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United States of America 21,

DEPARTMENT OF STATE
To all to wiyimmithgse presents shall come, Greefiiyg

. I Certify That the document hereunto annexed is under the
Seal of the Patent and Trademark Office, Department of Commerce,
United States of America, and that such Seal is entitled to full
faith and credit.”*

In testimony whereof, I, Madeliene K. Albright,
Secretary of State , have hereunto caused the
seal of the Department of State to be affixed and
my name subscribed by the Assistant
Authentication Officer, of the said Department,
at the city of Washington, in the District of
Columbia, this eleventh day of October, 2000.

WM C.

Secretary of State

By
Assistant Authentication Officer,
Issued pursuant to CHXIV, State
_ 1?7789. | Stat, 68.-69- 22 of Department of State
USC 2657; 22USC 2651a; 5 USC
' 301; 28 USE 1733 et. seq.; 8 USC *For the contents of the annexed document,the Department assumes ro
1443(f); RULE 44 Federal Rules of responsibility
Civil Procedure.

alf

This certificate is not valid if it is removed or altered in any way whatscever
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. WASHINGTON, D.C.

EL CONSULADO DE COLOMBIA
CERTIFICA:

Que o8 autdntion la firma de PATRICK 0. HATCHETT

quisn el dia 11 DE OCTUBRE DEL 2000

mw las funciones de OFICIAL DE AUTENTICACIONES DEPARTAMENTO DE' ESTADO.
la cual aparece ai pie de los documentos anexos relaclonados con _ CERTIFICADO PARA PATENTE.

Dado en Washington, D.C. a los _ONCE (11) /) dias del mes de

OCTUBRE del afio dos mi! (2000)

mmmmamug_g'_-
Pagado Derecho Conedar—>—
Totm__22= JA

(El Consuiado no asuma ninguna

responsabiiidad por sl contenido de los
dooumentos anexos) .
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UNITED STATES DEPARTMENT OF COMMERCE

United States Patent and Trademark Office

September 25, 2000

THIS IS TO CERTIFY THAT ANNEXED HERETO IS A TRUE COPY FROM
THE RECORDS OF THE UNITED STATES PATENT AND TRADEMARK
OFFICE OF THOSE PAPERS OF THE BELOW IDENTIFIED PATENT
APPLICATION THAT MET THE REQUIREMENTS TO BE GRANTED A
FILING DATE UNDER 35 USC 111,

APPLICATION NUMBER: 09/407,393
FILING DATE: September 28, 1999

By Authority of the
DMMISSIONER OF PATENTS AND TRADEMARKS

~Y HOwMnce

T. LAWRENCE
Certifying Officer
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Transmitted herewith for filing is the UTILITY patent spplication of;
hventor(s): ROBERT LANGLEY FULLER, AMIT SACHDEY and PAUL BALOT

For (title):

COMPOSITION

Enclosed are:

Utility Patent Application consisting of a total of 19 pages including 16 pages of

specification, 2 page(s) of clahms, 1 page of abstract.

Executed Declaration

Non-Execnted Declaration

An assignment of the invention to the Colgate-Palmolive Company. A separate "Recondation

Form Cover Sheet - PTO Form-1595" is also attached.

An associate power of .

PORMAL drawings No. of Sheets: <  Figures: ©

INFORMAI. dmwings No. of Sheets: <  Figures: ©

Information Disclosure Statement with Form 1449 and Copies of References
] will follow at a later date

Baats ¥oe | 7eod0 _}
1 Cohapn 2
Total Clatma Exira
Claims _ — —
Total Clahne & - a0 =0 ) Xi8 0
3-8 =0 0 xXa | 0
Claizas Presented < =80 ——
TOTAL FEE5 ~ $760.00
3. Please charge my Deposit Account No. 03-2455, the amount of $760.00. A duplicate
copy of this sheet is enclosed.
4. [ TheCommissioneris hereby authorized to charge payment of the following fees associnted

5.

with this commumication or credit any overpayment to Deposit Aceoumt No. 83-2455.

Any additional filing fees required under 37 CFR 1.16.
Any patent application processing fees under 37 CFR 1.17.

B The Commissioner is hereby autharized to charge payment of the following fees during the
pendency of this application or credit any overpayment to Deposit Account No.
03-2455. '
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Any patent application processing fees under 37 CFR 1.17.
Any filing fees under 37 CFR 1.16 for presentation of extra claims,

{3 Amend the specification by inserting, before the first line, the following sentance:
"This application claims the benefit of U.S. lexmmlApphcnlm&)
No(s).: filed

Respectfully submitted,

ot B Boswra

Martin B. Berancik -

Reg. No. 25,189
COLGATE-PALMOLIVE COMPANY
909 River Road; P.O. Box 1343
Piscataway, NJ 08855-1343

Tel. (732) 878-7492

Fax (732) 878-7853 or 7660
Attorney of Record
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Cleansing compositions are generally a single phass or an oily phase dispersed in
a watery cleansing phase. When significant quantities of an coily phase are present,
particularly to apply skin conditioning vis emolliency with lipophilic type components,
substantial efforts are usually made to provide a stable emulsion, which does not come
apart. However, there can be significant advantages to having two or more phases
present in a single container during non-use. These phases can be appealing to the cye
depending upon various agems; particularly coloring agents dispersed therwin or perticies
present at the intesface of the phases. A small amount of shaking by the user prior to end
use can create mixing of the phases and at times a bubbly-type appearance. Emulsion(s)
can be formed during the mixing and can be preseat during the sctual clesnging. Upon
nonagjtation, the phases once more readily separate into two or more phases and are
ready for the next cleansing, for example, twenty-four hours later when using a shower
gel. Though, lower viscosities are acceptable for products such as bath foam, higher
viscositics are preferred for certain products such as shower gels, cream-like
compositions, and the like.

However, making two aqueons phases is not readily achievable. Secondly, the

selective thickening of one aqueous phase, as opposed to the second, is also not readily
achievable,

SUMMARY OF THE INVENTION
In accordance with the invention, thers is a composition comprising a lower
aqueous phase having thercin from at least about 1% desimably at least about 2 wt. % of
the composition of a hydrophilic polymer or copolymer selected from the group
consisting of polyacrylate, polystyrene sulfonste, polyvinylprymolidone, or maleic
anhydride and mixtures thereof and an upper aqueous phase having therein a cleansing
effective amount of a surfactant or mixtare thereof.
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When the lower polymer phase is formed, it is desirable that at least about 10% of
the volume of the composition be in the lower phasc.

It is preferyed that the viscosity of the composition when mixed should be at least
200 centipoise and no more than about 15,000 centipaise.

Though selective choice of polymers a third phase can be formed. This phase is a
second aqueous polymer phase below the first aqueous palymer phase. This results in &
three phase composition having a suxfactant phase which lies above a first polymer place
and the first polymer phase lics above a second polymer phase.

DETATLED DESC

The two aqueous phases foom distinct separate layers when in contact without
agitation,. Normally when a water-soluble polymer is present with a water soluble or
dispersible surfactaut (such as a noniouic ethoxylated surfactant) a single aqueous layer is
formed. It has now been found that certain skin compatible polymers will not normally
cocxist in a single aqueous layer with a surfactant but will form a second Inyer, nsusally
below that of the surfactant containing aqueous layer. It is believed that the propesty
which scparates this grouping of polymers from the ones that are compatible in one
phasc, is the hydrophilicity of the polymer. Those polymers which are highly hydrophilic
will form a second aqueous phase. These polymers typically have no or very little cross-
linking and no significant hydrophobic bonding. Examplea of polymers, which form
such a second aqueous phase are polyacrylate polymers (including copolymers)
polystyrene sulfonate(s), polyvinylpyrrolidones and the likn. Examples of polymers,
which do not form a second phase but maintsin a single phase with the agqueous
surfactant-containing phase, are polyethylene glycols, Pluronics (ethylens axide palymers
and copolymers with propylene oxide, cellulosic polymers, and the like.

The greater the quantity of hydrophilic polymer employed in the composition, the
larger the volume of the polymer containing phase. Generally the higher the molecular
weight the greater the propensity for the polymer to be present in the phase separate from
the surfactant phase. The lower the molecular weight the more the polymer partitions
with the surfactant phase until there may be only one phase at relatively low polymer

ED DESCRIPTION OF
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molecular weights. When using polyvinylpymolidone polymer greater than sbout 60,000
molecular weight and with other polymers present, a sccomd polymer phase can be
formed which is below the first polymer phese. This results in a three phase system with
surfactant layer on top, a first polymer phase having the high molecular weight
polyvinylpyrrolidone and the second polymer phase below the first polymer phase having
the other polymers mentioned before such as the polyacrylate maleic anhydride. k should
be noted that there is always some partitioning of the surfactant and polymer(s) in all the
phases. However, when referring to a “surfactant phase”, the phase is rich in surfactant
compared to the other phase(s). The same applies to “first polymer phase™ and “second
polymer phasc”.

In the sams manner as various polymers having a tendency to sssociate with the
surfactant in a single aqueous phase, so do the usual thickening components. This
phenomenon therefore provides a reasonably viscous surfactant phase and a very thin
polymer-contgining pbase prior to thickening. Examples of thickening agents which
preferentially enter the aqueous surfactant phase as opposed to the polymer phase are
common salt such as sodivm chloride, associated thickemors such as polyacrylate
methacrylates with crogs linking such as Aculyn 22 and 33, see CTFA vol. 4, 1991 for
further definition, and hydrophobically modified polymers.

With respect to the two phase system, this prefereatial solubility leaves a two
aqueous phase composition which is heavily imbalanced with respect to viscosity, the
upper surfactant phase being substantially more viscous than the lower polymer phase. It
is difficult to achiove proper mixing when the two-phase composition is agitated.
However, tome thickeners are proferentially soluble in the polymer phase. These
materials include the non-hydrophobically modified water-soluble polymers, which may
or may not be crosslinked. Examples of such polymers incinde polyacrylic acids and
polyacrylic acids crosslinked with an allyt ether of pentaerythritol and the like, of sucrose
or of propylens, for example, the Carbomer 900 serics available from Goodrich es
“Carbopol(s)”. Such polyacrylic acids are 70 to 100% neutralized with a base.



668260" EGELO0NhED

15

. IRG3S3,
.

Additionally, it has been obeerved that certzin metallic salts also bring about
preferential thickening of the polymer phase as opposed to the surfactant phase, These
salts are the water solnble metallic salts baving 2 cation with an oxidation number of at
least plus two. Examples of such salts inclade magnesium, calcium, batium, manganese,
iron, aluminum and the like, Various anions include chloride, nitrate, sulfates and the
like of these metallic salts. Magnesiom chloride is preferred.

Once the polymer containing aqueous phase is thickened to the desired viscosity,
standard agents soch a2 common salt {(sodimm chloride), associative thickoners such as
Aculyn 22 and 33, and hydrophobically modified polymers can thicken the surfactant
containing aqueous phase.

The surfactant containing aqueocus phase has any surfactant ar mixtares thereof
which can be employed in a cleansing composition. There is a skin cleansing effective
amount of a surfactant present in the composition. Soap, a long chain alkyl or alkenyl,
branched or normal catboxylic acid salt such as sodium, potassium, ammonium or
substitnted ammonium salt can be present in the composition. Bxemplary of long chein
alkyl or alkenyl are from about 8 to sbout 22 carbon atoms in length, specifically sbont
10 to about 20 carbon atoms in length, more specifically alkyl and most specifically
nommal, or normal with little branching. Small quantities of olefinic bond(s) may be
preseat in the predominantly alkyl sections, particulady if the source of the "alkyl® group
is obtained from a natural product such as tallow, coconut cil and the like. Because of its
potential hamshness soap is not a preferred surfactant and can be omitted from the
composition.

Other surfactants can be present in the composition as well. Examples of such
sudactants are the anionic, amphoteric, nonionic and cationic surfactants. Exampies of
methyl acyl taurates, N-acyl glutamates, acyl isethionates, alkyl sulfosuccinates, alkyl
phosphate esters, cthoxylated alkyl phosphate esters, trideceth sulfates, protein
condensates, mixtures of ethaxylated alkyl sulfates and the like.

bl - T T
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Alkyl chains for thesc surfactants sre Cg-Cxo, preferably C;0-Cig, more
preferably C12-Cia-

Anionic non-sozp mnfactants can be exemplified by the alkali metal salts of
organic sulfate having in their molocular structure an alkyl radical containing from about
8 10 about 22 carbon stoms and a sulfonic acid or sulfuric acid ester radical (included in
the term alkyl is the alkyl portion of higher acyl radicals). Prefemed are the sodium,
smmonium, potassiom or tricthanolamine alkyl sulfates, especially those obtained by
sulfating the higher alcohols (Cg-Cig carbon atoms), sodium coconut cil faity acid
monoglyceride sulfates and sulfonates; sodium or potassium salts of sulfuric acid esters
of the reaction product of 1 mole of a higher faity alcohol (c.g., tallow or coconut oil
alcohols) and 1 to 12 moles of ethylene oxide; sodivm or potassivm salts of alkyl phenol
ethylenc oxide ether sulfate with 1 to 10 units of ethylens oxide per molecule snd in
which the alky] radicals contsin from 8 to 12 carbon atoms, sodium alkyl glyceryl ether
sulfonates; the reaction product of fatty acids having from 10 to 22 carbon stoms
esterified with isethionic acid and neutralized with sodivmn hydroxide; water soluble salts
«of condensation products of fatty acids with sarcosine; and others known in the art.

Zwitterionic surfactants can be exemplified by those which can be broadly
describod as derivatives of aliphatic quatemary ammonium, phosphonium, and sulfonium
compounds, in which the aliphatic radicals can be straight chain or branched and wherein
onec of the aliphatic substituents contsins from about 8 to 18 carbon atoms and one
contains an enionic wster-solubilizing group, e.g., cathoxy, sulfonste, sulfate, phosphate,
or phosphonate. A general formula for these compounds is:

e "
R2_Y(+)_CH—R4—Z0)
wherein R contsins an alkyl, alkenyl, or hydroxy alky! radica! of from sbout 8 to about
18 carbon atoms, from O to about 10 ethylene oxide moieties and from 0 to 1 glyceryl

moiety; Y is selected from tho group consisting of nitrogen, phosphorus, and sulfor
atoms; R3 is an alkyl or monohydroxyalkyl group containing 1 to about 3 carbon atoms;

Y

- iy
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X is I when Y is a sulfur atom and 2 when Y is & nitrogen or phosphorus atom, R4 is an
alkylene or hydroxyalkylene of from 0 to about 4 carbon atoms and Z is a radical selected
from the group consisting of carboxylate, sulfonate, sulfate, phosphonate, and phosphate
groups.

Examples include: 4-[N,N-di(2-hydroxyethyl)-N-octadecylammonio]-butane-1-
catboxylate; 5-{S-3-hydroxypropyl-S-hexadecyleulfonio] -3 hydroxypentane-1-sulfate;
3-{P.P-P-dicthyl-P 3,69 tdoxatetradecyl- phosphonio}-2-hydroxypropene-1-phosphate;
3-{N,N-dipropyl-N-3 dodecoxy-2-hydroxypropylammonio}-propene-l-phosphonate;  3-
(NN-di- methyl-N-hexadecylammonio) propsne-1-sulfonste;  3-(N,N-dimethyl-N-
hexadecylammonio)-2-hydroxypropane-1-sulfonate;  4-(N,N-di(2-hydroxyethyl)-N-(2
bydroxydodecyl)  smmonic}-butane-1-carboxylate;  3-[S-ethyl-S-(3-dodecoxy-2-
hydroxypropyl)suifonio}-propane-1-phosphate;  3-(P,P-dimethyl-P-dodecyiphosphonio)-
propane-1-phosphonate; and  5-[N,N-di(3-hydroxypropyl)-N-hexadecylammonio)-2-
hydroxy-pentane-1-sulfate.

Bxamples of amphoteric surfactants which can be used in the compositions of the
present invention are those which can bo broadly described as derivatives of aliphatic
secondary and textiary amines in which the aliphatic radical can be straight chain or
branched and wherein ons of the aliphatic substitnents contains from about 8 to about 18
catbon atoms and ono contains an amionic water solubilizing group, e.g., carboxy,
sulfonate, sulfate, phosphate, or phosphonate. Examples of componnds falling within
sulfonate, N-alkyltaurines, such as the one prepared by reacting dodecylamine with
sodium jsethionate according to the teaching of U.S. Patent No.2,658,072, N-higher alkyl
aspartic acids, such as those produced according to the teaching of ULS. Patent No.
2,438,091, and the products sold under the trade name “Miranol” and described in U.S.
Patent No. 2,528,378, Other amphoterics such as betsines are also useful in the present
composition.

Examples of betaines useful herein include the high alkyl betsines such as coco
dimethyl carboxymethyl betaine, lanryl dimethyl carboxy-methyl betsine, lauryl dimethyl

6

LTS

s vtnmceniline .-.Dl!'
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alpha-carboxyethyl betsine, cotyl dimethyl carboxymethyl betaine, luryl bis-(2-
hydroxyethyl)carboxy methyl betaine, stearyl bis<(2-hydroxypropyl) cacboxymethyl
betaine, oleyl dimethyl gamma-carboxypropyl betsine, lauryl bis-(2-hydro-xypropyl)

Many cationic surfactants are known to the art. By way of example, the following
may be mentioned:

-  stearyldimenthylbenzyl ammonium chlaride;
- dodecyltrimethylammonium chloride;

-  nonylbenzylethyldimethyl aramonium nitrate;
- tetradecylpyridiniom bromide;

- Isurylpyridinium chloride;

-  cetylpyridinium chloride

- laurylpyridinium chloride;

- laurylisogquinolium bromxide;

-  ditallow(Hydrogenated)dimethyl emmonium chleride;
-  dilsuryldimethyl ammonium chloride; and

-  stearalkonium chloride,

Additional cationic sutfactants are disclosed in USP 4,303,543 seo column 4,
Iines 58 and column 5, lnes 1-42, incorporated herein by references.  Also see CTFA
Cosmetic Ingredient Dictionary, 4th Bdition 1991, peges 509-514 for vericus long chain
alky! cationic surfactants; incorporated hersin by references.

Nonionic smfactants can be broadly defined as compounds produced by the
condensation of alkylene oxide groups (hydrophilic in nature) with an orgenic

hydrophobic compound, which may be aliphatic or alkyl aromatic in natare. Examples of °

preferred classes of nonionic surfactants are:



668260 E6ELONR O

10

15

1, The polyethylone oxide condensates of alkyl phenols, ¢.g., the condensation products

of alkyl phenols having an alky} gronp containing from about 6 to 12 carbon atoma in
either a straight chain or branched chain configuration, with ethylene oxide, the said
ethylene oxide being prescat in amounts equal to 10 to 60 moles of ethylone oxide per
mole of alkyl phenol. Tho alkyl substitnent in such compounds may be derived from
polymerizad propylene, diisobutylene, octane, or nonane, for cxanple.

Those derived from the condensation of ethylens oxide with the prodnct regplting
from the reaction of propylene oxide and ethylene diamine products which may be
varied in composition depending upon the balance between the hydrophobic and
hydrophilic elements which is desired. For example, compounds counteining from
about 40% to abont 80% polyoxyethylene by weight and having a molecular weight
of from about 5,000 to sbout 11,000 resulting from the reaction of ethylene oxide
groups with a hydrophobic base constituted of the reaction product of ethylene
diamine and excess propylene oxide, said base having a molecular weight of the order
of 2,500 to 3,000, arc satisfactory.

3. The condensation prodnct of aliphatic alcahols having from 8 to 18 carbon atoms, in

either stright chain or branched chain configurstion with ethylene oxide, eg., =
coconut alcohol ethylene axide condensste having from 10 to 30 moles of ethylene
oxide per mole of coconut aloohol, the coconut aleohol fraction having from 10 to 14
carbon atoms. Other ethylens oxide conxlensation products are ethoxylated fatty acid
esters of polyhydric alcohols (eg, Tween 20-polyoxyethylene (20) sorbitan
monolaurste).

4. Long chain testiary amine oxides cormesponding to the following general formula:

RiR2R3IN-0

wherein R) contains an alkyl, alkenyl or monohydroxy alkyl radical of from about 8
maboutlﬁeubmmﬁomOmabmlOeﬂxylmeo:ddemoieﬁu.mdﬁomqml

. glyceryl moiety, and, R2 snd R3 contzin from 1 to about 3 carbon atoms and from 0
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to about 1 hydroxy group, e.g., methyl, ethyl, propyl, hydroxy ethyl, or hydroxy
propyl radicals. The amow in the formula is a conventional representation of a
semipolar bond. Examples of amine oxides suitable for use in this invention include
dimethyldodecylamine  oxide,  oleyl-di(2-hydroxyethy]) amine  oxide,
oxide, 3,6,9 trioxaheptadecyldiethylamine oxide, di(2-hydroxyethyl)-tetradecylamine
oxide, 2-dodecoxyethyldimethylamine oxide, 3-dodecoxy-2-hydroxypropyldi(3-

10 5. Long chain tertiary phosphine axides comesponding to the following general formula:

15

RRRP-0

wherein R contsins an slkyl, slkeayl or monchydroxyalkyl radical ranging from 8 to
20 carbon atoms in chain length, from O to about 10 ethylene oxide moieties and from
0 to 1 glyceryl moiety and R’ and R" are each alkyl or monohydroxyalkyl groups
containing from 1 to 3 carbon atoms. The amow in the formula is a conventional
representation of a semipolar bond. Examples of suitable phosphine oxides are:
dodecyldimethylphosphine oxide, tetradecylmethylethylphosphine oxide, 3,6.9-
2-hydroxypropyldi(2-hydraxyetyl) phosphine oxide stearyldimethylphosphine oxide,
cetylethyl . propylphosphine  oxide,  oleyldiethylphosphine  oide,
dodecyldi(2-hydroxyethyl)phosphine oxide, tetradecyhmethyi-2-
hydroxypropylphosphine ~ oxide,  oleyldimethyl-phosphine  oxide, 2-
hydroxydodecyldimithyiphosphine oxide.

6. Long chain dialkyl sulfoxides containing one short chain alkyl or hydroxy alkyl radicsl

of 1 to about 3 carbon atoms (usually methyl) and one long hydrophobic chain which
contzin alkyl, alkenyl, hydroxy alkyl, or keto alkyl radicals containing from sbout 8 to
about 20 carbon atoms, from 0 to about 10 ethylene oxide moieties and from 0 to 1
glyceryl moiety. Examples include: octadecyl methyl sulfoxide, 2-ketotridecy]
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methyl sulfoxide, 3,6,9-trioxsoctadecyl 2-hydroxyethyl sulfoxide, dodecyl methyl
sulfoxide, oleyl 3-hydroxypropyl sulfoxide, tetradecyl methyl sulfoxide, 3
methoxytridecyimethyl sulfoxide, 3-hydroxytridecyl methyl sulfoxide, 3-hydroxy-4-
dodecoxybutyl methy sulfoxide.

7. Alkylated polyglycosides wherein the alkyl group is from about B to about 20 carbon
atoms, prefersbly aboot 10 to about 18 carbon atoms and the degree of

polymesization of the glycoside is from sbout 1 to about 3, preferably about 1.3 to
sbout 2.0,

The quantity of polymer which can be utilized in the composition to form the
polymetic layex(s) is an amount sufficient to form an agqueous layer scparste from the
aquocus surfactant-contsining layer. Genemily, this ahould be a minimum of at Jeast
about 1.0 wt. % of the composition, desirably at least about 2.0 wt%, 3.0 wt. % or 4.0 wt.
% of the composition. The maximum smount is genenally dependent upon ecanomics but
is usually no more than about 20 or even about 15 wt. % of the composition. A preferred
polymer is a polyacrylic having a maleic snhydride comonomer, Sakalan® CPS available
from BASF. It has a molecular weight of 70,000. As stated previously, geaerally the
higher the molecular weight of the polymer, the more favorable the formation of the
polymer phase(s) and the greater the partition coefficlent between the polymer phase and
the surfactant phase for the polymer. When uaing Sokalan CPS5, the molecular weight of
the polymer is generslly above about 65,000 or even more desirably above about 75,000.

The quantity of thickeners, which can be employed to thicken the polymer phase
of the two phase smfactant, polymer system, is naturally dependent upon the desired
viscosity of the polymer phase. Generally, at lcast about 0.1, 0.2 or 0.3 wt. % of the
thickeners as based upon the composition can be employed The maximum amount is
generally dependent upon economics and the highest viscosity which is compatible with
the surfactant phase and a compatible gel or flowing lLike system after mixing. The
maximom generally does not exceed about S, 4 or 3 wt. % of the composition. The most
desirable thickener is Carbopol 910 from Goodrich, which demonstrates a good mix of

10
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properties, for example degree of cross-linking, molecular weight, and smoothness of
flow.

‘The quantity of metallic salts which can be employed as thickening agent for the
polymer phase is at least about 0.5 or 0.75 wi% of the composition. Generally, levels
above about 3 or 2.5 wt% of the composition should not be exceeded.

When three phases are present, surfactant phase, first polymer phase (heavy
polyvinylpymolidone (PVP]), and scond polymer phase (other polymers), the first
polymer phase is thickened by utilizing higher molecular weight PVP.

The quantity of surfactant is a cleansing effective amount of surfactant or mixturs
thereof. Genenally, the surfactant shoold be at Jeast about S wt. % of the composition, of
desirably at least about 7, 8 or 9 wt. %. The maximum amount is that quantity which
remnains compatible with the overall propestics of the composition. Generally, no mors
than about 30, 25 or 20 wt. % is exceeded. For overall foaming, it is desirable to use at
least some apionic surfactant. ‘This is usuvally at least about 20 wt. % of the surfactant
mixture. Cationic surfactant(s) can be omitted if desired.

Since these thickeners and polymers all form equilibrium systems, the order of
addition is not significant. However, catbomers genemlly require a Iarge amount of water
to disperse, Thickeners, which can be employed in the surfactant layer, are the usval ones
including salt such as sodium chlaride, glucamate dioleate ester, pentaerythritol oleate,
Aculyn 22, 33, and the like.

The viscositics of the surfactant Iayer and the polymer layer are desirably as close
together as possibie so that a good emnulsion or dispersion will occur when agitation is
dono. However, genenlly the polymer layes is of lower viscouity than the surfactant Jayer
becanse of formnlation issues and/or economics. The viscosity of the polymer layer is
about 100 to about 4,000 centipoise desimbly no more than sbout 3,000 cps. The
viscosity of the surfactant layer is gencrally from about 100 to about 15,000 centipoiss,
gencrally no more than about 10,000; or 5,000 cps. The polymer layer viscosity is

11
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desirably about 100% of the surfactant layer viscosity but can be as low as shout 15-20%
of the surfactant layer viscosity for the two layer surfactant, polymer system. All
centipoise are measured on a Brookfield RVT viscometer at 23°C using a 5 spindie at 20
rpm.

There can also be present in the composition essentielly water insoluble aily
matexial for general emolliency purposes. Materials, which can be used, inclade the
following:

1. Hydrocarbon cils and waxes, Examples thereof are minerat oil, petrolatum, paraffin,
ceresin, ozokerite, microcrystailine wax.

2. Silicone cils, such &8s dimethyl polysiloxanes, methylphenyl polysiloxanes, silicone
glycol and copolymers.

3. triglyceride esters, for example vegetable and animal fats and oils.

4. glyceride csters and esters such as acetylated monoglycerides and ethoxylated
onoglycerides.

5. Alkyl and alkenyl esters of faity acids having 10 to 20 carbon atoms. Examples
include hexyl laurate, isobexyl laurate, ischexyl palmitate, isopropyl myristats,
isopropyl palmitate, decyl oleate, isodecyl oleate, hexdecyl stearste, decyl stearats,
isopropyl isostearats, diisopropyl adipate, diisohexyl adipate, dihexyldecyl adipate,
diisopropyl scbacate, Janryl lactsto, myristyl Iactate, lactyl lactate, oleyl myristate,
oleyl stearate and oleyl oleate.

6. Faty slcobols having 10 to 20 carbon stoms, lsuryl, myristyl, cotyl, hexadecyl,

stearyl, isostearyl, hydroxystearyl, oleyl, ricinoleyl, behenyl, emcyl, and 2-octyl
dodecanyl alcohols and examples of satisfactory fatty aleohols.

12
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7. Lanolin and derivatives, lanalin, lanolin oil, Lanolin wax, lanolin alcohols, lanolin
fatty acids, isopropyl lanolats, cthoxylated lanolin, ethaxylated lanolin slcobols,
ethoxylated cholesterol, propoxylated lanclin alcohols, acetylated lanolin, acetylated
lanolin elcohols and lanolin slcohols linoleate are illustrative emollients derived from
lanolin.

8. Natural waxes, esters thereof and ethoxylated natural waxes, beeswax, spermaceti,

and candelilla wax,

Quantities of the emollicat which can be employed are sny skin conditioning
effective amount of materisl. Generally a minimym of about 0.1 or 0.2 wt. % of the
composition is desirable. The upper limit is not unduly significant but is below the
amount wherein the composition is no longer compatible upon standing or agitation.
Therefore, an amount below about 40 wt. %, 35 or 30 wid is useful. Upon addition of
the oily substance to the composition, an additional phase, ususily above the surfactant
phase, may be present in the composition. Formation of this additional phase, depends
upon the solubility and quantity of the emolliont present. For example, PEG-7 glyceryl
cocoate is readily dispersible in the water at relatively low quantities, about 1%.
However, large quantities of mineral oil, about 30 wt% of the composition, forms
additional phase above the surfactant phase.

Other functional materials can also represent in the compoasition, for example,
timicrobial agent, ives, UV stabili 1 solid mategials for
exfoliative purposes or physical appesrsnce and the like. Of these, the more interesting
are materials which will significantly partition between the phases or gather together at
the interface of the two major layers. With respect to the colorants, the following
coloring agents can be found in significant quantities in the polymer phase: Yellow #5,
#6, #10; Red #4; Blue #1. The following colorants sre significantly saluble in the
surfactant phase: Violet #2, Orange #4 and Green #5 (all FD&C or D&C notation).

13
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Enough colomant should be employed to provide color and intensity desired.
Theso are well known in the art.

'With respect to the solid particles insoluble in the phascs virtually any particle can
be used for its color, shape or desired exfolistive or other function. However, the dansity
of the particle should be such that it is present primarily, desirably almost exclusively at
the intexface of the layers or cven mare desirably suspended relatively uniformly
throughout at least one of the layers. Generally, the alginates density are such that they
are desirsbly employed in the composition and gather primarily at the intexface of the
surfactant layer and polymer layer. Other materials, which can be employed, are
polyethylena or polypropylens beads. The quantities are as generally known in the art for
the specification function but arc generally at least abhout 0.3, 0.5 or 1.0 wt. % of the
composition and are genemily not above about 2, 5 or 10 wt. % of the composition. The
densities of these materials are degirably from sbout 1.00 to sbout 1.08 gice ar 1.03 to
about 1.06.

The pH of the composition is not unduly significant and can range from sbout 4 to
about 8 while maintaining compatibility of the composition with skin.

The following are examples of the invention. These exasmples are intended to
illustrate the scope of the invention and are not intended to unduly Limit the nature and
breadth of the invention.

The compositions of the invention are prepared by standard means, essentially
preparing the surfactant phase by mixing together the components thervof at room
temperature or elevatad temperature if neceasary followed by mixing the components of
the polymer phasc at room temperature or clevated tempemature if desired and then
mixing together both of these portions of the composition. Altematively, all materials
can be added sequentially to the same vessel.

14
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Example1
Component Wt%

Carbomer 910 (MW = 750K) 0.80
Heaxylene Glycaol 2.5
SLES — Laureth 2-Bthyoxy Sulfate 9.00

i Betaine 3.00
PEG-7 Glyceryl Cocoate 0.20
Tetmsodiom HDTA 0.05
DMDM Hydantoin 0.22
Acrylic/Maleic Copolymer (MW = 70K) 6.00
Sodium Hydroxide Solution (50%) 0.20
Sodium Chloride 0.80
Deionized Water QS

Two phases form when mixed upon standing. 'Iheﬁnuityofﬂnui:pu'
surfactant phase is 2,500 cpa. The viscosity of the lower polymer phase is 1,100 cps.
5  The viscosity of the composition when mixed is 2,000 cpe.

Exuqpple 2

Component Wt %
SLES — Laureth 2-Bthyoxy Solfats 9.00
Hexylene Glycol 2.80

i Betaine 7.50
PEG-7 Glyceryl Cocosto 0.20
[ DMDM Hydantoin 022
| Acoylic/Maleic Copolymer (MW =70K) | 12.00

. {Magnesium Chioride Hexahydrate 1.50

Deionized Water

Two phases form when mixed.

10 Upon standing, the viscosity of the upper sarfactant phsse is 1,800 cps and the

viscosity of the lower polymer phase is 300 cps.

15
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Exapple 3
Component Wt. %
SLES — Laureth 2-Ethyoxy Sulfate 9.00
Hexylene Glycol 2.50
Cocoamidopropyl Hydroxylsultaine 3.00
PEG-7 Glyceryl Coconte 0.20
{ Tetrasodium EDTA 0.05
DMDM Hydantion 0.22
| Acrylic/Maleic Copolymer (MW=70K) 6.00
Polyvinyl Pysolidanc (MW = 350K) 200
| Citric Acid Solution (50%) 0.20
Deionized Water

The Batch splits into 3 phases after 2 days standing.

Bottom Middls
Volume 40% 11% 49%
Viacosity ~No <20¢cps 120 cps 100 cps
thickeners

16
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CLAIMS

1 A composition comprising a lower aqueous phase having from at least about 1
wt% of the composition of a polymer or copolymer selected from the group consisting of
polyacryiate, polystyrene sulfonats, polyvinyl-pyrrolidone, or maleic anhydride and
mixtures thereof and an upper agqueous phase having a cleansing effective amount of a
surfactant or mixture thereof. '

2, The composition in accordance with claim 1 wherein the lower aqueons phase has
2t least about 10% of the velume of the composition.

3. A composition wherein upon agitation the separate aqueous phases of claim 1 mix
and a viscosity of the overall composition of sbont 100 to about 15,000 centipoise is
obtained.

4, ‘The composition in accordamce with cleim 1 wherein the Iower agueous phase is
thickened with a thickener sclected from the group consisting of non-irydrophobically
modified polymer, water soluble metallic salt having a cation with an oxidation number
of at least plus two, or mixtures thereof.

- The compogition in accordance with claim 4 wherein the thickener is a polyacrylic
acid ar cross-linked polyacrylic acid.

6. The composition in accordance with claim 4 wherein the salt is magnesiom
chloride.

7. The composition in sccordance with clsim 1 whezein the polymer in ths lower
aquecus phase is a polyacrylic malejc anhydride copolymer.

8. The composition in accordance with claim 4 wherein the polymer in the lower
aqueous phase is a polyacrylic malejc anhydride copolymer.

17
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9. The comiposition in accordance with claim 1 wherein the viscosity of the lower
layer is about 100 to about 4,000 centipoize.

10. The composition in accordance with claim 1 wherein the viscosity of the upper
phase is from about 100 to about 15,000.

11.  The composition in accordance with claim 1 wherein the viscosity of the lower
1ayer is at least about 20% of the viscosity of the upper layer.

12. A composition having three aqueous phases comprising:

(a) atop aqueons phase having a clesnsing effective amount of a surfactant or
mixture thereof;

(b) alower agqueous phase having at least about 1 wt% of the composition of a

" bigh molecolar welght polyvinylpyrrolidone polymer or copolymer; and

(c) alowest aqueous phase baving at Jeast about 1 wt%'od'lhampoaiﬁonofa
polymer or copalymner selected from the group consisting of polyacrylste, polystyrene
sulfonate, polyvinylpyrrolidone, or maleic anhydride, and mixtures thereof.

18
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ABSTRACT

A composition comprising a lower aqueous phase having from at least about 1
wt% of the composition of a polymer or copolymer selected from the group consisting of
5  polyacrylaie, polystyrene sulfonate, palyvinyl-pymolidone, or meleic anhydride and
mixtures thercof and an upper aqueons phase having a cleansing effective amount of a
surfactant or mixture thereof. '
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(TRADUCCION DEL INGLES AL ESPANOL)

01000857-6
ESTADOS URIDOS DE AMERICA
DEPARTAMENTO DE ESTADO

A todos squellos a quienes eostas predentes Hlegaren,
Saludos:

Cerlifico que el documentec aqul anexo al pressnte esté
bajo el Sello de la Oficina de Patentes y Marcas Comerciales,
Departeamento de Comercio de los Estados Unidos de América, ¥y
que ial Sello merece plena fe y crédito.”

En testimonlo de lo cual, yo, Madelsine K.
Albright, Secretaria de Estado, he causado que se
le fije al presente el sello del Depariamento de
Estado y ques mi nombre sea  suscrito por el
Funcionario . de Aufenticaciones del dicho
Deparlamento, en la cludad de Washington, en el
Distrito de Columbia, este décimo primer dia de
Octubre del afio 2000.

Madeleine K. Albright (firmado)
Secretaria de Estado

Por: Firma llegible (firmado)
Funcionario de Auteniicaciones

Asistentes, Departamento de
Estado

. Por los contenidos del documento anéxo, ol
Departamento no asume ninguna responsabilidad.

SELLO EN RELIEVE.



Este certificado no es véilido si se remueve o altera en cualquier
forma cualqulera que sea.
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LOS ESTADOS UNIDOS DE AMERICA
AYODOS A QUIENES ESTAS PRESENTES LLEGAREN:
DEPARTAMENTO DE COMERCIO DE LOS ESTADOS UNIDOS
Oficina de Patentes y Marcas Comerciales de los Estados Unidos

Septiembre 26 del afio 2000

ESTA ES PARA CERTIFICAR QUE ANEXA A LA PRESENTE ESTA
UNA FIEL COPIA DE LOS REGISTROS DE LA OFICINA DE
PATENTES Y MARCAS COMERCIALES DE LOS ESTADOS UNIDOS
DE AQUELOS PAPELES DE LA SOLICITUD DE PATENTE ABJO
IDENTIFICADA QUE LOGRA LOS REQUERIMIENTOS PARA QUE LE
SEA OTORGADA UNA FECHA DE PRESENTACION BAJO
35USC111.

SOLICITUD NUMERO: 00/407,303
FECHA DE PRESENTACION: Septiembre 28 de 1998,

Por Autorizacién del
COMISIONADO DE PATENTESE Y MARCAS
COMERCIALES

T. Lawrence (Firmado)
T. LAWRENCE
Funcionario de Certificacliones
SELLO EN RELIEVE.
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REIVINDICACIONES
1. Une composicibn comprende una fase acuosa Inferior que
tiene desde por io menos cerca de 1 peso % de [a composicién de

bl



un polimero o coporlimero seleccionado del grupo consistente de
poliacrilato, sulfonato de polistireno, polivinll-pirrolidona, o
anhlidrido maleico y mezclas de éstos y una fase acuosa superior
que lisne una cantidad efecliva limpladora de un surfactante o
mezcia de asts.

2. La composicion de acuerdo con la reivindicacién 1 en la cual
ia fase acuosa Inferior tiene por lo menos cerca del 10% del
volumen de la composicién.

3. Una composicién en la cual sobre agitacién las fases acuosas
eeparadas de Ia relvindicacién 1 la mezcla y una viscosidad de la
composicion total de cerca de 100 hasta cerca de 19$,000
centipolses es obtenida.

4. La composicion de acuerdo con la reivindicacién 1 en la cusl
la fase acuosa Inferior tlene os adeigazada con un adelgazador
sefecclonado del grupo consistente de polimero modificado no
hidrofilicamente, sal metidlica soluble al agua que tiene un catién
con un nimero de oxidacién de por lo menos més dos, 0 mezcias de
éstos.

5. La composicién de acuerdo con ia relvindicacién 4 en ia cual
el adelgazador e3 un Aacido pollacrilico o #écldo poliacrilico
eslabonado cruzado.

6. La composicién de acusrdo con Ia reivindicacién 4 en la cusal
la sal es cloruro de magnesio.

7. . La composicibn de acusrdo con la reivindicacién 1 en la cual
el polimero on la fase acuosa inferior es un copolimero de anhidrido
maleico pollacrilico.



8. La composicién de acuerdo con la reivindicacién 4 en la cual
el polimero en la fase acuosa iInferlor es un copolimero de anhidrido
maleico poliacrilice.

9. La composiciobn de acuerdo con la reivindicacién 1 en la cual
la viscosidad de la capa Inferior es de cerca de 100 hasta cerca de
4,000 centipoises.

10. La composicién de acuerdo con i{a relvindicacién 1 en la cual
la viscosidad de la fase superior es deede cerca de 100 hasta
18,000.

11. La composicién de acuerdo con la reivindicacién 1 en ia cual
la viscosidad de la capa inferior es de por lo menos de cerca de
20% de la viscosidad de la capa superlor.

12. Una composicién que tiene tres fases acuosas comprende:

(a) una fase acuosa superior que tiene una cantidad efectiva
limpladora de un surfaclante o mezcla de éste;

(b) una fase acuosa Inferior que tiene por lo menos cerca de
1 peso % de la composiciéon de un polimerc o copolimero de
polivinil pirrolidona de peso molecular; y

(¢) una fase mds Inferior que tiene por lo menos cerca de 1
peso % de Ila composicién de un polimero o copolimero
seleccionado del grupo consistente de poliacrilato, suifonato de
polistireno, polivinll pirrolidona, o anhidrido maleico, y mezcias de
éstos.
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Una composicién comprende una fase acuosa inferior que
tiene desde por o menos cerca de 1 peso % de la composicion de
un polimero o coporlimero seieccionado del grupo consistente de
poliacrilato, suilfonato de polistireno, polivinil-pirrolidona, o
‘anhidrido malelco y mezclas de éstos y una fase acuosa superior
que tlene una cantidad efectiva limpladora de un surfactanie o
mezcia de este.
et LI L LS LI L DL b Ll Ll L Ll L L L b DL b bbb bl b Ll Ll bt Ll

ES TRADUCCION FIEL Y COMPLETA DE LOS DOCUMENT 8
ADJUNTOS



