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like, on acQS dhgrike. of aqeput pf thefspw refractiuetindexesi ndexes.
There is also proposed a flaky pigment which is formed of 0.05 - 1 gm thick, 5 - 100 s Size platelet-

k\/- : shaped crystals of barium sulfate covered with thin layers of a metal oxide having a high refractive index
' - (Japanese Patent Appilication Laid-Open No. 56833:73). However, this pigment also has drawbacks in that it
4 requires a long production course comprising precipitation of barium suifate and subsequent precipitation of
the metal oxide and shines excessively as an extender, because the metal oxide layers are as thin as 0.01
to 0.1 gm and hence exhibit pearly gloss.

Further, there is known an attempt o grind mica-titania, which has been used pnmanly as a pearl

pigment, thereby reducing the shine and using the ground product as an extender, but the spreadabuhty
45 thereof is insufficient.

For the colorant, on the other hand, there are used color pigments, inorganic pugments such as iron
oxide, tar-derived colorants such as Red No. 226, and pearl pigments such as mica-titania exhibiting pearly
or metallsc luster.

Among these pigments, the pearl pigments need to be as thin as from 0.01 to 0.1 xm in order to meet
s0 the optical requirement therefor to develop pearly luster (Japanese Patent Publication No. 15579 60).
' In addition, the pearl pigments should have a certain degree of size in order to reduce light scattering at
the edges, for the purpose of achieving the intended optical effect. The acceptable sizes of mica-titania are
~ 5to 100 gm. ’
Such pearl pigments include crystals of guamne. basic lead carbonate, bismuth oxychloride, etc., and
ss mica-titania that is formed of a mica coated with titanium oxide. While these pigments are in use for
lipsticks, eyeshadows, nail enamets, etc. having brilliant. characteristic effect. guanine has difficuities in that
it is expensive and its supply is limited since it is recovered from fish scales of a special kind, basic lead
carbonate crystals and bismuth oxychioride crystals are undesirable for cosmetic use because of the
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Thus the mean thrckness is désirably up to 2 um, preferably up to 1 xm.
\“-/ ' When the mean size of the low-gloss flaky titanium oxide is made less than 0.8 um. the titanium oxide
40 wilt become a too white pigment which has lost moderate gloss. feeling of clanty and completely
spreadability, though the adhesiveness is good.
As the mean size 1s increased. the spreadability becomes better However, when the mean size exceed
70 «m. the particles of titamum oxide will tend to separate and hence become incapable of achieving the
purpose of covering the skin uniformly. In consequence. the mean size ns ‘desirably up to 70 «m. preferably
45  up to 40 um.
Therefore, suitable low-gloss flaky titanium oxide has a mean thickness of 0 2102 am. pamcularly 0.2
to 1 um. and a mean size of 0.8 to 70 xm. partlcmarly 2 to 40 um.
The flaky titanium oxide used in the present invention can be produced according to various processes.
Titanium oxide flakes of desired thickness can be obtained, for example, by a process (U.S. Patent No.
s0 2.941,895) comprising applying a solution of fitanium alkoxide in an organic solvent on a smooth flat
© surface, and cracking the resulting film into flakes by the action of steam, a process (Japanese Patent
! Publication Na. 473'55) comprising applying a solution of titanium tetrachloride on a gelatin film, followed by
S dissoiving the gelatin film, a process (Japanese Patent Publication No. 25280.64) comprising vacuum
deposition, or a process (Japanese Patent Application Laid-Open No. 88121 83) comprising treating
s5 potassium titanate fibers with acid and subsequently with heat.
From the titanium oxide flakes obtained by the above-mentioned processes. those of a prescnbed mean
s1ze then can be prepared by well-known methods ("Powder Enginesring Handbook™ edited by fitani Koich,
pubkshed by Asakura Shoten Co., Ltd.). for example: a grinding method employing a dry ball mill, wet ball
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attain. Based on this finding, the presen{ invention has been acconplished.
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Measurement of reflectivity:

A pigment material was mlxed by 10% by weight with nitrocellulose lacquer to obtamn a test solutnon
45 having the following components: :

Pigment material 10 parts (by, wt.)
Nitrocellulose RS 1/4 (made by Daicel* 16 " o j%

® Isopropyl alcohol 7 " {
Isoaﬁyl acetate ; ' 35 "

55

* Chemical Industries, Ltd.)
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40 ' :
Example 3 and Comparative Example 6

A pressed powder having a composition as shown in Table 5 was prepared by using a low-gloss flaky

titanium extender oxide of No. 2 shown in Table 1.
a5 For comparison another pressed powder was prepared by using a talc. Results of evaluating both the
pressed powders are shown in Table 5.

The pressed powder including the low-gloss flaky titanium oxide extender, as compared with the taic-
based pressed powder. was superior in adherence and exhibited moderated gloss th0ugh qomparable in
spread. '

50
Example 4 and Comparative Example 7

A lipstick was prepared by using a low-gloss flaky titanium oxide extender of Sample No. 3 shown in
- Table 1.
55 For comparison, another lipstick was prepared by using a conventional powdery titanium oxide. Results
of evaluating both the lipsticks are shown in Table 6. _
The lipstick including the low-gloss flaky titanium oxide extender, as compared with the one based on
the conventional powdery titanium oxide. was superior in spread and gloss and showed a vivid color, though
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20 and if the mean size is larger than 100 [err] make-up effects incl udln"“_
adherence of the product cosneti CSERmDI101 B2 Bét eri or at ed. The | ow gl oss '
flaky titaniumoxide is used as an extender, for instance, in proportions.
of .2 to 60% by weight for oil foundations and 20 to 90% by wei ght for
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colorant selected from cqgorpd nmetal oxi des, e.g. irpn oxide, chronium

oxi de, gnd cobalt 30 oxi dg: etal conplex salts. e.gf ferrocyanides;

.col ored netal hydroxides, ©. g iron hydroxide; organift dyes, e.g. FD & C
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reflectivities (the higher reflegi_\ii ty indicates thaf the gloss is the
nore netallic) of test samles 40¢ Eeye measwred im the followi ng way.
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A pressed powder having a conposition as shown in Table 5 was prepared by
using a | owgloss flaky tifani um exerodan 20xgde of No. 2 shown in Table 1.. 7
45 For conpari sen anot her pressed powder was prepared by using a talc.
F@sul;§ of evaluating both the pressed powders are shown in Table 5. The
pressed powder en, as
conpared with t &Stal c- based pressed powder, was superior in adherence and
exhi bi t ed noder at®d pl oss though conparable in spread. 50 Exanple 4uand

Conparative Exapfi & <A |d pstick was prgpared by uysing a lpwgl ass §l aky

titani unt oxi de ¢ &  Shambe No. 3gshéwn in Table 1. 55 «FoF
conpari son anotgig |pstick was prepar®d by using?a conventional pébwdery
titani um oxi de. &ul ts of evaluating both the |ipsticks are shown in Table
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ider Powdery titani um oxide .
#shi hara Sangyo CO., Ltd.) 20 PiEM8iR1@RRBA-titani a,
60.71.1 MP-47, supplied by Merck Co.)
Pear] Pignment (mca-titania

MP- 1005, supplied by Merck Co.) 30 35 40 45 55 7
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5 Conposi tion (weight 9

Exanpl e 2 Conpar ati ve Exanple 5 Red§
I ron. oxi de 2. @po 1912828t 2.0 10 Yellow iron oxide
4.0 4.0 Brack iron oxide 1.0 1.0
PowdéLy titani um oxide 35.0 (A-100) Kaolin
8.0 ' 8.0 Low gl o¥abllkaky Oiiflafibundation 35.0 20 oxide
Squal ane 10.0 10.0 Mcrocrystalline wax
6.0 _ 6.0 25 Q(rzocerite 10.0
10. 0 Whitke vaseline . 50 - jquif d
paraffih Composition (weighf %) Exgmplesod bi as;si gioa#g'ﬁe
1.0 10 _Antioxidant 0.1 0.1
35 Preserlvali ve, . 41 D. 1 Perfune
0.2 Red 6r§n46x€5?ead %9 Adhef ence
5.0 tion G oss - 510
50 smodth ¥ralew Héh'Sdl, | 0 hthstiikh feelt o 10| EP
0191292 Bl XabLg Profr&xsgsd Powder 1.0 1.0
Powdery titanium oxide . - 35.0
15 (A-100)
Kaolin 8.0 8.0
W Low-gloss flaky titanium 35.0 -
20 oxide
Squalane 110.0 10.0
Microcrystalline wax 6.0 6.0
25
Ozocerite 10.0 10.0
- White vaseline 5.0 5.0
%0 Liquid paraffin 17.8 17.8
Sorbitan monooleate 1.0 1.0 3
Antioxidant 0.1 0.1 i
35
Preservative 0.1 0.1
U Perfume | - - 0.2 0.2
0 — :
Spread 5.0 2.0
_ Adherence: | 5.0 5.0
Evalua- '
45 tion Gloss ' 5.0 2.0
smooth and 5.0 2.0
moistlike feels

50

55
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#position (wei ght % Exanpl e 3. Conpar ative Red iron oxide
% 0.4 10 Yellow iron &0 @#91292B1 0.2 :
Black i ron.oxide - 0.1 0.1 Sericite

22.1 15 Talc
70.9 tom#gloss flaky titaniufrble 5 Pressgdoogudefe 20 Zinc stearate

3.0 3.0 Squal ane 2.0 2.0 25
Met hyl phenyl-petysi-eoxane 2—0— 2—0—Ant I oxi-dant :
Slight $l ' %h nt amount| 30 ;5 rvatdotparative
Sl i ght l%qgu welght ¥ amourft PEFT %§§F Example 6
0. 2 —ﬁ_i'—spl Ed.U 4 8 . 4 8 Ie\d_hcr R
5.0 Re% 3 rEwabyaget i On dogs 0.4 0.4%5
4.0 40 Snmooth a 4.5 - 3.8 noi st i ke feels 45 50 55
EP 0 191:29% ahrmaw @ronLbrigeck Conpositign (wed ght % o.Bxanpl e 4
Conpar ati ve|Exanple 7 - :
Black iron oxide _ 0.1 0.1
Sericite _ 22.1 22.1
15
Talc _ - 70.0
Low-gloss flaky titanium . 70.0 -
oxide :
20 . .
5\'/ Zinc stearate 3.0 3.0
Squalane ' 2.0 2.0
25 Methylphenylpolysiloxane 2.0 2.0
. Antioxidant - Slight : Slight
. amount amount
10 Preservative Slight Slight
amount - amount
Perfume o 0.2 0.2
. Spread | 4.8 4.8
Adherence 5.0 3.5
Ul Evalua- .
w© tion Gloss : 4.5 4.0
Smooth and 4.5 ' 3.8
moistlike feels '

45

50

55




Cast or

oi | 45.3 . 45.3 10 Hexadecyl
al cohol 25.0 EP 0 19229PBkanol i n :
4.0 4. 0 .Beeswax _ 50 5.0 15 1
C20g551te : 4.0 4.0 Candelilla wax ' 3
7.0 7.0 20 Car nauba_wax _ ., . 2.0 i
2.0 Antioxi dant Table 6 g Lipftick Sli ght anount !
anount 25 Pomdery titaniun1oxide (A—100) 2.0 supplied
by I shi har” Sergyo—Co Ltd ——tonw-gtoss—+ ar\_y tt-artr— ) 2 30
oxide D& ¢ Recbé}&osltion weight % OgRample 4 Canppptdve Red No.
9 op (weight %) , & BB BT Red NExamplam 7| ake
2.5 Z.5 D & C O ange NO. 5 0.2 0.2
Per f unme Castor oil Sl i ght 45.8l i ght]f 40 45.3 anount
anount Spr ¢ad 5.0 - 4.0 45 Adher ence
4.2 HexatleEyadl adcohpdn d ops 25.0 25.9.0
3.0 Col or ffone 4.7 3.8 so_55 Cfains 1. Cosnet|ic nake
up extendel dESPi ng of a flaky tltanlu oxi #e%havi jg a m#af thi ckness of
from O.i t %Zeeswax 5.0 5.0
Ozoc_erite 4.0 4.0
Candelilla wax 7.0 7.0
NIZP Carnauba wax 2.0 2.0
Antioxidant Slight Slight
amount amount
25 Powdery titanium oxide (A-100) - 2.0
supplied by Ishihara '
Sangyo Co., Ltd. .
Low~gloss flaky titanium 2.0 -
30 oxide
D & C Red No. 7 0.5 0.5
D & C Red No. 9 2.5 2.5
* 1D &C Red No. 33 Al lake 2.5 2.5
D_ & C Orange No. 5 0.2 0.2
: Perfume Slight Slight
“0 ' amount amount
Spread 5.0 4.0
- 45 _ Adherence 4.2 4.2
Evalua-
tion Gloss 5.0 3.0
Color tone 4.7 3.8
50
55
Claims

1.

Cosmetic make up extender consisting of a flaky titanium oxide having a mean thickness of from 0.1 to

12




Nt ik M . .

EP 0 191 292 B1 Table 6 Lipstick Cbnp05|t|on (melght % Exagple'4 3
Conparative Exanple 7 Castor oilgpo 191292 B1 453 : A
45.3 10 Hexadecyl. al cohol 25.0 “I mn H
4.0 4.0 15 Beeswax Il"“ II mmm
5.0 Ozocerite . 4.0 *4.9 Candel Fl & wax
7.0 7.0 20 Car )& fax Lipstick 2.0
2.0 Anti oxi dant : _ Slight Slight anount
anoun ZST—WUI y—ttanturroxtte—(tA—H00) 25
suppl i"ed [by |8k ﬁl%emgomn td. kag,l( 14 | kY Gompainanive
2.0 55& OX|d§%b %bC Red 5§§ Example 7 0. 5
0.5 D & ¢ Red No. 9 z.b Z.5 35 D & C Red
No. 33 Al| |@ketor oil 2.5 2.653 & C @rangasha. 5 '
0.2 0.2 Perfune Slti ght Sight 40
anmount Hexadgawinta 1§ehedd 2580 25.9.0 45 .
Adher ence L 4.2 4.2 Eval ua- tifon A osjs j
5.0 anoldry ) or tone 4.4-0 4-8 so 55 Cains
1. Cosnetli g p extender con5|st|ng of 51§Idaky titaniug19xide Havi ng a
mean tshi ¢kness of fromO0.1 to ’ >
Ozocerite 4.0 _ 4.0
L Candelilla wax | 7.0 | 7.0
%
20 Carnauba wax 2.0 2.0
Antioxidant | Slight Slight
. amount amount
25 Powdery titanium oxide (A-100) - 2.0

supplied by Ishihara
Sangyo Co., Ltd.

Low-gloss flaky titanium 2.0 -
30 oxide
D & C Red No. 7 0.5 0.5
D & C Red No. 9 2.5 2.5
¥ | b & Cc Red No. 33 Al lake 2.5 2.5
D & C Orange No. 5 0.2 0.2
W, Perfume ' Slight Slight
40 amount amount
.Spread 5.0 4.0
45 _ Adherence 4.2 4.2
Evalua- : .
tion Gloss 5.0 3.0
Color tone 4.7 3.8
50
55
Claims

1. Cosmetic make up extender consisting of a flaky titanium oxide having a mean thickness of from 0.1 to
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12 : EP 0 191 292 Bl Revendi catl on 1., Charge pour produit de maquillage

cos[ieti que consistant en un oxyde Eé 0191 282Bn pai |l ettes ayant une _
epagseur noyenne de 0,1 a 3 pmet une di nension m)yen ﬂuﬁ"ﬂuﬂ'ﬂ" u | o
Angpruche 1. 5Sfre n.kosmeti sches Make-up. ’m\
roRlzenform gem ?tgg?ﬁ%ﬁ(:s% o;elsjéutao?}o""}(tIeren Di cke von 0,1bi § 3 pnt urfd ei ner
mttleren GoBe von 0,8 bis 70 pm 15 20 25 30 35 40 45 50 55 13

Revendi_catlons :

1. Charge pour produit de maquillage cosmétique consistant en un oxyde de titane en paillettes ayant une
épaisseur moyenne de 0,1 2 3 um et une dimension moyenne de 0,8 4 70 xm.

10 Anspriiche

1. Streckmitte!l flir ein kosmetisches Make-up, bestehend aus flockenfdrmigem Titanoxid einer mlttleren
Dicke von 0,1 bis 3 am und siner mittleren Grdge von 0,8 bis 70 zm.
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