred mode the
fatty acid is oleic acid and ethylene oxide is used as the alkoxylation agent. For
economical reasons It has been found that Soya fatty acids are a practical source
for this purpose consisting of about 3% myristic acid, about 5% paimitic acid, about
5% palmitolsic acid, 1.5% stearic acid, 72.5% oleic acid and about 13% linoleic
acid. Other sources of useful fatty acids are those obtained from the saponification
of beef tallow, butter, comn oil, cottonseed oil, lard, ofive oil, paim oil, peanut oil, cod
liver oil, coconut oil and the like.

A preferred diester quaternary ammonium surfactant fabric softener is methyt
bis[emyi(oleyl)}-z-hydroxyethyl ammonium methy! sultate. Other diesters ussful in
the practice of this invention include:
methyl bis-[emyl(coeonut)}-z-hydroxyathyl ammonium methy! sulfate
maethyl bis-{ethyl(decyl)}-2-hydroxyethy! ammonium methyl sulfate
methyl bis-[oﬂ1yl(dodeceyl)]—2-hydroxyaﬂ1yl ammonium methyl sulfate
methyl bis-[emyl(lauryl)]-z-hydroxyemyi ammonium methyl sutfate
methyi bls-[emyl(palmrtyl)]-z-hydroxyeﬂ'\yl ammonium methy! sulfate
methyl bls-{ethyl(soﬂ-lallow)]—2-hydroxyelhyl ammonium methyl suifate, and the
like.

A

-
.
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The designation of the terms coconut and soft-tallow indicate mixtures of
esters comesponding to the fatty acid source.

In the preparation of the diester quatemary ammonium surfactants, a certain
amount of the triester homolog may be produced as an impurity. Unlike the diester,
it is not soluble in water and has to be considered as an oil to be emulsified.

A preferred diamido ammonium surfactant fabric softener is the methyl bis-
(olsyl amido ethyl)-2-hydroxyethyl ammonium methyl sulfate, a quaternary. This
can be synthesized by the interaction of one mole of triathylamine with two moles of
oleic acid followed by ethoxylation with ethylene oxide and methylation with
dimethyl sulfate. As in the case of the preparation of the diester compounds above,
elther pure fatty acids or mixtures obtained from the saponification of natural fats
and oils can be utilized in their synthesis. These dlamido quaternary ammonium
surfactant fabric softeners are also commercially from Rewo as Rewopo P.

Another preferred diamido ammonium surfactant fabric softener is the diOleyl
diamido amine having the structure:

o 0o
Oleyl=C =N ~<{CH 2)2=N={CH2)2 =N=C =Oley

(C2H4 - O-)2.5-H

The term “perfume” is used in tts ordinary sense to refer to and include any
non water-soluble fragrant substance or mixture of substances including natural
(i.e., obtained by extraction of flower, herb, blossom or plant), artificial {i.e., a
mixture of natural oils or oil constituents) and synthetic (i.e., a single or mixture of
synthetically produced substance) odoriferous substances. Typically perfumes are
complex mixtures of blends of various organic compounds, such as, esters,
ketones, hydrocarbons, lactones, alcohols, aldehydes, ethers, aromatic
compounds and varying amounts of essential oils (e.g., terpenes) such as from
about 0% to about 80%, usually from about 10% to 70% by weight, the essential
oils themselves being volatile odoriferous compounds and also serving to dissolve

the other components of the perfume. The precise composition of the perfume has _

no particular effect on fabric softening so long as it meets the criteria of water
Immiscibility and pleasant odor.

Organic solvents sultable for use in this invention include: aliphatic alcohols
having 1 to about 6 carbon atoms, such as, ethanol, propanol, isopropanol, n-
butanol, isobutanol, t-butanol, n-pantanol, isopantanol, sec-pentanol, n-haexano!,
isohexanol, other isomers and the like; aliphatic polyaicohols, such as, ethylene

glycol, propylene giycol, butylene glycol, disthylene glycol, dipropylene glycol, 1,4-

135
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1. A clear fabric softener aqueous microemulsion concentrate composition
capable of conversion to a macroemulsion upon dilution with water comprising:
(A) a diester quaternary ammonium surfactant fabric softener having the

formula: o R"t O
i I ]
(1) R' -c-o-n-r:—n-o-c-n'

(RO) pH

R"504"
wherein R is an akylene radical having 2 to about 4 carbon atoms, R' is an akyl or
alkenyi group having 8 to about 22 carbon atoms, n is an integer having values of 1
to about 4, and R’ is a lower alkyl radical having 1 to about 4 carbon atoms, and/or
a diamido ammonium surfactant fabric softener having the formula:

OH RT lil o
T | i
(2) R'-C-N-R-!li-n-ﬂ-c-n'

(RO) pH

wherein n, R and R'are as defined ebove, R1+ is a lower alkyl radical having 1 to
about 4 carbon atoms or hydrogen and X is R"SO4-, Br- or Cl- wherein R" is a
lower alkyl radical having 1 to about 4 carbon atoms,

(B) an organic solvent,

(C) an optional water-immiscible oil perfume, and

(D) an optional fabric co-softaner selected from the group consisting of fatty
aicohols, fatty acids, fatty esters, fatty amines or amine/amides, wheraby said
microamulsion is converted to a milky macroemulsion upon dilution with water.

2. Composition claimed in claim 1 wherein the fabric softener is a diester
quatemary ammonium surfactant.

3. Composition claimed in claim 2 wherein the diester is methyl
bis[ethyl(oleyl)}-2-hydroxyethyl ammonium methyl sulfate.

4. Composition claimed in claim 1 wherein the fabric softener is a
combination of a diester quaternary ammonium surfactant and a diamido
ammonium surfactant.
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5. Composition claimed in claim 4 wherein the diamido ammonium
surfactant is methyl bis-{oleyl amido ethyl)-2-hydroxyethyl ammeonium methyl
suifate.

6. Composition claimed in claim 4 wherein the diamido ammonium
surfactant Is a satt of a diOleyl diamido amine.

7. Composition claimed in claim 1 wherein the fabric softener is a diamido
ammonium surfactant.

8. Composition claimed in claim 7 wherein the diamido ammonium
surfactant is methyl bis-(oleyl amido ethyl)-2-hydroxyethyl ammonium methy!
sulfate.

9. Composition claimed in claim 7 wherein the diamido ammonium
surfactant is a salt of a dioleyl dlamino amine.

10. Composition claimed in claim 9 wherein the salt is a salt of maleic acid.

11.  Composition claimed in claim 1 wherein said composition contains a
water-immiscible oil-perfume.

12. Composition claimed in claim 1 wherein the organic solvent is a lower
alkanol.

13. Composition claimed in claim 12 whersin the alkanol is isopropyl
alcohol.

14. Composition claimed in claim 12 wherein the alkanol is a butanol,
15. Composition claimed in claim 1 wherein the organic solvent is a glycol.
16. Composition claimed in claim 15 wherein the glycol Is hexyiene glycol.

17. Composition claimed in claim 1 whersin the organic solvent is an
aliphatic ether.

18. Composition claimed in claim 17 whersin the aliphatic ether is ethylene
or diethylene glycol monobutyl ether.
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19. Composltion claimed in claim 17 wherein the aliphatic ether is \ 5%

dipropylene glycol methyl ether.

20. Composition claimed In claim 17 wherein the aliphatic ether Is
dipropyiene glycol butyl ether.

21. Composition claimed in claim 1 wherein the fabric co-softener is a fatty
alcohol.

22. Composition claimed in claim 21 wherein the fatty alcohol is oleyl
alcohol.

23. Composition claimed in claim 1 wherein the fabric softener is a fatty
aster.

24. Composition claimed in claim 23 wherein the fatty ester is glycerol
monooleate.

25. Composition claimed in claim 23 wherein the fatty ester is a
polyethylene glycol monooleate.

26. Composition claimed in claim 23 wherein the fatty ester is sucrose
cocoate.

27. Composition claimed in claim 1 comprising about 10% to about 60% by
weight of softener (A), and about 5% to about 40% of organic solvent, with the
remainder being water.

28. Composition claimed in claim 27 comprising in addition up to about
15% of a co-softener and up to about 10% of an oil perfume.
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Description

Technical Field

The prasent invention relates to fabne condtioning compostions In partcular the present invention relates to
fabnc conditioning concenlrates with less than 10% by weight of waler that easily disperse and salf-amulsify in cold
waler (10-25°C) and when smulsfied give excellent perfume delvery and softenng to laundry

Backaround and Prior Art

Conventional nse condrtioners are obtamed by dispersing a cationic softenmg maternial and perfume Into hot water
The problem wilh such conventional nnse condiionars s thal although the nnee conditioners soflen laundry they do
not daliver parfume onto the fabne well because as much as cne third of the perfume m the formutation remains m the
rnse water ’

Rinse conditioners basaed on emulsions ara known We have found that such emulsion-based softeners parfume
fabrics more effactively than these conventional nnse condmoners but subsequently have a loss In therr softening
performance

WO 92/18583 (Procter and Gambls) disclosas a granular nnse conditionsr, which can be added lo water 1o form
an aqueous disparsion, comprising a fatty alkyl ester of a polyhydric alcohol as the softening compound and & mono-
long chan alkyl cattonic surfactant

EP 404 474 (Unilever) discloses a clear, 1sofropic fabric soltenng compound compnsamng a cationi fabric softening
matena! and a carboxylic acid having a {otal number of 8 carbon atoms

GB 2007 734 (Cargo Fleet) discloses a iquid fabric softaner concentrate which consists of a quatemary ammonium
salt having at least one Cy-C, long cham alkyl group and an <1l The concentrate can be disperaed or emuisified with
water No mention of improved perfume delivery 16 mades

The present invention overcomes the problems associated with the prior art in that ¢t provides a nnse conditionsr
with excellent perfume dselivery and fabne sofiening propertias

Addrtionally the prasenl invention also provides rmsa conditioners which ara not detnmental to the absorbency ol
fabric and which also reduce the creasing of fabnc

Definition of the Invantion

The present invention relates to a conditioning concentrals comprising & cationic {abric softening compound and
oil in which the cationie fabric soltening compaound 1s suspanded in the ol

The invention also relates to the use of a composition described above during the nnse cycle to reduce creasing
or to improve the water absorbency of tabrie

A procass for perfurming and softaning laundry 18 also daescrbed in which the composition descnbad above 1s addad
directly to the rinse lquor

Delalled dascrpiion of the invention

The present mvention refates to a condiioning concentrate The term concentrate in the context of the present
Invention means that Iitle or no water 1s prasent in the formulation Tha maximum lavel of water that can ba present
In the lormulation 1s 10 % or less by weight of the total formulation, more preferably 5 % or less by weight, most
proferably 2 % or lass by wetght In soms situations less than 10.5% by weight of water may be presant

It 1s especially advanageous f the softening compound and the ol are heated together to form a melt Perfume
may also form part of the melt

Without being bound by theory the compostiions of the invention can be dascribed as having a physical state
wherein a network of sohd crystallites of controlled strength 18 1ormed 1o contain the iquid phase The strength of the
s0lid network s controlled such that composition does not undergo gravitattonal sedimentation under quiescent con-
dions but flows under agration and stirnng In direct contrast & conventional emulston comprisas an oll emulsified by
cationc active in the form of lamellar layers, sa:d emulsion can yield to gravitational phase separsation

Further discussion on the properties of inorganic solids sus»endad in an ol are given In "Elactrostatic Stabilization
of Suspenstons in Non-agueous Media® Ph C van der Hoavan, University of Wageningen Thesis (1991), Chapter 2

It is preterred that when added to water the emulsified product has an oll droplel size (D4 volume average droplet
size} of under 5jim and more prelerably undar under 3um Drodlet siza (D) Is typically in the range 0 2pm-50pm
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The Qil

The compositions of the prasent invenlion compnise at least one ol The o1l may be a mmeral oll, an esler oll or 8
sugar ester ol Some natural ails, such as vagetabla olls may be included f appropnate

118 preferred o the oil 13 an ester oll, sugar ester oll or a rmineral oit Surable oils mclude those in the Smus range
of minerai ails {ex Silkolene)

Surable ester als mclude the saturated ester oils (ex Unichema) and the unsaturated sugar ester oils {ex Miisubishi
Kagaku)

It 1s preferred f the ester olls of the Invention are hydrophobie in nature It is further prelerred if the ester oll 15
saturated (hardened) in nature, unless it 18 a sugar ester ois sor which unsaturation i1s preferred

Sunable ester olls are the fatty ester of a mono or polyhydric aicohol having from 1 to about 24 carbon aloms in
the hydrocarbon chan, and mono or polycarboxylic acids having from 1 to about 24 carbon atems in the hydrocarbon
chain with the proviso that the total number of carbon atome In the estar ol 1s equal to or greater than 16 and that at
least one of the hydrocarbon radicals in the ester o1l has 12 or more carbon atomns

Ester cils most suitable for use in the present invention arz the PRIOLUBES from Unichema In particular PRIOL-
UBE 1407, PRIOLUBE 1447, PRIOCLUBE 1415, PRIOLUBE 1448, PRICLUBE 1427, PRIOCLUBE 1445, PRIOCLUBE
2045, PRICLUBE 3988, PRICLUBE 3987, PRIOLUBE 2091, ESTOL 1545 and ESTOL 1527 are advantageously em-
ployed Of these PRIOLUBE 2045, which is a neopentyl glycol monomarate, PRIOLUBE 1448, which 18 a necpentyl
glycol dioleate, and Estol 1445, which 1s a 2-elhyl hexyl stearale are parlicularly useful The fatty acid mndure tfor this
esler 8 callad in the oleochemical mdustry "monomer fatty acikd" and derives from the dimensation of rape oil (eruca
low) fatty acrd or oleme from tallow In the dimensation process, dimer, trmer acids and so called monomenc acids
are formed After the dimensation the *monomeric® part s separated via distillation

Sunable mineral oils Include Esso Marcol technical garde range of oils and partcularly preferred 1s the Silkolene
medicinal Sirus range

The molecular weight of the mineral oil s typically within the range 150 to 400

It1s preferrad if the viscosity of the ester oll or minaral o1l 18 from 2 ¢P (mPa 8) to 400 ¢cP {(mPa 8) al a temperature
of 25°C, more preferably a viscosty from 2 to 150 cP (mPa 8}, most preferably a viscosity from 10 10 100 cP (mPa 8)

It prafarred d Lhe viscosity of the sugar ester oll 1s above 50,000 cF, preferably 5,000 to 20,000 cP, mosl preferably
6.000 to 20,000 cP All viscosities are measured at 25°C.

It1a preferred if the density of the mineral oil 1s from 0 B0 to 0 90 g/em3, more preferably from 0 83 to 0 BBg/em3

It 15 further preferred i the rafractive index of the oil is from 1 445 to 1 480, more preferably from 1 460 to 1 485

The level of ol in the nnse conditioner 18 preferably from 20 to 80 wi% of the composition, most preferably trom
50 1o 70 wit%

The Crysial Growth inhibrtor

It 15 also preferred f a crystal growth mhibitor 15 present It 1s beneficial i the crystal growth inhibitor forms part of
the mett

The crystal growth mhibitors are compounds that have highly polansable hydrophilic groups

Examples of suitabla crystal growth inhibitors include (poly) carboxylates, fatty acids, (poly) ethylene oxrdes , hy-
droxylic organic acds, (poly) phosphates, organic phosphonates, amino phosphonates, poly acryic acids, poly aspartic
acwd, poly propopylena glycols, polyethelene glycols and soll release polymers such as PET-POET (PERMALOSE TM
ox ICl), SOKOLAN HP 22 {ex BASF), cationic dacoupling polymers (ex Nationa! Starch) as disclosed in (EP Q 415
69842).

Particularty preferred crystal growth medifiers are organic acids of alkyl chain length C,a or less, and nontonic
surlaclants having an average alkyl chain length between G, and Co; and [rom 10 to 30 ethoxylate groups Particularty
preferred crystal growth mhibrtors are tallow and coco nonionic surfactants having from 15 1o 20 ethoxylate groups,
organic ackds such as lactic acid (which contains about 20% linear polymene sell-ostorfied esters), stearnc acid, and
hardened or unhardened tallow acid Mixtures of crystal growth inhibitors may aleo be used

When the compositions of the prasen! nvention are being produced by the melt process as herein described it 1s
particularly preferred that the compositions compnse a fatty acid crystal growth modifier, especially hardened or non-
hardened tallow fatty acid or lactic acid or & tallow ethoxylated aleohal

Ifthe crystal growth inhibitor is a fatty ackd or nonionic surfactant il 1s advantageous it the alkyl chain 1s not branched

The average alkyl chain length of the nonionic surfactant may, for example be between C,g to C,, |1 a8 nonione
surfactant s used as the crystal growth inhibitor 1t 1s preferred if the HLB 18 from 14 to 17 espscially from 1510 17

Preferred crystal growth inhibitors have further advantages in that they control crystal agglomeration {and hence
the viscosity) and aid emulsification of the ol Furthermore, thi preferred crystal growth inhibitors aid the dispersicn
of the melt in water
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The crystal growth inhibitor can ba cationic and nonionic 11 nature but not anenic In this context fatty acids f used
{In presence of some water) as a crystal growth inhibrior should be used at a pH where they are not dissociated and
are thus nol anonic I nature

The crystal growth inhibitor or mixtures theraof should preferably be present at a level of from 1 wt% to 20 wi% of
the compostion, more prelerably the crystal growth inhibitor should be prasent at a tevel from 2 wit% to 10 wi% As
dascrbed above a mixture of crystal growth inhibilors may be usad, however the level of each indvidual erystal growlh
inhibrior 1s preferably between 1 wit% and 10 wt% , more preferably between 1 wt% and & wt% of the total composition

It 18 preferrad thal the composiiions comprise a co-emulsifier for rapid dispersion of the composition when i Is
added lo water

It a nonionic ethoxylated surfactant 1s used as the crystal growth inhibitor than this will function as both the inhibitor
and as a co-emulsifier to provide good dispersion

It 18 a proferred featurs of the presant invention that Lthe compositions compnss a co-emulsifiar which 1s a surfactant
having a low HLB, preferably less than 14 It has been found that such suffactants provida axcellenl dispersion results

The preferred co-emulsders are Ca-Cas alcohol alkoxylales with an average of 3to 10 alkoxylate groups, preferably
5 10 7 alkoxylate groups Ethoxylates are the preferred alkoxylatas although mixed ethoxylatespropoxylates or pro-
poxylates may also ba usad

Alternatively, the compesitions may comprise, as the co-smulsifer, a midure of surfactants to provida good dis-
persibility A rmixture of a nonionic ethoxylate surectants having an HLB of lass than 14 with surlactants having an
HLB of grealer than 15 5 also provides excellent dispersibiiity in water

Suitable surfactants with an HLB of less than 14 are disclosed heremnabove Surtable surfactants with an HLB of
greater than 15 5include Cp-Cy alcohol alkoxylatas with an a'verage of 15 to 25 aloxylate groups, preferably 17 10 23

Again ethoxylates are prelerred, although mixed ethoxylates/foropoxylates and propoxylates may be used

The co-emulsiier mcture preferably comprises no more then 90% by weight of the highar HLB surfactant, preferably
no more than 75%, espacially no more than 5%

The Fabric softaning Compound

The compositions of the present nvention comprise at [east one fabne softerng compound

The fabric softening compound s preferably a quaternary ammonium matenal comprnising a polar head group and
two alkyl or alkenyl chains

Preferably the fabnc softaning compound of the invention has two long chain alkyl or alkenyl chans with an average
chan length greater than C,,, more prelerably each chain has an average chamn length greater than C, s, more prel-
erably at lsast 50% of each long chain alkyl or atkenyl group Fas a chain length of G

It1s preferred i the long chain alkyl or alkenyl groups of the labric soflening compound are predaminantly linear

It 18 highly preferrad 1 the fabric softening compounds of the invention are subsiantially water insolubla Substan-
tially insoluble fabne¢ softening compounds in the context of th-s mvention are defined as fabrc sottening compounds
having a solubility {ess than 1 x 103 Wi% n demmeralised water at 20°C, prefarably the fabne softening compounds
have a solubility less than 1 x 104, most preferably the fabric softening compounds have a solubility at 20°C in dem-
ineralised watar from 1x 108 to 1 x 108

Woall known species of substatially water-insoluble quaternary ammonium compounds having the formula

Rq_\ ) /:

wherein R, and R, represent hydrocarbyl groups having from 12 to 24 carbon atoms, Ry and Ry, represent hydrocarbyl
groups contasning 1 to 4 carbon atoms, and X i1s an anion, prefarably selected from halide, methyl sulphate and ethyl
sulphate radicals are preferred
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Representative examples of thesa quaternary sofieners include diftallow alkyljdimethyl ammonium chloride, di
(tallow alkyl} dimethyl ammonium methyl sulphats, dhexadecy| dimethy! ammonium chionde, dihydrogenated tallow
alkyl) dimethyl ammonum chlonds, dioctadscyl dmethyl ammonium chlonds, difhydrogenated tallow alkyl} dimathyl
ammonium methyl sulphate, dihexadecy! diethyl ammonium chlornids, difcoconut alkyl) dimethyl ammonium chloride
Dnallow alky! dmethyl ammorium chlonde, difhydrogenated tallow alkyl) dimethyl ammonium chicride, and quats of
this

Other preferred softeners contain eslers or amide links, for axample thoss availabla under the iradenames Accosofl
580, Varisoft 222, and Stepantex

Particularly preferred fabne soflening compounds are a water insoluble quaternary ammonium matenals which
comprisas a compound having two C, .44 alkyl or alkenyl groups connected to the molecule via at least one an ester
link It 18 more preferred if the quaternary ammonium matariel has two aster links present The preferred esterdinked
gualernary ammoniurn material for use in the invention can be reprasented by the formula

EP 0 829 531 A1

Rl

R! N (CH,} ,-T-R? X

|

(CH;) n—T_Rz

wharein each R! group 1s Independently selactad from C,_, alkyl, hydroxyalkyl or C,_, alkenyl groups, and wherain
each R2 group 18 ndependently selectad from Cy_oa alkyl or alkenyl groups;
Tis

-C-0- or -C-0-;

X~ 18 any surtable anion and
n 15 an Inlager {rom C-5
A second preferred type of quaternary ammonium material can be represented by the lonmula

OOCR?
|

{R,},N" — (CH,),——CH X
I

CH,00CR?

wheramn R,, n X" and R, are as defined above

it 1s advantageous for environmenital reasons  the quatemary ammonium material s biologically degradable

Proferred matenals of this class such as 1,2 bisfhardened tallowoyloxy]-3- tnimethylammonium propane chlonde
and their method of preparation ars, lor example, descnbed in US 4 137 180 (Lever Brothers) Prelerably these ma-
tenals compnse small amounts of the corresponding mongester as described n US 4 137 180 for example 1-hardened
tallowoyloxy -2-hydroxy trimethylammonium propane chlonde

The fabne soflening agent may alsc be a polyol aster quat {PEQ) as described in EP 0 638 639 (Akzo)

The level of cationic softening compound 18 preferably from 3 wi%e to 60 wt% of the total composition, more pref-
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erably from 10 wi% to 40 wi%

It 18 prelered If the ratio of cationic softening compound to ol 1s from 1 10 to 5 1 preferably from 1 5to 11, and
most praferably 1 3t0 1 1

It 1s prefarred that the composition contains less than 25 wi% of the tolal composilion of organic solvent, more
preferably loss than 20 wi%, most preferablay less than 10 wtk%

I118 aspecially prefarred lhat the solvents are non-aquecus In any case level of water must be kepl below 10%
of the total composition

For compostlions produced by the melt process, as herein below describad 1 15 preferred that organic sotvents
are included in the compositions It 1s preferred ihat less than hall of the amount of any solvent present 1s flammable
solvent (1 @ has a flash pomnt of less than 25°C The major proporiion of the solvent should most preferably be a non-
flammable solvent (1 @ have a flash point of higher than 25°C) Surable examples include IPA, propylene glycol, ang
especiaily hexylene glyco! and butyl digol for reasons of viscosity and appearance of the melt A mixture of sofvents
may provida advantageous results, espacially with respect to viscosrty In some composritions solvent may be present
as a result of benyg a component of an ingradient of the composition

It 13 behieved that the choice of the type of any solvent present in the compostiions of the present mvention hielp
to control the sze of the crystals of the fabre soltening compeund

An excess of solvant in the compositions, @ g greater than 30% by waight of solvent typically proguces an increase
in the paricle size of the fabnc softening compound However, this typically results in compostions which are more
difficult to disperse

Compostiion pH

The compositions of the nvention when dispersed m water al use concentration preferably have a pH of more
than 1 5, more praferably less than 5

Product Form

The composition ts 1n the form of a concentrate, typically in the form of a paste or high viscosty liquid The con-
centrate may be added either immediately or after standing, following addition to water by the consumer o form an
emulston which 18 then added to the rinse liquor

However, 1 1s preferable if the concentrate s addad directy to the rinse liquor

Other Inaredients

The composition can also contan one of more optional mgredients, selected from pH buffering agents, parfiumes,
perfume carnars, fluoreacers, colorants, hydrotropes, antifoaming agents, antrredeposition agants, polymeric or other
thickening agents, enzymes, optical brightsning agents, opactiers, anti-shnnking agents, anti-wrinkle agents, anti-
spotling agents, germicides, fungicides, anti-corrosion agents, drape mparting agents, antistatic agents and ironing
ads

The concentrated compoesitions according to the prasent invention may be produced according to any suiahble
method Two methods are particularty preferred namely the maelt process and the cold grindmg (milling) process

A mell as referred to herein s a homogeneous liquid mixiure of two or more subslances that would indnidualty
solidity on cooling to ambient temparature In our melts typically one or two of the components sohdify on cooling
{usually cationic and nonionic)

Inthe melt process the fabric softening compound is healed until it 18 mobile, preferably iquid, tollowed by addion
to an ol phase {which may contan a perfums) to produce a melt The additional components of the composiion may
be ncorporated into the composition via a mobile fabric conditioning compound, via the oil, or they may be addsd after
the labne condtioning compound and the oil have been mixed together Typically the mslt 1s formed at a temperature
of at least 35°C, preferably of at least 40°C, e g at a temperature of 45°C 1o 70°C Preferably the fabric softening
compound and nomonic(s) are mixed with the ol and then healed to form a iquid 1o which upon cooling to a lowar
temperature perflume may be added

Alternatively, tha compositions of the present invention may be produced by a cold gninding (milling) method where-
in the fabric softening compound and the cil are mxed togethar, at ambient temperature typically at high shear rales,
wiihout the labric softening composition being heated prior to mpng

The cold grinding process typically produces compositions of lower viscosarties than the corresponding composi-
tions produced by the melt route

The mvention will now be illustrated by reference to the following non-imiting Examplas Further modifications
within the scope of the present invention will be cbvious to the skilled man



10

25

EP 0 829 531 A1 ]q:g

Comparative Examplas are iflusirated by a letter and Examples of the invention by a number
EXAMPLES

Examples 1toSand AtoH

Examplas 1 to 5 were prepared by heatmg the catonic softener until iquid and adding it to a blend of cil and
perfume or agding the cationic to the oif and heating the mixture Addtional components were added to the oil and
warmed or added to the cationic softener and warmed or added to the blend of cationic and o1l while cooling This
method 15 retarred to herein as the melt procesa

Examples A to H were prepared by stepwiae addrtion of componenls to hot waler
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Table 1 i
Component % w/w 1 A 2 B 3 [+ 4 D S E F G H
n-Hexadecane 66 4 13.3 - - - - - - - - - - -
Estol 1545 68.0 13.6 66 9 13 4 - - - - - = --
Marcol 52 - - - - 64.9 %3. - - - - -
Sirius M70 - = - - - - 66.9 13.4 | - - 3.38
Arguad 2HT 27.4 5.5 29.2 5.8 27.9 .8 27.9 5.6 27.9 5.8 2.13 2.13 2.13
Per fume 6.3 .3 - - 4.5 .9 4.5 0.9 4. 0.9 0.24 0.24 | 0.24
Lactic Acid 2.8 [ 0.6 2.8 0.6 - - 2.7 0.5 - - - - -
Sirus M180 - - - - - - - - - - 3.38 - -
Ryoto Sugar - - - - - - - - - - - 3.38 -
Esler

Coco 20E0 - - - - 0.7 0.14 - - 0.70 0.14 | - b -
Water to 100 to 100 te 100 to to to 100

100 100

Softness Score 4.2 4.0 4.7 4.3 6.0 4.3 4.8 3. 5.2 4.7 - 4.67
Perfume Score 2.6 3.60 2.60 3.3 3.69 | 3.33

Arquad 2 HT is di methyl di hardened tallow quaternary ammonium chloride containing about 20% isopropyl
alcohol and was used as supplied ie. the % refers to the product as supplied.

Examplea F,G and H are 5% emulsions prepared from the melts by diluting in 50°C water.
The perfume score is noted as perfume on “wet” fabric.

IV LES 628 0d3
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Table 2
ol Type Viscosity 25°C/mPa s | R 20°C | Dansity
20°C

n-hexadacane hydrocarbon (ex Baker 598 143453 0778
Estol 1545 2 - ethylhexyl aster ol {(ex Unichema) 1337 1 44811 0 860
stearate

Marcol 52 mineral (ex Esso) 14 49 1 45246 0829
Marcol 172 mineral (ex Esso) 60 23 1 47056 D 859
Sinus M70 pure mineral {ex Silkclene) 24 38 146076 083
Sinus M180 mineral (ex Sitkolene) 685 147171 0860
Ryoto ER 250 Sugar ester {ox Mitsubish 20x102 1 48354 0968

Kagaku}

Sinus M125 mineral (ax Silkolens) 42 524 38 146915 0855
Sirius M350 mineral (ex Silkolena) 106 0 1 47451 0 866

(1) Softening evaluation method

Softening performance was evaluated by adding © Ig of fabne softening compound to 1 Iitre of demineralised waler
at ambient temperature containing in a tergotometsr |t should ba noted that the levei of actives was equal n the nnse
Iquor for the examples of tha invention and the cormparative examples Three pieces of terry towelling {19cm x 19 5¢m)
wore added to the tergotometer pot (The lerry lowelling was previously nnsed with 0 001% (w/w) sodium alkyl benzene
sulphonate (ABS))lo simulate carryover of anionic detergent fiom the mamn wash }

The cloths wera treated for 5 minutes at 65 rpm, spin died to remove excess liquor and Iine dried ovemight
Softness was evaluated by a trained panet of four people ranked the cleihg against set standards A low number
indicates a greater degree of soltening

{n) Perfume delvery evaluation method

Perfume delivery was evaluated by rinsing three pieces cf tarry towslling (7 75 by 7 5%, per product in a similar
manner to that previously descnbed for softening evaluation asove Instead of being line-dried the cloths were imme-
diately assessed for parfume intensily by a traned group of eighteen panellists who ranked each cloth on a scale of
zero 1o five corresponding lo descriptors ranging from no perlume to very strong perfume Further assassments were
made after five hours when the cloths ware dry and again after wenty-four hours The lavel of product was 0 1g/1 active
matter with a perfume lavel In tha rinse quor of 4 76mg/

Absorbency of {abrics was evaluated by treatmg labnc as Jescribed for the softening assessmant Strips of fabric
were cut to 11 cm by 3 cm Tha strips of treated {abric were held vertically and lowered into a dish containng a 0 02%
solution ol direct red B1 dye, so that ca 0 5cm of the fabric was below the surface of the water The height to which
the Imuid rose up the strip was measured at Intervals of tma for a total of one hour The average height for each
Ireatment was calculated Higher values are indcative of batter absorbency

Examples 6,7 and |

Example 6 was prepared as for Examples 1to0 5
Example 7 was prepared by adding Example 6 to hot watar (60 >C 1o give an emulsion comprising 20% active Example
I & conventional softener dispersion, wasa prepared by slepwise addition of tha components to hol water

Example 8 | Example |
Sinus M70 5323 -
Arquad 2HT 36 92 73
Coco20EO 591
Hardened Tallow fatty acid - 04
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{continued)

Example 6 | Example | ’ q 'K

Parfuma 39 03
Water 00 916

Softening and absorbency were evaluated as described above

Softening score Absorbency
Height {mm} m one hour
Example 6 338 126
Example 7 35 109
Exampls | 30 18

These results show that Examples 6 and 7 of the invention unlike comparative Example | have dissociated scftening
from absorbency

The perfums periormancs, crease recovery, average recovery angle and ease of ironing for examples 6, F.G and
H (as according to the prasent invention) and comparative Example | were tested as delailed below

(1) Perfume Performance

Perfume Performance was evaluated as described above

Table 3
Waet Cloth | After 5 hours | After 24 hours
Example 6 258 239 174
Example | (comparative) 222 136 095
Example F 353 236 142
Example G 369 197 136
Exemple H 333 240 181

(1) Crease Recovery (warp lest)

Cotton poplin cloth was soaked in a solulion of fabnc softening compound (0 1g1 In demineralised water) at room
temperature and than wrung using an Atlas Laboralory wnngor After Ine drying, the cloth was left al 20°C and 65%
humdity for 24 hours The cloth was then ¢ut 1o 25mm to 50mm The cloth was folded in half (short ends together)
and placed on a plate A 2kg load was placed on the crease of the cloth a using a *Shirley Crease Recovery Toster
(SDL 003A)* One half of the cloth was secured to tha testar, the other half being left suspended in the air The angle
of the free end was maasured relative 1o secured end aftar 2 minutes 30 seconds

{m) Avarage recovery angle (warp)

Example 6 | 730
Example 7 | 63 28
Example | | 57 2

The greater the angle the betier the crease recovery of the cloth
(rv) Ease of ironing

From diract observation of the cloths it could be saen that the wnnkles lall out more easily from cloths treated with
Example & than cloths treated with Example | This made ironing of tha cloth treated with Examgple 6 nnse conditioner
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easier as the wrinkles needad Ittle pressure from the iron to be removed In this respect wrinkles fell out more easily \ h
ifrom cloths treated with Example & than cloths reated with Example 7 ,

Examples 8 to 16

Table 4
COMPOSITION = | Examplé 8 | Examplis '§'’| Exanple 10 | Example i1
’ SRR I - NI
N U DR, 00 3 P, S e R I
s 2t enbs o e . <2 octtn LA g ] el STITNT e e PRI
Sirius M70 47.32 59.14 53.23 -
Arquad 2HT 36.92 36.92 36.92 36.92
Coco20ED 5.91 - - 5.91
Hardened 5.91 - 5.91 -
Tallow Fatty
Acid
Perfume 3.94 3.94 3.94 3.92
Sirus M180 - - - 47.32
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Table 5
| T R
e 12 13 14 15 16

Prolube 1446 65.03 56.11 - - -

Sinus M70 - - 52.92 52.42 53.63
2HT . . 36.71 . -

HEQ 30.64 3969 - a7 z27 -
Deadmac - - . - 35.91
Coco20EQ - . 5.82 577 5.90
Tallow 15 EO 4.33 4.20 . - -
Perfume - - 4.55 4.54 4.54

HEQ 15 a mixture of 66 2% 1,2 bis[hardened tallowoyloxy]-3-Inmsthylammonium propane chlords, 11 03% tallow
tatty acd and 1sopropy! alcchol

DEEDMAC is a mixture of difhardened tallowoyloxyethylidimethyl ammonium chionde B3% quat, 2% tallow falty
acid and isopropy| alcohol

All examples exhibitad good softenng of the fabrics and perfume dalivery

Examples 17 and 18, Cold grinding route of preparaton

A further method of producing the compositions of the pre 3ent invention 18 demonstrated by this example

Example 17 had same composition as Example 15 (above} and Example 18 had the same composition as Example
16 except the oll was Estol 1545 In both cases he fabrnic soltening compound (HEQ or Deedmac) was added 1o the
ol (Sirus M70} and cother ingredients followad by high-shear moing at ambient temperature The compositions pro-
duced were dispersions with relatively low viscosities This method i1s refarred to henn as the cold-grinding route

The cold-grinding route produces products with typically lower viscosities than those produced by the melt route
of the present invention The cold-gnnding route provides a particularly advaniagecus route for the preparation of
products comprising high melting point fabric softening componunds

Examples 15 and 16 as prepared by the melt route were substantially sold and dificult to disperse at ambient
temperature Examples 17 and 18 as prepared by the cold gnnding route ware soft solids/pastes

The softening and perfume performance of the seme composttions but produced by two routes of the Invention
ware comparable

Exampla 16 {melt) route and Example 18 (cold-gnnding route) both exhibiiad excellent softening and perdume
delivery/ longevity (see Table 6)
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CONCENTRATED PREMIX WITH REDUCED FLAMMABILITY FOR
FORMING FABRIC SOFTENING COMPOSITION

TECHNICAL FIELD

The present invention relates to concentrated liquid fabric softener active
premixes for use in preparing softening compositions useful for softening cloth. It
especially relates to the preparation of textile softening compositions for use in the
rinse cycle of a home textile laundering operation to provide excellent fabric-
softening/static-control benefits.

BACKGROUND OF THE INVENTION

Historically, fabric softening actives typicaily contain low solvent levels.
However, normally, such fabric softener actives are difficult to process unless raised
to high temperatures and processed with high energy levels. Raising the level of
low molecular weight solvent to permit low temperature processing increases
flammability. Moreover, there is a need for highly concentrated "compositions” that
are suitable either for sale to consumers as "finished compositions™ or for creating
such compositions. Said highly concentrated compositions that are used to further
create finished compositions should have a viscosity that allows them to be stored,
pumped, and processed at ambient temperatures into finished aqueous compositions
without the need for high shear mixing. It is very desirable to bave these
concentrated compositions also with low flammability or non-flammable
characteristics. Concentrated active premixes and/or compositions that can be
processed without difficulty, are of particular importance when one wants to provide
the fabric softening benefit to consumers in remote areas of the world, where the
cost of transporting finished low concentration products to the area from some other
location is prohibitively expensive and the local manufacturing facilities are hmited
and rudimentary. Safety and frecze/thaw stability are both important attributes for a
consumer product and/or the products used to prepare such consumer products.

The present invention provides highly concentrated active corﬁpositions
containing biodegradable actives with either no, or relatively low, levels of low
molecular weight organic solvent (e.p., below about 10%. by weight of the
composition) so that they have reduced flammablity, that can be processed at
normal, i.e., room temperatures {abou. 25°C) and, preferably, even sub-normal

N
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temperatures after prolonged storage conditions, preferably without high shear
mixing, to form stable compositions.
SUMMARY OF THE INVENTION
The high active fabric softener "premix" compositions, useful for preparing

finished compositions, herein comprise:
A from about 50% to about 85%, preferably from about 60% to about 80%,
more preferably from about 65% to about 75%, by weight of the composition, of
biodegradable fabric softener active selected from the group consisting of:

1.  softener having the formula:

(RVg-m - N®) - [(CH2)- Y-RYm | xO)
_ ; (1)
wherein each R substituent is a short chain Cy-Cg, preferably Cy-C3 alkyl or
hydroxyalkyl group, e.g., methyl (most preferred), ethyl, propyl, hydroxyethyl, and
the like, benzyl, or mixtures thereof; each m is 2 or 3; each n is from | to about 4;
each Y is -00)C-, or -C(0)-O-; the sum of carbons in each R!, plus one when Y is
-0{0)C-, is C4-C37, preferably C14-C3q, and when one YR sum is from about 6
to about 10, the other YR! sum is from about 16 to about 22, with each R! being
hydrocarbyl, or substituted hydrocarbyl, substituent, preferably alkyl or alkylene;
and where the total average lodine Value (hereinafter referred to as I'V) of the parent
fatty acid of this Rl group is preferably from about 40 to about 140, more preferably
from about 60 to about 130; and most preferably from about 70 to about 105 (As
used herein, the lodine Value of the "parent” fatty acid, or "corresponding" fatty
acid, is used to define an average level of unsaturation for all of the R! groups that
are present, that is the same as the level of unsaturation that would be present in
fatty acids containing the same R! groups.); and wherein the counterion, X-, can be
any softener-compatible anion, preferably, chloride, methy! sulfate, bromide, or
nutrate, more preferably chloride or methyl sulfate;

2. softener having the formula:

R1-Y-CH2\

Ry

X - 2)

CHCHoN(HRy | xO)

\"

1y,
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wheremn each Y, R, R!, and X() have the same meanings as before (Such
compounds include those having the formula:

[CH3]3 NOY{CH,CH(CHyoCc [0 R hoc(o)r 1) i)
where C(O)R! is derived from, e.g., natural source fatty acid including those that are
high in oleic fatty acid, and, preferably, each R is a methyl or ethyl group and
preferably each R! is in the range of Cy5 to Cyg with degrees of branching and
substitution optionally being present in the alkyl chains); and

3. mixtures thereof;
B. at least an effective amount to lower the viscosity, but less than about 40%,
preferably from about 5% to about 30%, more preferably from about 7% to about
25%, and even more preferably from about 10% to about 20%, by weight, of high
boiling point solvent, preferably to lower the viscosity to less than about 1000 cps,
preferably less than about 500 cps, more preferably less than about 300 cps. while
not making the composition more flammable; and
C optionally, from 0% to about 10%, preferably from about 3% to about 6%,
by weight of the premix composition, of low molecular weight alcohol to lower the
viscosity of the premix composition.

DETAILED DESCRIPTION OF THE INVENTION
A. FABRIC SOFTENING ACTIVE

The premtixes herein contain, as an essential component, from about 50% to about
85%, preferably from about 60% to about 80%, more preferably from about 65% to
about 75%, by weight of the composition, of a fabric softener active selected from
the compounds identified hereinafier, and mixtures thereof.
Diester Quaternary Ammonium Fabric Softening Active Compound (DEQA)
(1) The first type of DEQA preferably comprises, as the principal active,

compounds of the formula

(Rig-m -N(*) - [(CHR)n - Y-R 1y | X0
- (N

wherein each R substituent is a short chain Cj-Cg, preferably Cy-C3 alkyl or
hydroxyalky! group, e.g . methyl (most preferred), ethyl, propyl, hydroxyethyi. and
the like, benzy! or mixtures thereof, each mis 2 or 3; each n is from 1 to about 4;
each Y is -0-(0)C-, or -C(0)-O-; the sum of carbons in each R}, plus one when Y
is ~O-(0)C-, is Cy3-Ca2. preferably Cy4-C2g, with each R being a hydrocarbyl, or

|4
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substituted hydrocarbyl, group, preferably alkyl or atkylene (mono- and/or poly-
unsaturated). either straight and/or branched, and especially mixtures of groups
derived from natural sources. Preferred compounds contain different R! groups.
The average lodine Value (hereinafter referred to as V) of the parent fatty acid of
this R1 group is preferably from about 40 to about 140, more preferably from about
60 to about 130; and most preferably from about 70 to about 105.

The counterion, X{*) above, can be any softener-compatible anion, preferably
the anion of a strong acid, for example, chloride, bromide, methylsulfate, sulfate,
nitrate and the like, and more preferably chloride or methylsulfate.

These biodegradable quaternary ammonium fabric softening compounds can
contain the group C(O)R! which is derived, primarily from unsaturated fatty acids,
e.g.. oleic acid, and/or fatty acids, and/or hydrogenated, and/or partially
hydrogenated fatty acids, which are derived from vegetable oils, and/or partially
hydrogenated vegetable oils, such as, canola otl, safflower oil, peanut oil, sunflower
oil, comn oil, soybean oil, tall oil, rice bran oil, etc. Non-limiting examples of
DEQAs prepared from fatty acids have the following approximate distributions:

Fatty Acyl
Group DEQA! DEQA2 DEQA3 DEQA4 DEQAS
ci2 trace trace 0 0 0
Ci4 3 3 0 0 0
Ci6 4 4 5 5 5
C18 0 0 5 6 6
Cl4:1 3 3 0 0 0
Cl16:1 11 7 0 0 3
C18:1 74 73 71 68 67
C18:2 4 8 8 1 1
C18:3 0 1 1 2 2
C20:1 0 0 2 2 2
C20 and up 0 0 2 0 0
Unknowns 0 0 6 6 7
Total 99 99 100 100 102
v 86-90 88-95 99 100 95
cis/trans 20-30 20-30 4 5 5
(C18:1)
TPU 4 9 11 13 13

Other noniimiting examples of DEQA's of this invention are as follows:

Fagv Acv! Group DEOQAS DEQAZ
Ci1a 0 1
Clé 11 25
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5.
Ci18 4 20
Ci4:1 0 0
Clé:1 1 0
Cl18.1 27 45
C18:2 50 6
Cl18:3 7 0
Unknowns 0 3
Total 100 100
v 125-138 56
cis/trans (C18:1) Not Available 7
TPU 57 6

DEQADS is prepared from 2 soy bean fatty acid, and DEQAT is prepared from
a slightly hydrogenated tallow fatty acid.

Fatty Acyl Group DEOAE DEQA2 DEQALO

Isomyristic acid - 1-2 --
Myristic acid 7-11 0.5-1 -
Isopalmitic acid 6-7 6-7 1-3
Palmitic acid 4-5 6-7 -
Isostearic acid 70-76 80-82 60-66
Stearic acid - 2-3 8-10
Isoleic acid - - 13-17
Oleic acid - - 6-12
v 3 2 7-12

DEQA8 - DEQAIO are prepared from different commercially available
1sostearic acids.

Suitable DEQA's can be prepared as a single DEQA from blends of all the
different fatty acids that are represented (total fatty acid blend), as well as from
blends of mixtures of separate finished DEQA's that are prepared from different
portions of the total fatty acid blend. Lower IV softener actives can be used if the
branched chain fatty acids like isostearic acid are added.

The unsaturated, including the polyunsaturated, fatty acyl groups surprisingly
provide effective softening, but also provide better rewetting charactenstics, good
antistatic characteristics, and especially, due to polyunsaturated fatty acids, superior
recovery after freezing and thawing.

The highly unsaturated materials are also easier to formulate into concentrated
premixes that maintain their Jow viscosity and are therefore easier to process, e.g..
pump, mixing, etc. without large amounts of solvents. These highly unsaturated
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Realizado el examen de patentabilidad de la presente solicitud segun el articulo 45 de
la Decisién 486 de la Comision de la Comunidad Andina, “art. 45.- Si la oficina
nacional competente encontrara que fa invencion no es patentable o que no cumple
con alguno de los requisitos establecidos en esta Decision para la concesion de la
patente, lo notificara al solicitante. Este debera responder a la notificacién dentro del
plazo de sesenta dias contados a partir de la fecha de la notificacion. Este plazo podra
ser prorrogado por una sola vez por un periodo de treinta dias adicionales.

Cuando la oficina nacional competente estimara que ello es necesario para los fines
del examen de patentabilidad, podra notificar al solicitante dos o mas veces conforme
al parrafo precedente.

Si el solicitante no respondiera a la notificacion dentro del plazo senalado, o si a pesar
de la respuesta subsistieran los impedimentos para la concesion, la oficina nacional
competente denegard la pafente.” se notifica el siguiente Concepto Técnico:

1 DOCUMENTOS ESTUDIADOS

Para el presente estudio se tuvo en cuenta el capitulo descriptivo, folios 6 a 38
presentado originalmente, folios 59 y 60 de la descripcidn y reivindicaciones 1 a 11,
folios 61 a 63 anexados como respuesta al requerimiento formal; lo cual fue aceptado
dado que éste no implica una ampliacién de la solicitud originalmente presentada
conforme lo establece el articulo 34 de la decisién 486 de la Comision de la
Comunidad Andina “art. 34.- E! solicitante de una patente podra pedir que se
modifique la solicitud en cualquier momento del trémite. La modificacion no podra

‘implicar una ampliacion de la profeccion que corresponderia a la divulgacién contenida

en la solicitud inicial.
Del mismo modo, se podra pedir la correccion de cualquier error material.”.
o Se acepta reivindicacion de prioridad GB 9915964.2 del 7 de julio de 1999.

2. OBJETO DE LA INVENCION
o Titulo: Composiciones suavizantes que contienen tensioactivos catiénicos para
el acondicionamiento de las telas.
o La invencion consiste en:

Reivindicaciones 1 a 6: Una composicidon acuosa en la forma de una micro-

emulsion para el acondicionamiento de telas que comprende:

i) uno 0 mas tensioactivos cationicos seleccionados entre: a) compuestos
de amonio cuatermaric que tienen por lo menos un grupo éster y se
forman a partir de un acido graso padre que tiene un grado de
instauracion representado por un valor de yodo situado entre 20 y 140 v,
b) compuestos de amonio cuaternario que tienen dos cadenas alquilicas
o alquenilicas C8-C28 unidas directamente al nitrdgeno y se forman a
partir de un acido graso padre que tiene un grado de instauracion
representado por un valor de yodo situado entre 0 y 20,

if) uno 0 mas aceites

iif) uno o mas solventes
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Reivindicaciones 7 a 9. Un proceso para el acondicionamiento de telas que \

comprende el paso de adicion — a una operacion de lavado de ropa - de la
composicion acondicionadora de telas.

Reivindicacon 10: Un método para la preparacion de una composicion acuosa
para el acondicionamiento de las telas que comprende mezclar un tensioactivo
catidnico, un aceite, un solvente y agua, agitar o calentar la mezcla a fin de formar
la microemulsion.

Reivindicacion 11. Una composicion para el acondicionamiento de las telas en
la forma de una macro-emulsion producida mediante la composicion
acondicionadora con agua.

% La clasificacion segin la IPC comrespondiente al objeto de la solicitud es C11D1/62.

4. DETERMINACION DEL ESTADO DE LATECNICA

% La fecha a partir de la cual se realizé la busqueda de anterioridades corresponde al
6 de julio de 1999.

% Con base a lo anterior y la definicibn dada en el art. 16.- “Una invencion se
considerara nueva cuando no esta comprendida en el estado de la técnica.
El estado de la técnica comprendera todo lo que haya sido accesible al publico por
una descripcion escrita u oral, utilizacién, comercializacion o cualquier otro medio
antes de la fecha de presentacion de la solicitud de patente o, en su caso, de la
prioridad reconocida.
Sdlo para el efecto de la determinacién de la novedad, también se considerara
dentro del estado de la técnica, el confenido de una solicitud de patente en framite
ante la oficina nacional competente, cuya fecha de presentacién o de prioridad
fuese anterior a la fecha de presentacion o de prioridad de la solicitud de patente
que se estuviese examinando, siempre que dicho contenido esté incluido en la
solicitud de fecha anterior cuando ella. se publique o hubiese transcurrido el plazo
previsto en el articulo 40.”, se realiz6 la busqueda de anterioridades en los archivos
con que cuenta esta Oficina y se encontraron los siguientes documentos
relacionados con la materia de la presente solicitud:

N° DOCUMENTO TITULO FECHA DE
PUBLICACION
Dt WO 96/19552 Clear, concentrated liquid fabric softener 1996-06-27
compositions
D2 EP 0829531 Fabric conditioning composition 1998-03-18
D3 WO 98/08924 Concentrated premix with reduced flammability for |  15998-03-05
formmg fabric softening composition

5. EVALUACION DE LOS REQUISITOS DE PATENTABILIDAD

El articulo 14 de la Decision 486 de la Comision de la Comunidad Andina establece
que: “Los Paises Miembros otorgaran patentes para las invenciones, sean de producto
o0 de procedimiento, en todos los campos de la tecnologia , siempre gque sean nuevas,
tengan nivel inventivo y sean susceptibles de aplicacion industrial.”

En cumplimiento del articulo 14 de {a Decision 486, se procedid a evaluar los requisitos
de novedad, nivel inventivo y aplicacidn industrial con el fin de establecer la
patentabilidad de |a invencion reivindicada en la solicitud en estudio.

5.1 Evaluacién del NIVEL INVENTIVO

De acuerdo al art. 18.- “Se considerara que una invencion tiene nivel inventivo, si para
una persona del oficio normalmente versada en la materia técnica correspondiente,
esa invencion no hubiese resultado obvia ni se hubiese derivado de manera evidente
del estad\ de la técnica.”, se conceptua:

D1 revela una composicidon en microemulsion suavizadora de tejidos que comprende
una combinacion de tensioactivo diéster amonio cuatemario, tensioactivos de amonio
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diamido y solventes organicos. Opcionalmente se pueden incluir en la formulacion co-
suavizadores y perfumes. Estas microemulsiones son convertidas en
macroemulsiones por dilucién con agua en el ciclo de enjuague para suministrar un
tratamiento suavizante.

D2 divuiga una composicién acondicionadora faciimente dispersable en agua y que
auto- emulsifica en agua fria (10-25°C) y emulsificada da un excelente perfume y
suavidad a la ropa. Dicha composicién que puede o no contener hasta un 10% de
agua comprende un suavizante caticnico suspendido en un aceite; adicionalmente
para este tipo de composiciones se prefiers utilizar un solvente organico, ejemplos de
ellos son IPA, propilenglicol, entre otros. Dice esta anterioridad que es especialmente
ventajoso si el compuesto suavizante y el aceite se calientan juntos para formar una
disolucion; el perfume también puede formar parte de la disolucién.

D3 revela que histéricamente los suavizadores contienen un bajo contenido de
solventes. En esta anterioridad se publican composiciones que comprenden
relativamente bajos niveles de solvente organico de bajo peso molecular, de 50 a 85%
de suavizante de amonio cuaternario seleccionado de las férmulas (1) y (2) descritas
en las paginas 2 a 3 de este documento, de 10 a 40% de un solvente y un alcchol de
bajo peso molecular. Los componentes adicionales en esta composicion pueden ser
un perfume, abrinllantadores, entre otros.

Como se puede observar, D1 pone en evidencia que en el arte que ya se han
combinado estos tres componentes: un suavizante catiénico, uno o mas aceites y uno
o mas solventes, y mas aln especificamente, dicha formulacién se ha presentado en
la forma de una microemulsién. De esta manera, D1 contiene materia que afectaria el
nivel inventivo de !a presente solicitud ya que una persona medianamente versada en
el arte técnico correspondiente esta en capacidad de derivar del estado de la técnica la
composicion acuosa que se reclama.

La reivindicacion 1 reclama la mera combinacién de estos tres elementos sin que sus
proporciones sean especificas ni especiales, en consecuencia D1 anticipa dicha
composicion suavizante. Ahora bien, en cuanto a las proporciones definidas en las
clausulas dependientes 2 a 6, también estan afectadas por el nivel inventivo ya que en
algunos casos, las posibilidades pueden llegar a ser las mismas y en otros estan muy
proximos y resultaria mas que obvio para la persona del oficio llegar a ellas por la
realizacion de ensayos sistematicos hasta encontrar la cantidad efectiva.

En cuanto a la macroemulsion solicitada en la reivindicacion 11, se considera que
también estaria afectada por la anterioridad D1 ya que claramente se publicé que esta
se formaba por la simple dilucién en agua de la composicién en microemulsién.

D2 nuevamente divulga la combinacién simple de los tres componentes constituyentes
de la composicién que se reclama y ademas las proporciones tambien resultan estar
solapadas en algunas posibilidades y en las otras son tan proximas que se consideran

derivables del estado de la técnica y del conocimiento de conjunto de la persona del
oficio.

D2 ademas, anticipa el método de preparacion de la clausula 10 donde el suavizante
catibnico se mezcla con el aceite y el solvente y por agitaciéon o calentamiento se
forma la micro-emulsién. De otro lado, conviene advertir que tal como se reivindica
corresponde a un proceso normalmente conocido por la persona de nivel medio para
la preparacién de microemulsiones ya que no contiene caracteristicas especiales que
lo distinga de los convencionalmente divulgados por los textos basicos de formulacion.

A la luz de las anterioridades D1, D2 y D3 se considera que la microemulsion y la
macroemulsion reivindicadas en las clausulas 1 a 6 y 10 a 11 resultan derivables para
la persona del oficio con el fin de obtener productos acondicionadores de telas en
donde las proporciones se pueden encontrar a través de ensayos sistematicos



convencionales que no suponen un salto cualitativo en la formulacion de la regla
técnica y por tanto no tendrian nivel invenfivo.

Respecto al proceso de las reivindicaciones 7 a 9, este método tal como esta
reivindicado no define ninguna condicidn o etapa caracteristica diferente a la forma
cominmente utilizada para acondicional telas para que el producto ejerza su accion,
ya que, es obvio que si se quieren suavizar, lo mas l6gico es que se aplique un
producto que tenga propiedades acondicionadoras. ; se considera que tal como se
reivindica no se indican condiciones especiales de aplicacion de la composicion que lo
diferencien de los demas métodos convencionales de aplicacion. Por |o anterior,
careceria de nivel inventivo.

En cumplimiento del articulo 45 de la Decision 486 de la Comision de la Comunidad
Andina, se le indica que debe dar respuesta dentro de! término de sesenta dias
contados a partir de la fecha de la notificacion de la presente comunicacion. En caso
de no dar respuesta al presente requerimiento, o si a pesar de la respuesta
subsistieran los impedimentos para la concesion, se denegara la patente.

Notifiquese el presente oﬁci/of nforme a lo dispuesto en el numeral 5.2 literal e}, del
capitulo quinto del titulo primero de la circular unica No. 10 de 2001.

!

ALIX CARMEN CI'ESPED.ES DE VERGEL
Jefe de la Bivisién de Nuevas Creaciones.

El anterior requerimiento fue notificado por fijacibn en lista, de
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