EP 0 201 040 B1 Description BACKGROUND OF THE I NVENTION 5 1) Field of the
I nvention This invention relates to cosnetics conprising, as an oil gelling:
agent, netal salts of dial kyl phE@pt2at @0 Rdvi ng a good oil gelling
characteristic. to 2) Description of the Prior Art As is known in the art,
met al i c soaps and dextrin fatty acid esters have been used as gelling
agents, DApeYPUAT| si on stabilizers and pi gnent di spersants due to the good
oi | gel t these oil gelling agents. for cosnetics, however,
met ab?I [ @%&B&b%g}éaﬁ l[025"geous in that they 15 require el evated
terrpegagrhgﬁioq [ndeddflo i N order to dissolve liquid fats and oils therein,

%

thus rnviting a | ovverlng in quality of oils on preparation of cosnetics and
di scol or at I I r
cCosmet | G PR U0 Sormb S o Bi P PR b (EELCorlly R 1

cosnetics are crazed, cau5| ng the cosmetics to perspirate with a |owering
of thg ngggd‘ﬂyﬂo,{\@mg@m@& A6l nce the feel of an oil for cosnmetics to the
touch is an inportant factor on feels, such as fitness or affinity for
skin, spr emdis Repwaln tharet, GbtaESsoasf ant @S faly adid éstdrEhave béba usiDateliff agefks,0i |
gel | i ng vageniulisisi stebilterp bad @grodat gispearasduet@ine gadi qu@sBigndoityi N order not to ~
cause t he Among theseoibdelitdnagehie &dr cosniotayitnwevaniresalticiseapa ReUdEadvahtageousdd &bl they Soap
i s | ess réduieen old@tevitiSmmfatizes rehd 100he ireerdeaftt elissahef lanid dats @idmild themas, ®s, intiting a

00zi ng ddwetirgein qidlityvaf oifs ¢ni prepactiah df lsesneticszand glisteldeatiop bbpignants. Wheaameallicesoamsnt s.
On the @tehised lemalgils e gasmetiesf thare gre slishdyariages insthat drered podesrpitiy timesand he fcoamtetitsy  gel
st r engt [reAR¥ed I§8ysied thetcarpqliento porspirale (il lp daiveripa 44 thetquality: Mereqyari tigggdhs feel piaat
‘when t h@ &5 cesmeticyrip hedenel is 3 impYRpitiacias ondepls. geh 2p filgessof aftiity dos s® sPiseding
Coent il 1 SR A e}fﬁ‘%@ﬁr‘f’%ﬁ%"f?%‘i%@‘%@?ﬁfg?%%?i‘“?n TThIE gl o
agent ?\X

retenti d‘i‘n Fﬁi‘ %%’ée‘%\“ %rﬁi%'fe&tw& SreldPe esg el Ba Y W‘“c}'i”\e aq %F’g@’vﬁa‘ﬁeﬂgg to

FLS\IIEP;L% h o] extn R%@;jiers c]zanno{.I @ps/rt sa%:sfacgrti) { stn en cja?j;épqer re{ep'tta)rﬁ 10%

of thé ° p P‘&% n dtd%etgeom }'csu?{gt a}'\n 2 TR art,

the pr esenAccar&x@ tF?Jré e@%@ma&t&%@f&m@w&' &SciBHling 3 enawﬁmuAsLms §5$tabfe06i'lnd

that a Sagfbd Wi iP5 8P sRdpe Tatbhiof Endlhadl £ Tnp& BOS RPBESBILAGT N OF 10dsr Bdh £ |

gel 1'i ng oafRAt enlvifeitiod Abrhpbidurs whdhCit AR i SHA SRRAG BNRW&ERY el BLiCh 30 RO

oi | ggl peg?eerhgmamtslnet@germum oaﬁes.rrall as 0.1 to 10% In addition, when

the netal salt is added, good feel of oils cannot be | ost w thout causing

-00zi ng cuMMaRY@H THEQR®ENTIQN di scol oration, perspiration and the |ike. Thus,

‘good cosnetics can be obtained. The present invention is acconplished based

on the abourelerf thesi atrgumstices in tHebare thp ardsbrt idvaitbry matid) intepsiessuties iand @i tai result,

. pr ovi e doupd twer $pesiiaipecti metahsait pidialiahphosdhatg ebrvdsaas re dil geflingiegehiordich satistesvet al

'sal t. of "abovireduikgrhenp sk ervaield efgopdeil el dnosddiion iesmesreduntf asrsmall as 0d)to 10%1l or.

( 111) 0 a[j@,uqn] whep, the metal salt is added, good feel o TLgalsr Gannot be lost without causing oozing of the)oil.Q

[ EEB] i rFraging. cfiscala@lieny prepgiration gend b iR Thyiel sloech Geselisp 928 freedddined-aTheapresent ed
unst"UF"‘['P‘%B acqomplished bsedndhe-3bayp fipding.

. More particularly, the present invention provides cosmetics which comprise an oil gel formed by at least
one metal salt of a dialkyl phosphate of the following general formula (1), (1) or (fil)
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in which each R; and each R independently represent a satura:t_éd" or :ﬁnsﬁtuiéi'tgq;'_-ligjéér -0 branched
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EP 0 201 040 81 hydrocarbon group havi,ng from8 to 36 carbon atons, mis an
I nteger of from1l to 3; nis an mtglggé?i %Bg)mo to 2, kis 1 or 2, and 1
is 0 or 1, and an oil for cosnetics PHERY DESCRI.PTI ON OF THE | NVENTI ON
AND PREFERRED EMBODI MENTS 5 The netal salts of diél kyI phosphates are known

conmpounds, DitcalhBY EroliERRiInG #6R 184 8 Girtdd SEMOM ¥ aRftedéHioBlonk € RES, In@NErSintbgbr bYRm
field of fighepkis 76€2 afPl is®k i ,BAd biPoideoBhdi6&sS has never been known. The
hyd@carbon groups represented by [err] and [err] of the fornmulae (1) to
(111) are tdevseED DESCHEPTION I QFJrHENRVENTIGNAGID PRERERBED EMBOBIMENTSf erably from 12
to 22 casbon atons. The hydrocarbon groups having a 10 snaller nunber of
carbon at ons Tenmmd saltspédialke phedphaidsaare bnoyn gerhpogidselpud have tbeerp hdrefofanadisédaonty. as
Exanpl es ofwatehepéiyuls ndizer fislbiref firecu e dppiichtiod & aoernatics hasoewel beeddeann, dodecyl ,
undecyl , tri deheyydrogadion grpurs fepregpatad Ayl 8¢ wid Raefithe fgigwiag (1) toHhere dhoesy groups having
oct adecyl , frorfatbeddytarbos|atagsy prefetably diomot?y/ o, 22d8ke ﬁﬂOmS -+ 1P dydrpgarbop arqupe bavjnp a
pent acos‘yl Smpliex arreRsy pf, cathem etamy eapnot iprart 25y gﬂmyrﬂ? Heeai fo oilg prdfaisrfopmples of the
hent r i aconthyfrocaghss oy elde ot oRy) 4de°}‘|'oﬁ 'EM' un ' ‘9%5‘?}‘@;‘\':@ decyl, hex-
undecenyl! , af’?"ly'dé‘&% Fyl ?Cé?td?cé(blé‘%ﬁ‘? V' "2?, E%! {piracosyl, gentacosyl,
hept adecenﬁ‘F"a"?f 'i cogvh :?été‘é‘ﬁg "°" i ‘% ‘? "z°°ﬁgﬂ«§f‘$|‘6"ét‘a ?"V" de-
dococenyl , (;?Vf c ¥' UF&?‘?‘&' EfgﬁsZY dococen ce'ﬁe%'e ag %? "y oc-

1 eceg N eicQ e ncbce trac cen ntacocenyl, hex-
hept aCOCénﬁ dc ny%the ac cen ctaco enﬁ %m lt &léc% a n91n¥ tadienyt,
dotri acont e aEueny @éik E decpclgr g ;;Y:i Efadecadienyl, hex-
undecadi er% ecaﬁ%ﬁ fag leenylt et orcé 9 ny nad s i fisicosadienyl,
adecadi enylgocos la F& eﬁﬂy tetrac&ﬁél cHtaeA3yd ienyl, %Qé% ikl lemb' tacosadienyl, oc-
ei cosadi ﬁnﬂcosad@@;}"%bﬁé@&ﬁg n}ﬂaconﬁi@i@ﬂﬁ @l@f\t:ﬁ@&hadleﬁflltﬁﬁ%ﬂﬂa@éw} 2-hexyldecyl, 2-octylun-
t etracos adigaY l2.def)Rit=86535 BUhRBYHexadd&X 2R FhuEHMtadeb Pt acosadi enyl , oc- 20
t acosadi enyl , THaGRaGERM AL YilalkytohdspRaddat o the adiyilita (1N&A b obrainu, &db:&l‘h}bio. by a method
dotri acont qdi i@ Whlch almit@mydatle sych, as Ziuatriupl chivrides] @ipninum ZSullite; ydlurdiurmaoieaty, | aluminum
2- undecy!| hexagets bndasidnidun ebbadec vk tphckpiayds. sudthes addium dialkyl Shbdpbate, pdiassiukny |
phosphat s dafkyit ghesphatesridethaddigmineadiailye piolsthaten et aifigne dislbyiphasphdtas andnit hdvessar.l) '
i n which alakali hydnoxsied e @addd &sambauepysuspiugen onded beatiad gonditions, Futecessary, thereby
al um num nieffectinge the adaly rexehangep hus ph at wetberd (2h i whiehu alviavrrh cirgbalatesd fugh l@p| aluminum
phosphat es issaebyias awdiummsatoalvialpl Mehwsivupyslumigyr LiPeayias andjithe fikp| and dialkcy!
phosphat es Phesphaiasham deasisr rid adioaiarypPusRiyepHIE Sheafng con °ﬁ?- rfellowpd by vdf°'vs'8- if
phosphat ®s "g#fgsa Y PeGausect @am{maﬂav Ridhg 2 'EF?"BS(? pghgeling ahi ﬁ‘ef ﬁ‘e 'ﬁ (5

Fheien ligly phesAAtas bl o° efa' %%@h oblqippd by 87 q%‘i
Z)(Zlcﬁtalngg ugfﬁlgndsyfe |cn,2§sp erl ltr ? p %9 gﬂ Q E ﬁg sds;.:;:‘“a‘l:t
a! um num | %giﬁnbgg £ % ?f? e ﬁss d kt)é\ fy? es m queousg] g(?ut }ijtvl %}? @ 1:9 Hﬁﬂions. if
al

di i sopr :p ES are reac

nece a a) er
non- aquetus ?ﬁa.c,‘imﬁﬂ, i bta% thefhie i%‘wigp | o robdiod0
necessary. Hehdus rcfam wqanau J‘&lcnum
abi lity, thGmodid Qﬁaﬂ&? hate% E’Jcﬁ QJ 568 \qMikyl 'pRGbpAEs <G Phosphatdse
gener al  f oryBiasordnbide didiyEptetinal .r&amw ;Jnshpha&&rhnsaﬁﬁesessaaﬁ likaithybikildstn an
chl™ori dey faaﬁdohs:sow&rif@t:& hedt@g EdnﬁntdeHsIIf eb&ssary, @efabg eflamgRBIes-ehangsl ferric
carbonat e, di alekié fop bexsRliEtvEh AteCoMotas esedialinyreldiar ksithe pdsmeyuls af B8 presatt aseritiorm
di al kyl phasghiasies, ndnfhoi fiquidD lotsTsuee i inkdydr wiresqihbidesarbord @highavemsatwlated lary |
phosphat es uasutlyatéd), ane ceaimar yster aliksch ahyichighet d@bols andafattyaarids 0TIese dilsunhaydie used
under heat isimgly oo rilicorigimetion. iCff tigSe essedtiobsmmytic dilk.enosipglarciaiid odils rsycht #reliquig paraffing
exchangess Fqeplape o therlikdieshitiiyHightlabsipiglit, eikretsfition laed shaperrateatiot pn pddition of metel st et
by a net hodliadkyl phbépbates. Rerpugheyt theseesticatign, @&F%?%?ﬂ“@‘&?’i"@t‘%ﬂ@W%@eéﬁ?f@pmmﬂy as
chloride, calcesmeticdlll fate, calciumnitrate, cal cium phosphat e and cal CI ur‘n
carbonate, diEriipe ?ﬂ?ﬁ?ﬂ?&h‘ﬁ hescogetigs gkthe BGFQEHPEﬁ"H?"k %ﬁgj
di al kyl phdtasias @ssentizl metal galts of %fﬂ!‘w‘.ehqai"ﬁfek 1“’ be,epideg P' ' °tEﬁ'
phosphat A o 9ie. ppgief) Eésé%?yopﬁ g il ? 06“" ﬁr
under heat |Ff? hscf'azjgr%eﬂadded é gel strengt gl 6n an ape ete% lon can arily conégl g‘
The surface active agents include polyoxyethylene alkyl ethers, polyoxyethylenelfatty acid esters,
polyoxyethylene/sorbitan/ffatty acid esters, sorbitanffatty acid esters,. glycerinffatty acid esters, polyox-
s5 yelhylene hardened caster oil, polyoxysthylene/sorbitolfatty acid esters and the like; the humectants
include sorbitol, glycerine, propylene glycol, 1,3-butylene glycol, lactic acid, sodium lactate and polyethyl-
ene glycol; the preservatives include alkyl para-oxybenzoates, sodium benzoate, potassium sorbates and

phenoxy ethanol; the antioxidants include tocopherol, sesamol, sesamolin and lecithin; and the powders
. SH
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The oils for cosmetics which are another essential ingredient of the
cosnetics of the present Invention nay i ncl ude non-polar liquid oils such
as |inear or branched hydrocar boR® 0ohi0dhBVer saturated or unsaturated),
and synthetic ester oils such as of higher alcohols and fatty aci ds. The$e

oirl s may be used si n I or |n conbi nati on. OF these F!X}t cosrrﬁ( i
oils, nQTf' “5;)&::‘7‘ ‘(’gﬁ % {868 P e

| k h le a |ron f;ale ? Iﬁ%\ Uﬂ‘ ﬂlCP "f”f {in,; H
i ke exhi 09&. ates In the os s S fho 7 Ml Ahe2Bnge
addit Onfet rrs%g' Ak et% % '35554 st te% f'ﬁ pop R i
speci {i ﬁtttg 1 LS .ﬁg S RGE e an&taémf‘e loor0s a?netmu 2o 9[..6’ sl a

‘cosnet | f the metal salts are n shown. In order to make the best use of the favorable feel of cosmetic oils,
V For t hﬁ‘e BhRRESSbrhtN raRdosindfm C:ORMBY. §fe Hhoubt\& R &3RBYc dilRY B8 inkdpbratéd il kiaar i |y
used ar Riobrhehks/ofditthiohiibh HestnlLsn é§Be bitRe EssmBitls] Al W18 lsushath tamobtk the viJulay |
phOSphat&&s@]ﬁioﬁﬁﬁmshﬁu&oh@omys be added | ncl udi ng ot her types 50 of oils,
puri ficed WeHeCEasmeis i B Ufie SMVEALIBE Qured Blobatéd BY afikifg uRALTBREIME t Gondifdhe IR ¥lbdtwies,
ant i oxi degaddents [ & fmblEe Sialky) QNEipliste &dch ddsMetici dtind Optfordl imgiddRnts, 16 eslapid) ibg @I
al cohol suse lai gh@tionfisat, tayhoaddishar, artbressai @txer Y iae like) egeshaping e ehibvdure/ @B adetireddded,
t he gel totw dn@téssarpi Ther @brestics oh tharigvestivaEen betmeriated rintc anekEp @sietics audh| a6
cont r ol |fewhdatigiserosass fancbibe Mt indskin gue casmeting [suches sesiame eil geliripknsing crapsAnd dieh ef’s,
pol yos®ydkty| enel fatty acid esters, pol yoxyethylene/sorbitan/fatty acid
esters, sofilsirresentfryention ig o Redicelprly des@g%#dyrwamlof referepoagcivichaeferde QTGP%P‘}/@‘X- 55
yet hyl e 8ot 2k ghpsehates.one pragiples. pol yoxyet hyl enel sorbitol fatty acid esters
and the |ike; the hunmect ants i nclude sorbitol, glycerine, propylene glycol,
1, 3- but iy %“cﬁl ycol, lactic acid, sodiumlact ate and pol yet hyl - ene gl ycol;
thts-/p’r"e rvatives | h" I kyl para-oxybenzoates, sodi um benzoat e,
pot assi "§'B‘l‘"b5‘t°“8'§e“éﬁ oxy et hanol ; the antioxi dants incl ude

tOCOPherO' dﬁ f&FAnbl %‘3%%9&2} Qs%?’béa%r %I&n 1@3@%@ o3 B é&dﬁm hat'e:' 2(-’3-1

040 Bl i e@lrﬂérqmgﬂtxb was’add &ﬁm
iron gxiy abo&t Ginutds! & £G4 b'lé% m$|i &2 gl |!P§61 ﬁn
i ron Ox'ﬂﬁut&%b@% Péh&@d %V gu@lr &W'r&cﬂngm%s d RE 3@RmUEL. AR ch the

di al kyl BRGHIHALG Sk Rictdd@né BRI bET ©Bf 10(HGr. AR WaBr was pﬂa@é!ﬁﬁas iibbr béaketrhe
range Ofio Qhidh 8 atNbeRdtioh MitufedRdTREdCA, Bliowed bPHISRILIGHER #toS75aE or BN MMUGS aHabe
because dglidiot) TRéledab0 PES b i(ABL:S.068 ndh ok b 1§% AICIAGHOL soRlionObds ddadal Rfdhed By s@f 0SS,
fitness exadndel® 74 1ok8) C ko Wbur. AigBdompletich e thelsalt dchangé, SR redtlicivikiab wes fierause
t he ef f edstadaficd Rith &xef 500 Blodf Wwatednd once witilB0OWMI of dtednd] &lliovied byalkngtahed loget use
of the fawnodrallatahaed g of akewkamettis(dicety! pispHataiin aafomt of phisf pewedsl y r anges from
0.1 to 1®Mbd: The anmount of the cosnetic oil to be Incorporated in the
cosnet i contedft of phesphorvedd%on depends on the type of the cosnetics, and may be
such n centeniiot aluntieum W%l d be used in ordinary cosnetic conpositions. 10 *
The cosnrfealduigied:of the i nvention are prepared by m xi ng under heating s
condltldt?gte'ttﬁbp'@%m?%‘ i ngredients of a metal dial kyl phosphate and a *
met i cooBPM oEHERR 1 ¥hal | ngredients, for exanple, by the use of a
ho mxe a hoz(rjmdl sper, a three-roll mxer or the |like, and shaping the
nm xt uf’e ‘1{?8 % Yesired form if necessary. The cosnetics of the invention
can be p re cosnetics such as. foundations, rouges and the
i ke, 'ﬁ‘%)ﬁ" nmgggééﬁgﬁﬁgk&?cs such as creans, oil gel cleansing creans and
the 75 1ikeq Bﬁﬁ asa?eatyt PHSYEHE (4 Valde: ”i@é@ A gﬁ” b¥6) Qﬁosﬁéﬂ Jﬁ?fdodomouway
of reiser&%n%ﬁm propbxits ver alided K RIMAT R bdnfibtdhf {I}f& (Rfing tRNd
exanpl eswigRef @diftdne® deWicd @ndhdatig intem dit 'blth (ol . REEWhr dMash aﬁtﬂ)eupon the isopropanol
was distilled at 72° C and the benzene was distilled at 80° C. The remaining benzene was distilled off under
reduced pressure to obtain 15 g of aluminum tris(dicetyl phosphate) in the form of whlte powder
Found:
s0 content of phosphorus 5.6%,
content of aluminum 1.6%
Calculated:
content of phosphorus 5.6%,
content of aluminum 1.6%
55
Reference 3

Aluminum bis(dicetyl phosphate):



500 m of ethanol was placed in a 3 |liter beaker, to which 100 g (0.183
mel ) of dicetyl phosphate (acid value: 103.0, m)l ecul ar wei ght: 546) was
added at 60 to 70 C. After the addi tElo(?'l 0490 BY xt ure was agitated 25 for
about 30 m nutes, after which 73.3 g (NaO—I 0.183 nol) of a 10% NaOH

sol ution was %mgﬁgthédal }3& ﬂgc Fneasa ﬂgr JeQJeF la wl"fléﬂl 1|09W1d§¥ndi’)g* H@é&l%ﬂosﬁapd’te (acid
reaction atyp@ 1080, Hdidclia Qélg gy Wi bfedd 20116 70 T Akidr b dd@itibr fre ImixtérB Gvas agitated
reaction mggtdy rﬁnmsmfowhtcﬁ ~89 gemﬁ)l-dbﬁ 8mélf or@Q 0% NaBH sdiltioR WS droftfdd i 8o Mihutes at
wat 8 was phoeeRiowBd By Agitatichbr DARMACA: 60 keI 16180t RIRDANER cERATHol NG Thk ekétRn
was added, dqituleis st il Bl 250 @Yoo hé@s.1500 fbof WalbOlias Phosd i W i3eer LEHRGT to which
agi tation. théadoedbiditn prOdicvag ai®r thilowBd BOdissBiation a0f0 t& 75 ol Irrhihut&sQindériagiatio s
added, f ol | Tonaelsdufiorswéré adited 147 H QTS 0892 M) dfan pauesds 165BrAlQL 61RO solufidnt aad 36.65 g
conpl et i on (©&OH:0B9S abl) ofexO¥aNEEH sdlutien in ealet to @ondndt teusaicexabangd &tl 70 & 251 C foreistived
tw ce wth &ectonipBfomdf tieef saii@kabengantitio cractien wiiune 8Jiltered, ofastmd dticmeith dach Svwelcbf
by dryi nep awatdra@nd pnch with 300 inbefrasetens. aridtcripchat’B0C dpr @0 hedrutei abiaim 10P igsof @luintup| bis-
phosphat e) (dieetyliphosphsteyapWhitgippyder.powder . Found: content of phosphorus 5. 4%
35 contentFaghdal um num 1. 6% Cal cul ated: content of phosphorus 5. 6%
content of @rEMohRNePRNOESFAY: Reference 2 Aluninumtris(dicetyl phosphate):
15 g (O. 027°°ﬁ§§1‘t?°f%5‘l'm'ﬂﬂ"b%?§7l phosphate (acid value: 103.0, nolecul ar weight
546) and'™1. @ 45 of al um num i sopropoxi de were added to 70
m of conpl & ; Eﬂgﬂg wg *benzene, followed by nounting the Wdner
di still atlocr?"ta'é Vi TE"y“ABati ng on an oil bath at 110 C for dissol ution,
wher eupon t'%%%'ﬁ%pi opanol was distilled at 72 C and the benzene was
distilleg The remai ni ng benzene was distilled off under reduced
pressure tONQ.HL@.A mo,;g@“gtypgho@ghgtg, numtris(dicetyl phosphate) in the form of
whi te powder. Found: so content of phosphorus 5.6% content of al um num
1. 6% Cal cul at 66t mcp B! wi pldeBO B RNORte DeSieh 16 wHdhNbE § 0. BB ndd) WiTitdyNplospad@cid
Ref erence 3vafb:usB.oundidzu Whight 536) wadhasipd at 8d)to 7¢f C. AtdriheCadditidn, Bhd Onikidre 5/@9 agithte®
et hanol v&aSfodl reidbs] #toavhigh I78.8 gr(NdTR-R 883 mbiof \wh 0% INabA Qoiglioh Yrasl &Bppad kn) 30Qhinutes at
di cetyl phosdbabiwédby agitaiith e resb6d. b 60 PDESE CLIbraB0 mimiteghifted 4éb)ing/a 30 20.dibel reattiofs O
to.70-C. Afrigturetviae filteekeli dnél diied at BE OfbrxtOLhowrs.\§86 mbgj ivbtat e plaged i86 3r¥tenbeabg, toiwhico
whi ch 73.3 the tideeCiopCtion dr8Bichwss jaddsd, falloed/bNEBRIUDD [2UR0 to 75 \Geler Wrraipyieschinider a@iGtion.
m nut es at BOM® sdujen wee addey 2%cf 9 HiGle Q- 18Dmolt & 46 eausersd5%aHCH 8H050lgtigngind 346.6 g
mi nut es. %A NaPH:AISE8 ma oft 351 03QNTOH gofuiion ig gEdey 18 Igormiuct ffieysell pehagas ati7o|iq @ Edorgirpur-
dried, at 6Ateceqpletiannolies jall exabergenthe pRCtige Mixturyaas fiprad egsher tujceswifh; qagh 500 mi of
beaker, to ‘W"ﬁ" @ 9198 WiiL P! b aretond A At GER0 Y gaersttc oPBin 18ha 4T yminum mone-
di ssol ut i on ﬁ?tV'WSP'??te[)é? YitePgydesy i nut es under agitati on.

.35 content of phosphorus 5.0%,
content of aluminum 4.4%
Calculated: _
: content of phosphorus 5.1%,
Y content of aluminum 4.5%

Reference 5
Calcium bis(dicetyl phosphate):

45 500 mi of ethanol was placed in a 3 liter beaker, to which 100 g (0.183 mol) of dicetyl phosphate (acid
- value: 103.0, molecular weight 546) was added at 60 to 70" C. After the addition, the mixture was agitated
for 30 minutes, into which 73.3 g (NaOH: 0.183 mol) of 2 10% NaOH solution was dropped in 3¢ minutes at
60" C, followed by agitation for reaction at 60 to 65" C for 30 minutes. After cooling to 30" C, the reaction
mixture was filtered and dried at 60° C for 10 hours. 500 mi of water was placed in a 3 liter beaker, to which
50. the above reaction product was added, followed by dissolution at 70 to 75" C for 30 minutes under agitation.
To the solution was added 68 g (CaClz: 0.092 mol) of an aqueous 15% CaClz solution in order to conduct
- the salt exchange at 70 to 75° C for 1 hour. After completion of the salt exchangs, the reaction mixture was
filtered, washed twice with each 500 ml of water and once with 500 m! of acetone, and dried at 60" C for 30
hours to obtain 100 g of calcium bis(dicetyl phosphate) as white powder.
56 Found:
content of phosphorus 5.5%,
content of calcium 3.4%
Calculated: )



To the solution were added 147.3 g [err]:0.092 nol) of an aqueous 15%[err]
sel ution and 36.65-g (NaOH 0.092 nol) of a 10% NaCH solution in order to
conduct the salt exchange at 70 EB0281@4¢8Bf 1 hour. After conpletion of the
salt exchange, the reaction mxture was filtered, washed twice with each
500 m of 10 water and once with 500 ml of acetone, and dried at [err] fgr
30 hour $OUH YPNAPACYBG of al uni num bis- (dicetyl phosphate) as white .
powder . SPBUNY:CEYREA® of phosphorus 5.3% content of aluminum 2.3%15 .
Cal cul atgd. content of phosphorus 5.5% content of alum num 2.4% Reference .
4 20 um num nono(di cetyl phosphate): 500 ml of ethanol was placed in a 3
liter b , ol g (0.183 nol) of dicetyl phosphate (acid val ue:
103. 0, % g@uﬁ‘&ag(d'@mg%’lgﬁ?s%g%é) was added at 60 to 70 C. After the addition,
the m Xt urgdoWaSs fkkinbiadaSPiaded ih 81 iRP bdbkdtUib Sdich hitk P(0Was MBI éuicdtylpHobihedl(acid: 183
ol ) of yauel @69.0\NaAEcsif wéighOsie)\Rss dbcuR 66l td 70° SOAE ho a8dition] thé thirkure hédl dgmiead DY
agi t ali Gdd 3b RlinuteCaMb whibh 2.3 §NaDA: ¢. B3 Injol) foP# 1330 NEDHNSHILESN waf drédipedP @b tget & 30
C, the et dlIewedbyXdgistion i Seattioh taesed 68Tl fod 30 athu@s. AKer éookngrto 30" d) @srractidn00 i
of wat emimas wi @ae@d ahddriad 3t 60i° C@dr 10 Ak 500 ril@f whieradas pla@dabo g Gter malkst, itdwhich
product twadowdekethn piaiittone eddey, falbwsiddly Witssahniomst 70 @ 750 CTér 3C fimates 3fdenagtiatioa:s
under agbtitsolotion weee ddded £36|aUCa@N 0BT molbet de dqudeus.16% CalCle rsplfitiod an@B3. 1w (NpOET  an
agqueoms 01183mpept § s65b HePldsolatiod inatéer @ ¢pn@Bt hMatHCIBNGES 7/dd Y5 ¢F for h@soARErOH
sol ut i oomnpietion dethe sa axehaniase the regetion aliture wesiige washed wicqywilheqach SQ0gTI of witeryr .
Af ter c@npPasewdh Seff mt ¢f acelener anddierh# §8, C fona0 havescte iobiAin 110G ¢ f ealaiussmenofdiceliled,
washed tPipseRas Pt HhiEREMI00 M of ‘water and once with 500 nl of acetone, and
dried at®89 C for 30 hours to obtain 100 g of al uni num nono- (dicetyl
phestfiat® ‘e"ég'%ﬁ?"ggr"jg%‘ér. Found: 35 content of phosphorus 5.0% content

(o

of al umf} ?ﬂﬂ’?ﬁ'%“ 41 ated: content of phosphorus 5.1 % content of
al um nurp:%;nﬁ%ﬂo Ref.epence 5 Cal cium bis(dicetyl phosphate): 45 500 gy,

of et har}g%%en\{vg‘gcr:ﬁfﬁ y1n'a 3 liter beaker, to which 100 g (0.183 nol) of ,
di cetyl phosphate (acid value: 103.0, nolecul ar weight 546) was added at £0
to 70 Creffdfek 7t he addition, the m xture was agitated for 30 mnutes, into
which 73.3 g (NaOH 0.183 nol) of a 10% NaOH sol uti on was dropped in 30
m nut es 34 wk@icédondphdened by agitation for reaction at 60 to [err] for 30
m nutes. After cooling to [err] the reaction mxture was filtered and dried
at 60:0C f 0300 16) oh@wdng!. was @lced in @f3 1veR bedker\ @ Swhizh a0l (0183 &hoff of didetyl piegHEB (acidt O
whi ch soaltde0ah oneecilarasighosuepracidddd aas tarld €daited Ok laaditm, iy niiuss ohskgitaed at -
70 t o 730r@G0frdnute3 Ointiriwhicith 233 gIKNAOH: @ H3tnaut)ioba 104 Dla®iih solgion wis dyoppedi 3addieths 68 ¢
[err]: 000 2oliwéd byodgitation 4 wesclion 2l EM/to[68T € Jor SO ImirtutesrAfiencmlingetp 30 oC. dimrveastion t he
salt exaciidwgeagfite’s@ apddrigl aB0r Grfor 10 hews- S00Afktob vaterovap blecsddma 8 flitet brakes.dd which
exchaligahe abpye reqsten rresiictiiag eddee, follawod biy| disgolidign at78 4héd Ctigr 3 eninyitesivndas egita®00 i
of wat erTodhrisdier wii added 08¢ ai(FegffOsdse BPGInEON afinkd aguequel 18% FeghiQs):. 9.9 gplutigy in

order to conduct the salt exchange at 70 to 75 C for 1 hour. After completion of the salt exchange, the

reaction mixture was filtered, washed twice with each 500 ml of water and once with 500 ml of acetone, and

o/ dried at 60" C for 30 hours to obtain 100 g of iron mono(dicety! phosphate) as white powder.
49 Found: .

content of phosphorus 5.5%,

content of iron 3.2%

Calcutated:

content of phosphorus 5.5%,

45 content of iron 3.3%

Reference 8 : , Y
Iron bis(dicety! phosphate):

500 ml of ethanol was placed in a 3 liter beaker, to which 100 g (0.183 mol) of dicety! phosphate (acid

value: 103.0, molecular weight 546) was added at 60 to 70" C. After the addition, the mixture was agitatd for

30 minutes, into which 73.3 g (NaOH: 0.183 mol) of a 10% NaOH solution was dropped in 30 minutes at

60" C, followed by agitation for reaction at 60 to 65 C for 30 minutes. After cooling to 30° C, the reaction

55 mixture was filtered and dried at 60" C for 10 hours. 500 mi of water was placed in a 3 liter beaker, to which
the above reaction product was added, followed by dissolution at 70 to 75 C for 30 minutes under agitation.

To the solution were added 246 g (Fe{NOj)s: 0.092 mol) of an aqueous 15% Fe{NO3)3.9H>0 solution and
36.65 g (NaOH: 0.092 mol) of a 10% NaOH solution in order to conduct the salt exchange at 70 to 75 C for

6



hours to obtain 100 g of calcium bis(dicetyl phosphate) as white powder. 55
Feund: . content of phosphorus 5.5% ggr&sz%g 48% calcium 3. 4% Cal cul ated: 5
EP 0 201 040 Bl content of phosphor f9 dntent of cal ci um 3. 5%

Ref erence 6 Cal ci um nono(di cetyl phosphate): 500 m of ethanol was pl aced

ina3li tefhdﬂﬁ%ﬁ&rcomﬁléhom thdsak @bhShgb Qnel B3ctiBP Mixtul wad iy washEtPSRD ¥t odch G0
val Ue 103. fh of Wb oAte WHRISBH i B oMREnPEHIE At 6" CAbr J0thodrd td obtdd i0drg 6fhl%n bis-
addj t;i on, t@Getylipkdsphiaf) Wvitdgbvdat.ed 10 for 30 minutes. into which 73.3 ¢

(Na - 0.183upl ) of a 10% NaCH sol ution was dropped in 30 minutes at [ert]

f ol | owed sbycoagittoapHosphoios.2%cacti on at 60 to 65 C for 30 minutes. After

cool i ng to SbteEof itdna.seeacti on m xture was filtered and dried at [err] for
10 hours. SG@ulted:of water was placed in a 3 liter beaker, to which the .
above r eactdooantpf phdepborus@d®.added, fol |l owed by dissolution at 70 to 75 C for
30 mi nut es w@ndwof igpgi48%t i on. To the solution were added 136 g [err]: 0.183;
nol ) of #n aqueous 15% [err] solution and 73.3 g (NaOH 15 0.183 nol) of a
10% NaOH sdfeiP¥¢ 9 n order to conduct the salt exchange at 70 to 75 C for 1
hour. After conpletion of the salt exchange, the reaction m xture was
filtered, veﬁgww(?'eﬁ%ahwf?ﬁ) each 500 ml of water and once W|th 500 nl .of

T T

10. 2% CO”t‘E ute%ai ofg%‘i H ol deg s at
content of éba Co maoBb Eﬁ%ﬂ%{?s 016508 1dr o it CARAL cdOMRIE BB Mo r3 ﬂon
500 nml of m@.%dra @@r@daf@ 813 1bh ﬂsmwatemswwa BeDockidr, K which

mol ) of g Cxﬁé MRSt wRS hdbiel, NBRed bk UibsSlitioBl B HIC fave;og.mute‘é%ﬁaerw@ﬁuon
added at 60|'ottﬂe E&ﬁ.ﬁd worb bl 48NG (RD,L! OB3 rhdFor Bh %Uebi® 16RSFoALD}:BHEG sbidion 3R
m nut es, i N{46.6WiNEIH: 63683md)) df Blabd:NaOH 38ioR T orded fo ddndudlind\aPakchargh ot 700 VEIT for
dropped in Bkbuiliafdticespldion 6Ghesaltledhbrigdabe RYctiag nbitd w3 fiftaddd, washed il wath edzd 500D
65 C for 30minf Rbtbremd ofsetwath 5@00I df Bgtong ahe Hiidd, at 801 € forc@dbire B obitaict 190 @ ofvix mong-
filter edasandiceyiipbapiate) 60wr@s povded0 hours. 500 ml of water was placed in a3
liter beakefound:o which 35 the above reaction product was added, followed
by di ssol utdoptantaf phipgphergs 48%+] for 30 m nutes under agitation. To the

sol uti on waeonal@ePn BB g [err]: 0.061 nol) of an aqueous 15% [err] sol ution
in order toC¥ylEdict the salt exchange at 70 to 75 C for 1 hour. After
conpl et i #h EntertiEPhosRhPuR4BAange, the reaction mixture was filtered, washed
twice with @3eME5MIEH% of water and once with 500 m of acetone, and

Example 1

35 n-Hexadecane was provided as an oil, to which various metal dialkyl phosphates prepared in Referen-
ces or in the same manner as in References were added in an amount of 1% based on the oil. Thereafter, a
gelling temperature (i.e. the lowest temperature for forming a gel), a strength of the respectlve oil gals
obtained by heating them to temperatures higher than the gelling temperature and cooling to 25°C, and an
/ . oil retention force were determined. For comparison, a metallic soap (aluminum distearate) and dextrin
40 palmitate were used.

Gel Strength:
Determined by the use of the Rheometer, made by Fudo Ind. Co., Ltd. .
4 3,

Oil Retention Force: Q

Each sample was allowed to stand at 25° G for 2 days after gelling and the weight of the oozed oil was
measured. This weight fo the total weight was expressed as a syneresis rate by wi%.
50 The results are shown in Table 1.

85
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dried at 60 C for 30 hours to obtain 100 g of iron nono(dicetyl phosphate)
as white powder. 40 Found: content of phosphorus 5.5% content of iron
3.2% Cal cul ated: content of phosEh8R004) B, 45 content of iron 3.3%.
Ref erence 8 Iron bis(dicetyl phosphate): 50 500 m of ethanol was placed in
a3 liter beaker, to which 100 g (0.183 nol) of dicetyl phosphate (acid .,
val ue: 103.0, nolecular weight 546,45 pdded at 60 to [err]. After the .
addi tion, the m xture was agitatd for 30 mnutes, into which 73.3 g (thH
0.183 nDI) of a 10% NaCH sol ution was dropped in 30 mnutes at [err].
foll ojed Dy agrtatron 1or reaction @eld¥ng0 [T Gellor 3USkneule’Ss After
cooling to ¢gerringthgefi€acti on ss WeHpdratuae fSttehgdhandRﬁnbed at [err]
for 10 hours 500 m of water was pIac¢dC)n a 3 l(gyem beakeu%)to whi ch the -
above reat : e ; o [err]
for 30 m ion. To the solutlon were added 246 g [err]:
0. 093, nol ?ﬁaﬁagqueggg&?é@6[err] solution and 36.65 g (NaCH: 0 092 nol)
of a 10% r to conduct the salt exchange at 70 to [err]
for %igéiégﬁ %ESEéBQTQEgi After conpletion of the salt exchange, the
reactlon Regdisgecuag filtered, mashedsbmnce with eggh 500; mng of water and
once with 500 ml of acetone, and dried at 60 C for 30 hours to obtain 100 g
of irm®n bis- (dicetyl phosphate) as white powder. Found: 5 content of N
phosphorus 5.2% content -of iron 4.8% Cal cul ated: content of phosphorus
5.3% content of iron 4.8% 10 Reference 9 Iron nono(dicetyl phosphate): 15
500 ml of ethanol was placed in a 3 liter beaker, to which 100 g (0. 183
nol) of dicetyl phosphate (acid value: 103.0, nolecul ar weight 546) was
added®at 60 to [err]. After the addition, the mixture was agitated for 30
m nutes, into which 73.3 g (NaOH 0.183 nol) of a 10% NaOH sol uti on was
dropped in 30 mnutes at 60 C, followed by agitation for reaction at 60 to
65 C for 30 mnutes. After cooling to [err], the reaction m xture was
filtgged and dried at 60 C for 10 hours. 500 m of water was placed in a 3
liter beaker, to which 20 the above reaction product was added, followed
by dissolution at 70 to 75 C for 30 m nutes under agitation. To the
solution were added 492 g [err]: 0.183 nol) of an aqueous 15%[err]
sol ution and

30

35

55



146.6 g (NaOH 0.368 nol) of a 10% NaOH solution in order to conduct the
salt exchange at 70 to- 75 Cfor 1 thr.%ﬁfbt Srmcorrpl etion of the salt
exchange, the reaction m xture was % reg, washed twice with each 500 m
of "wat-er and once with 500 ml of acetone, and dried at 60 C for 30 hours to
obtain 100 g of iron nono 25 (dicetyl phosphate) as white powder. Found:
content of phaupiornus t4i8%dicmdyant of iron 8.8% Cal cul ated: 30 content of
phasphor us 4pdYspheitegntofof iron 8. 8% Exanple 1 35 n- Hexadecane was
provi ded as ®Refe@rdendeo 2vhi ch vari ous net #9 di al kyl phaxphat es prgepared in
Referen-sces or in the same manner as in References were added in an anount
of 1% based addumiaumi |tr iEheisdfaagryl a gelling tenperature (i.e. the | ownest
t enper at ure PYosphatielg pregained dmstrength of the respective oil gels
obt ai ned by k&gt is@de MaNNes tasrPdr at ures hi gher than the gelling
temperature BgfecddMGend to [err], and an6fi| retenti oB& orce werle

determ n¥d. EQr conparison, a netallic soap (alum num di stearate) and
dextrin 40 U : argdi Strength: Deternined by the use of the
Rheonet er ma&2SPPRALE3 BIfP3ESY 1. 45 G| Retention Force: Each sanpl e

was al |l oned 3< z%?ﬁﬂﬁ%]a%(ﬁn 2 days after gelling and the vweight of
el & Ao e

the oozed oi red. This wei ght t he total was “‘expressed

16 . .
as a syneres e p Wt % The results are shown in Table 1. 55 7
EP 0 201 040h§§s %%5§?€§é§ﬁ€%%¥l Cel Syneresis CGelling Agent

Tenper ature E el %% te [err] @ [err] (% |nventigve Products
10 Alum numtris(dicetyl phosphate) of Reference 1 60
42\/} 20 0 A3uélnddh #dno(dicetyl

phosphate) of
Reference 4 40 15 0

Calcium bis(dicetyl
25 phosphate) of _
Reference 5 77 90 0

Calcium mono(dicetyl
phosphate) of _
30 Reference 6 65 20 0

Iron tris(dicetyl

phosphate) of

Reference 7 63 42 0
35

Iron bis(dicetyl

phosphate) of .

Reference 8 50 10 0

40 Iron mono(dicetyl
phosphate) of
Reference 9 42 10 0

45 Comparative Products
Aluminum distearate 98 : 2 70

Dextrin palmitate 81 - -
50

As will be seen from the above results, the gelling agents used in the present invention have low gelling
temperatures and satisfactory gel strengths. When thess agents are used as cosmetics, the oozing or
55 exudation of oils which is an important factor from the standpoint of quality control has not been observed.

Example 2



35 40 45 50 55 EP 0 201 040 Bl Aluninumtris(dicetyl phosphat e) of

Ref erence 2 59 50 0 Al um num
tri S(dl st earyl phosphat e) preparERoi20iwh@Btane manner as in Reference 1
66" 86 O to Alum numtris(distearyl phosphate) prepared
I n the ﬁ‘nf_:e manner as i n Reference 2 66
0 15 A WBFs(dl cetyl phosphate) of Reference 3 50
15 P l{ num mono d| cet %
u Qil" gé agen =) num d| az (inv v u alumin
g’o distearate ftl){:gcompanzi\ Qil fou tagrlsl“gfn Eﬂ?ﬂ Mula s su ect%%‘f)tgva\lfengg -
test with t t
Ref ersenccgrméa"son oSy °e oappearang% 0 I ron tr| s(dicetyl
phosphat e) of Reference 42 0 35
Iron bis(dicetyl pH phé;teé')hd’fg RS ence 8 0.7% 50
10 } 0 40 Ir(% ngricéuojlhldc%%ag}%sphat e) of 37.5 ‘
(3) Lanolin 12.0
(4) Isopropyl myristate 25.0
i (5) Beeswax | 9.0
(6) Vaseline _ 8.0
(7) Titanium oxide 5.0
N .
(8) Red iron oxide 1.0
(9) Yellow iron oxide 1.0
% (10) Black iron oxide 0.4
(11) Perfume 0.4
30
Total 100
35
Preparation:
o/ The gelling agent and the oils of (2), (3) and (4) were mixed and heated (to 70 to 100" C) for dissolution;
40 thereby gelling the oils. Thereafter, the gelled oil was mixed with other additives as usual to obtain an oil
foundation.
Results:
45
%0
5 A

10



Ref erence 9 42 . 10 0 45 Conparative
Products Al um num di stearate 2 70 Dextrin
palmtate 81 EP_0%3104081_ 50 As will be seen from
the above results, the gelling agents used in the present invention have

| bw gel | i ng tenperatures and satisfactory gel strengths. Wen these agents
are used as cosnetics, the oozing orfﬁ%gﬁgqftion of oils which is an
inmortant factor from the st andpoi nt of quality control has not been

obs&Tf ved. Exanpl e 2 EP 0 201 040 B1 G| Foundation: G| gelling agents
used wer g al umrmummr tTT SO StEar VT I REOsewe ©) (1 nvent | vEohpadattiyeand

al um num di stearate for conparlsopro&hétfoundatlons OfPtbduEQllOMAng
formul ati ons g

respect to apg arance;fFornuIatlon. (1) Gelllng agent

0.7% (2) HRLPRFEFfin 37.5 10 (3)
Lanolin 1 . 12.0 (4) Isogropyl nyristate
25.0 15 Oozing of9il oo Qax 82;
9.0 (6) Vaseline . _ _ (7) Titanium
oxi de Crazing ° 5.0 20 (8) Red iron oxide
1.0 (9) Yel l ow pig PXk48 o 1x0 25
(10) Back iron io§?é° " 0.4 (11) Per f une
0.4 30 Total 16635
Preparation: The gg[ling agent and the oils of (2), (3) and (4) were m xed
and heated (to 70 Y6 [8Pr] for dissolution 40 thereby gelling the oils.
Thereaftgy, the ge|led §L| s mxed with other additives as usual to
obtain an oil fourdfddti 8*IRSsults: 45 50 55 10

X: yes

25
As will be seen from the above, the product of the invention does not allow oozing and crazing of the
system in which liquid oils are contained in large amounts. In addition, because of the good dispersability of
the pigments, discoloration does not take place.

30 Example 3
Rouge:

The oil gelling agents used wers aluminum tris(dicetyl phosphate) prepared in Reference 1 (inventive
35 product) and dextrin palmitate (comparative product) to prepare rouges of the following formulation. These
rouges were used for comparison with respect to the fesl fo the touch.
- In this test, dextrin palmitate was used in an amount of 10% because gelling of ||quad oils did not occur
in an amount of 1 wi%.

~ 40 Formulation:
Inventive Comparative
product "~ product
“ (1) Gelling agent 0.8% 8.0%
(2) Castor. oil | 39.6 36.0
50 (3) Liquid paraffin | .35.64 32.4 ‘
) (4) Lanolin 3.96 3.6
(5) Beeswax : 5.0 | 5.0
B (6) Candelilla wax 3.2 3.2

{(7) Carnauba wax 3.Q 3.0

"



EP O 201 040 Bl Table 2 5 | nventi ve

Conpar ati ve Product : " Product Appearance: 10

Qozing of oil 0 EP 0 201 040 B1 X Crazing
[err] Discoloration 0 X 0: no
20 [err] slight X: yes 25 As wll be seen fromthe above, the

product of thej.nvention does .not all ow ing and cragzing of the systemin
which liquid o(ial)s gl?letaé&%icﬁ‘é% n | argezo'gfmun't s. In %f(ﬂnti on, because of

t he™good di sp abid | t he pignents,q dj scoloratio es not take place. ,
30 Exgnple 3 aggage:d%)gicﬁ% gel ling agen:ltéH used were gT%'?n numtris(dicetyl
phosphat e) Pr@RrA" ethdd ﬁqﬁerence 1 (inventj ve 35 producty) and dextrin

pal mtate (conparative product) to prepare rouges of the follow ng s
formul ation. (fhgse gepgem meaire 1u@d for xonmpari son witd gespect to the feel
to the touch. In this test, dextrin palmtate was used in an anmount of 10%
becauge gel | iqp)of d_:iaqujed gadis did not qcour in an anmgut of 1 wt% 40

Formul ation: |nventive Conpar ati ve product product (1)
Gel ling agent(13) Perfume 0.8% 0.4 0.8.0%(2) Castor
oi | 39.6 36.0 (3) Liquid paraffin
35. 64 32— A)—tanotn 3. 96
3.6 (5) Bee 1 100 5.0 100 5.0 66
(6) Candelilla wax 3.2 3.2 (7) '
‘Car nauba wax 3.0 3.0 EP 0 201 040
Bl (8) Titanium oxide 2.0 2.0 (9
Red 2#ozd°éepafa"°"- 1.3 1.3 5 (10) Red
’l#zgg/ The gelling agfn nd the oils %f é), {3) and {4) werg mixed and ge'a?ed (fc;ll"]a}ssolutior? Sg' C%)% t7e AL

inventive product @nd 90" C for the comparative prodic thereby gelling the oils, followed by mixing as
- usual o obtain a rouge. )

The resulting rouges were subjected to a sensory test of 10 expert panelists. The results are shown in
25 Table 3. '
Table 3
. 30
Number of Favoring Panelists
. Spreading Gloss Adherence Fitness
_ Inventive Product 8 10 . 8 10

- \~*. Comparative Product 2 0 2 0

40

As will be seen from the above results, the cosmetic of the invention contains the gelling agent which
permits the oils to gel in small amounts, so that the rouge has good spreadability and gloss of the liquid oils
-45 and is free of adherence with good fitness.
Example 4
W/O type Moisture Cream:

- " 50
Formulation:

55 *

12



10 (12) Orange #201 . . ' 0.4

Toral o = g1 oao 81 * [ IIBIK lﬂllﬂllllﬂsllll

2Q ‘The gelling agent and the oils of (2) (3) and (4) were i x&d and' heat ed
for dissolution [err] for the |nve,nt|ve product . and [err] for the

conpar ati ve product) %%P‘?H% ’rﬂae"d‘ill hasph d byaﬂngﬁ%]ng as usual
to ©btain a rouge. The g”? ubj ected to sory test of

10 Eff(pert panel i St(:lt) T UAéS are shovvn in 25 Table 3. Tahle 3 30 Nunber
of Favorisng Panel i preadl ng G oss Adherence Fitness | nventive
Pr oduct 10 8 10
3). Ch&lesterol .
Conpar ative Pr oduc(t > estero 2 0 0.6 2

0 40 As will be s f rpddisL above results, the cosnetic qf_4he invention
contains the gelling agent which pernits the oils to gel in smal | amount s,
so that the rouge (gs gExh SEdE didon ek gl oss of the Iaguid oils 45
and is free of adherence with good fitness. Exanple 4 WOtype Moi st ure
Cream 50 Formul atiggn: Idfguid lardlih 201 040 Bl (1) Al um numgri s(d| cetyl

phosphate) obtained in Reference 1 . 1% (2)
Vasel i ne (7) Isopropyl palmitate 6. 833 (3)
Chol est efol _ 0.6 (4) Cet anol
0.5 10 {(83) Sqweokdrie an sesqui-ol eate 1l6.0 ]
2.0 (6) Liquid Ianolin 4.0 (7)
I sopropyl pal ni t at(@) Butylparaben 8.0 45 (8)
Squal ane, _ 16.0 (9). Butyl paraben
0.%/ (10) Methylparaben 0.1
(11) Glycerin 3.0
{12) Perfume 0.2
25
' (13) Purified water ' ‘balance
20 Totall | : 100
Preparation:
35 The above ingredients were mixed as usual to obtain a W/O type cream. The cream had good emulsmn

stability and very good spreading without adherence. Effects of the Invention:
The thus obtained cosmetics of the invention have better properties than known cosmetics with respect
to oozing of oils, crazing, discoloration and the fike. In addition, even when gelling agents are contained in
S low concentrations, good characteristic properties can be obtained. Thus, the cosmetics of the invention
40 have such specific properties that the gelling agents do not influsnce the feel of cosmetic oils.
Claims

1. A cosmetic characterized by comprising an oil gel formed by at least one metal salt of a dialkyl
45 phosphate of the following general formuta (1), (i) or (Ill)

50

55
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20 (10) Met hyl par aben
0.1 (11) A ycerin

' ; . . ) — . :2)1
T womsos ol IR

100 30 Preparation: 35 The above ingredients were m xed as usual to
obtain a WO type cream The cream hadopgood enul sion stability and very
good~spreadi ng wi t hout adherence. Effeditsom1 the I nvention: The thus
obtafned cosnetics of(ublye Lnwugnt-Hoo h-ape(bette)r propert{¥ds than known
cosnefics with respect t8 oozing of oil ST OR,az hg, discoloration and the
like. In addition, even when gelling agents are contained in | ow
concentrations, good characteristic pr p;m.les can- be obtai ned. Thus, the
cosnetics of the | nvemo)on-4@ehaveOstc®Speci lige propert®M®s that the
gelling agents do not i nfY uence the feel ®Rcosnetic oils. Cainms 1. A
cosnmetic characterized by conprising ag oi|l gel forned by at |east one
metal salt of a dialkyl 45 phosphatie 1t he fol | ow &c&ﬂeneral formul a
(1), (11) or (I11) 50H63,1-3Ca -#PC —2® 040 Bk

1111111111111111111111111’ 0 (1) [ERR] in W2ch each [ERR] and each [err]

i ndependently represent a saturated or unsaturated, |inear or branched
hydr d&ar bon %roup having from8 to 36 carbon atons, mis an integer of from
1 to 3, n ipahigh e?cﬁt%g‘é‘l’ eagh Fe indagendently repregent & sajurgied pringgturgted, finegr orbyafched o A
val ue of gVgpcabon a"c'!l?é’ﬁ@;éﬁ B3 fﬁ"?°“‘2‘ﬁ?msﬂéx‘/se?'i'di“€9ﬂ Pidreg % to 3pp f§dpiinteger of
cosnet i que™lLY B& EFiaau Al o & apd T s aygp Pf A ApPERFOIPEIGEY o' huil e forng par
au nmin tallique d' un dial kyl phosphate, represente par |la
fokmffeﬁﬁ%ﬁg'r%%")e"g‘(al), (11) ou (111) suivante: 25 30 [err] 2 - chaque R et

chaque B2 &6RECSERMGR carddBRREMAR BB cSHbrSHOMPS BRGHQ6M AN & bR 6§ ou
ramfie, sadilffe 84n LBRAbhHsShated¥@Bden %aréa ﬂxrrﬁé SEn@a® S, §§°‘9g’r’ Qe .- M est un
nonbre entier de 1 a 3; - n est un nonbre entier de a 2; 45 -k

vaut 4 ou 2; et - 1 vautOoul ;et
0

ll/oa
(HO) - = Al —t O - P
OR

1)

m (1}
2

30 g/OR
(0}, - Fe —+0 - P

1.

) {(II)
m .
OR,
R | o
35 i _OR
(HO), - Ca —0 ~ P~ V).  (1ID)
1 \_.OR 'k |

2

- chaque R: et chaque R: représentent indépendamment un groupe hydrocarboné linéaire ou
ramifié, saturé ou insaturé, ayant de 8 & 36 atomes de carbone ;
- mestun nombre entierde 14 3;
- nestunnombreentierde 03 2;
45 - kvautlou2;et
- 1TvautOou1;et
une huile cosmétiqus.

. Patentanspriiche
50

1. Kosmetikum, dadurch gekennzeichnet, da8 ‘es ein Olgel umfast, gebildet durch mindestens ein
Metallsalz eines Dialkylphosphats der folgenden aligemeinen Formel (1), (If) oder (ilf)

55

14



une huil e cosnet| que. PatentansprUche 50 1. Kosneti kum—dadureh
gekennzei chnet. daB es-eln 61lgel unfaft. il det durch m i

Met al | sal z ei nes Di al kyl phosphat s dEF 0281 8@@% n all gemail ﬁmﬁiﬂl mlﬂ“m
(11) oder (111) 55 14 EP 0 201 040 B1 | x C s w
111111111212112112121212112121211 * cC L M S * 010
0 [ERR] 15 wobel jedes R, und jedes R2 ungbhangig fU elne gesattigte oder
ungesattigte, lineare o verzyei gt.e .Kohl,enmwadserstof fgruppe mt 8 bis 36
Ko%t”énstoffatorren steht&%r%rei ne&ganZeOZah ~aB 1(?hti s 3 ist(l,['l‘qn ei ne ganze
Zahl vors 0 bis 2 ist, k elnen Wrt von 1 oder 2 hat und 1 einen Wrt von 0

L

oder ‘1 hat, und ein kosnmeti sches 01. 20 Zﬁ 38R' .. - 95 40 45 55 15
: " (E - -9 - 27 | IT
| (:!O)n Fa — 0O P\ )m (XI)
: OR2
1 i_OR,
(E0);, -~ Cz2 —0 - ? ) {(TIT)
1 \OR2 k

15
wobei jedes Ri und jedes Rz unabhiingig fiir eine gesdttigte oder ungesittigte, lineare oder verzweigte
Kohlenwasserstoffgrupps mit 8 bis 36 Kohlenstoffatomen steht, m eine ganze Zahl von 1 bis 3 ist, n
eine ganze Zahl von 0 bis 2 ist, k elnen Wert von 1 oder 2 hat und 1 einen Wert von 0 oder 1 hat, und
ein kosmetisches OL.
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