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material, such as the scalp hair, body hair, or skin for exanple, are
known to typically contain at |east e & Kal i ne agent to bring

conposition pHto a value of. 5 -13. Where a conposition has basic pH, the
function of the alkaline agent will differ 15 depending on the formof the

conpositign. _I.n the case of a _conposition enploying aqueous hydrogen
per oxi de géeéﬂ O%xgaﬁz?ﬂﬁeﬁﬁéﬂ?, it is necessary to nake pH basic in order
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conposition in t scal'p ha asi ¢ nmakes
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of treatnE s into the hair.  We a conposition is [ ory
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conposition, of a’permanent retexturizing conposition for the 25 hair for
use in permanent wave or hair straightening, with application in many
cosnetic conpositions, these two actions occur separately or
si mul t anegusiyrodnd7aFebruary 2006 Al kaline agents typically used in hair
t r eat ment

10 Cosmetic products used to treat human keratinous material,

such as the scalp hair, body hair, or skin for example, are
known to typically contain at least one alkaline agent to
bring composition pH to a value of 5 -13. Where a composition
has basic pH, the function of the alkaline agent will differ
15 depending on the form of the composition. In the case of a
composition employing aqueous hydrogen peroxide as an
oxidizing agent, it is necessary to make pH basic in order to
decompose the aqueous hydrogen peroxide. Typically, in the
case of a composition intended for treatment of scalp hair,
20 making pH basic makes it possible to expand the cuticles of
the hair, facilitating penetration of treatment agents into
the hair. Where a composition is a depilatory agent, hair dye
or bleaching composition, a skin dyeing or depigmenting
composition, or a permanent retexturizing composition for the
25 hair for use in permanent wave or hair straightening, with
application in many cosmetic compositions, these two actions

occur separately or simultaneously.



conpositions of the existing art, for exanple, scalp hair 9qp Iorig@gg
agents and pernmanent wave conpositions, typically have irnri %ﬂy S,
such as agqueous amoni a, amoni um 5 car bonat e, amoni um bi car bonat e and
ot her ammonium salts. Thus, there was the problemthat users of hair

treat ment agentixgaApesi tifns Of t{bscdind havedan iwnpliesisant tirepressi on
during wuse. For exanple, aqueous anmobni a rel eases an intense irritating

odor that degpe@ethensnder Usees &figeimpnant, wakke; &Radyke, orsdsllgachahy
conpositions are particularly inconveni enced. Ammonium carbonate and ot her
amoni um sRldes oalisanhavgent £r ihat pagnadeonts, waald houglesistcas  nirhiaslly
amonia. Wth these ammoniumsalts, in many instances considerabl e anounts
are necessaly tergtueingl abdoes hi ghich basi capkfohd ameelBant pPpRonsum
irritating odor on the part of conpositions cannot be reduced. As_regards
vehi cl es, dehoseatypi cahyniwed kivarderiageenind softeki RITOR1Ehi 8R&tddor .
There are sonme vehicles that have high irritancy to the skin. In the past,
it. was tlmught thieae, waasthegaroslenchhaf riqests f &@dis C4RETERBEI RRELC t hese
were 20 unavoi dable with hair treatnment agent conpositions, and the, search
for count eampesitésniast| Fhiseking Ranes i Yt ATHERAE LAREGSEAPBUgh™ 484 ti on
of fragrance conponents and perfunes. It is an ogj ct of the present
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25 like in hair treatmnment agent conpositions. 27 February_ 2006 RY OF
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Ammonium carbonate and other ammonium salts also have
irritating odors, although not as much as ammonia. With these
ammonium salts, in many instances considerable amounts are
necessary to give relative highly basic pH, and resultantly,

15 irritating odor on the part of compositions cannot be reduced.
As regards vehicles, those typically used currently emit

some kind of vehicle odor. There are some vehicles that have
high irritancy to the skin. In the past, it was thought that,

as regards such irritating odors and the like, these were

20 unavoidable with hair treatment agent compositions, and the
search for countermeasures was limited to ameliorating
irritancy through addition of fragrance components and
perfumes. It is an object of the present invention to

fundamentally solve the problem of irritating odor and the

25 like in hair treatment agent compositions.



hair treatment agent conposition conprising a plurality of ent s b@gt
constitute hair treatnment agents, where the plurality of éﬁgﬁ“%&? n
predet ermi ned conponents irritant to the olfactory sense are kept at

| evel s beIw@q?M%Ryp%&c%%%iEkgEhQ&gﬁhold of the olfactory sense, there is
odor

af forded an ess type hair treatnent agent conposition 10 that al so
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hair treatnment agent conposition conprising a plurality of agents that
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irritant to the olfactory sense are kept to levels below the 15 perceptible

threshol d 1pf; t heyehiRchor L eNSecohBaBl ¥ioh heorpaiik ihgead Mpluragenty of
conposition of the present invention inparts no unpleasant sensations to

the ol factfahsens@=0f hRstystite Thaimet Redat@enpr odyenty, a wattet riged ment
agent 20 conposition conprising a plurality of agents constituting hair

treat nent RISyt TEE HRSEH |, céPvem | Phe@sseithimdd yeooppnéses ithecsteps
of : selecting agents wherein predetermned conponents irritant to the
ol f act ory tgensenhar eoDELsSEdty | Nsbeyel sadt okep25 kel ovtdved pertosiptv bl ghe
threshold of the ol factory sense; preparing said plurality of agents; and
pl aci ng sajetdepgpaned agerishidld a qff edeter mink-tamcepianie. kixrdebruary.
2006 According to the production nethod for a hair treatment agent
conposi ti eiffefrddde anesenirliemsentipa, haivai tréaeaementagent composition

10 that also produces minimal damage to the hair.

The present invention is directed to hair treatment agent
composition comprising a plurality of agents that constitute
hair treatment agents: wherein said plurality of agents
irritant to the olfactory sense are kept to levels below the

15 perceptible threshold of the olfactory sense. Namely, the
hair treatment agent composition of the present invention
imparts no unpleasant sensations to the olfactory sense of the
user.

The method for producing a hair treatment agent

20 composition comprising a plurality of agents constituting hair
treatment agents, the present invention essentially comprises
the steps of:

selecting agents wherein predetermined components
irritant to the olfactory sense are present in levels at or

25 below the perceptible threshold of the olfactory sense;

preparing said plurality of agents; and

placing said ©prepared agents in a predetermined

receptacle.



agent conposition inparting no unpl easant, sensations to th | fact or
sense of the user can be produced by neans of a. 5 sinpl e%rc?g’é‘é%'yz EF
DESCRI PTION OF THE DRAWNGS FIG 1 is a process di agram show ng a
production process for a hair treatnent agent_ cqnposition as an enbodi nent
of the 10 pred&fCidigntidnthE BEOSUFELgR F‘FFB??‘r OV E didr aﬁfg?\g\‘?\?%ﬁ t he
exterior of a representative_detector tube;, FIG .3 is an illustrative

di agr am sHFEHg THRPOHITL OThedS uF g PFECREG o iie 1804l l?a?]i‘%Jan heRARETRE 3
method in an 15 enbodinent; .FIG 4 is an il I#lstrati ve _diagram show ng
resul ts off95RfastPPRgGStoHIRNE™BAFSP Ehed Bt S2oMPonERt 8" aion a,

am nes, hydrogen sul fide, and rcaptan, in ents .. const,ituti hai

t r eat ment to&é’np%%?‘??oﬁg otfrga? h@geﬁo C@)?an%%e?;roléfl&%% l%% é%glgfl %sf'[ rative
di agram show g]ge results of nmeasuring content of four types of conponent,
ammoni 8, dmhes PARd°Sgen sul fide, and mercaptan, in other agents
constituting hair treatnent agent conpositions of the Exanples; 25 FIG 6
is an illustrative diagramshowi ng results with Evaluation Benchmarks 1

and 3 for lD%%CJRI%’Q’I%NaBg' ﬁ%%ﬁfﬂﬁﬁ@% 1to 3; 4 27 February 2006 FIG
7 is an ilTustrative diagram show ng results with Evaluation Benchmarks 1
and 3 for Exanples 4, 3 aapdprcg@é@@réfﬁ.@arﬁ él?ov@ing a production process
for a hair treatment agent composition as an embodiment of the
10 present invention;

FIG. 2 is an illustrative diagram showing the exterior of
a representative detector tube;

FIG. 3 is an illustrative diagram showing the odor
measuring method of the Evaluation Benchmark 3 method in an

15 embodiment;

FIG. 4 is an illustrative diagram showing results of
measuring content of four types of component, i.e., ammonia,
amines, hydrogen sulfide, and mercaptan, in agents
constituting hair treatment agent compositions of the

20 Examples;

FIG. 5 1is an illustrative diagram showing results of
measuring content of four types of component, ammonia, amines,
hydrogen sulfide, and mercaptan, in other agents constituting
hair treatment agent compositions of the Examples;

25 FIG. 6 is an illustrative diagram showing results with

Evaluation Benchmarks 1 and 3 for Examples 1 to 3 and

Comparisons 1 to 3;



FIG 8 is an illustrative diagramshowing results with 5 I%a,; atiogO
Benchrmarks 1 and 3 for Exanples 6 to 8 and Conparisons 7 td 'FPHEG0 | o
an illustrative diagramshowing results with Evaluation Benchmark 2 for

Examples 1 to 8, and_FI.G 10 is;an illustrative_di agram show ng, .res

with 10 Eval ugﬁE]ng-n BeriGhidt kL 5LHS rohpar ?%8%%% g é‘cﬁﬁ‘%ﬁSO\iHJ&ﬁTHE
PREFERRED ODI MENTS The .enbadi ments_of the iLr t t ent
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15 When reduci ng ractice the hair treatnment agent conposition of the
pr esent ing%mrﬁa}%nsfoq}ﬁ @gﬁou%gl ity of agents are prepared such that. |levels

of pr edet er m neg, componant.s, i {1 Aol £,4 Ngs ABLLACIHINSENSE AR depl c 0

bel ow t he perceptibl e thresho ctory sense. "Each of the

plural sty ,f, AgANtS, ML R0xdevel dygh perfAes anguatcoRnORBNts hayhng

fragrance. exanpl es of pertunes, ere may be cited fragrant materials

As
such as naédﬁ(fériféo&}ﬂi ant.Jmaf.erials and synthetic fragrant naterials, used
for the purpose of Inparting some sort of fragrance to conpositions. As

predeterm ned capongnts Zh, pr poued A Ofd agt Q5 Yamt isMbhiingt hersRiiale W neh uded
at least ammonia, am nes, hydrogen sulfide, and nmethyl nercaptan. This 1is

because t hasg OReNERSHERA b ¥BRl easAPle8l 1agbosy asgnsation to the
user. As the plurality of agents, (A) an 5 27 February 2006 al kal i ne agent,

(B) a vehicle, H1©). ad edschig iagest rasdvehaiagirse maowiegconsidersedridm
preferred practice, by mxing (A an alkaline agent, (B) a vehicle, and
(O a1vedustdigiaagens Rathchmark 2 for Comparisons 1 to 9.

DESCRIPTION OF THE PREFERRED EMBODIMENTS
The embodiments of the hair treatment agent composition
of the present invention are described in detail hereinbelow.
15 When reducing to practice the hair treatment agent composition
of the present invention, the plurality of agents are prepared
such that levels of predetermined components irritant to the
olfactory sense are kept to below the perceptible threshold of
the olfactory sense. Each of the plurality of agents may be
20 devoid of perfumes and of components having fragrance. As
examples of perfumes, there may be cited fragrant materials
such as natural fragrant materials and synthetic fragrant
materials, used for the purpose of imparting some sort of
fragrance to compositions. As predetermined components
25 producing olfactory stimuli, there are included at least
ammonia, amines, hydrogen sulfide, and methyl mercaptan. This
is because these components impart unpleasant olfactory

sensation to the user. As the plurality of agents, (A) an



the tine of use, the plurality of agents nmay be prevented fr 5 epitting
unpl easant odors irritant to the olfactory sense. O the a%%%’(%@%

plurality of agents, as the alkaline agent of conponent (A) there may be
cited nonoethanol am ne, diethanol am ne, triethanol am ne,

i sopr opancd i higje 2aganno- ABrethyelliqreopah®) , a2 rgfiugdng pygent and the

met hyl -1, 3-p: ropanedi ol , and ot her such organic am nes; arginine and_other
such’ basi clém nanchesconntiderril um Ie apbohar eed sBER &R B dr 9% B&X18%d (Bt her
such inorganic alkalizing agents. O these, nonoethanol am ne is especjally
pref er r ed. a1 5 Nea } Hee ad %@t ne(Rgent vorichhporeht (Fh) 2t hefecHay %%e]&’geﬂt a
single kind or conbination of two or nore kinds, the additive amupt

t her eof pridteriably deidre 0.8 umelityr Otfhé‘g%?afr‘a&foﬁﬁogF?VSHFggngrom
especially preferably 1 -15 wt% This is because if_the additive anount is
too sndl | enHet ¥iF estp e rots\wsatsnd rehEa8EaFp REEr OW FFEREY poolSe wher eas

if too large the action of reducjng agents, oxidizing agents etc. be
hihndered, and d¥magel® o REPFEBRRETITSY a1 K n ‘?ﬁy %%%Ibr\_r% h"f‘%h.n%

t hese agents, as vehicle (B) there may be cited oils, 25 actives, .

t hi ckener Skt st s29RFFr ﬁ?f(t)t e‘&?%‘?‘ge,ntpl ar{%s‘?extt?kéec%es, L8%bi 5% er §158Rd

peci f1o XTSI agE s ¢ hat TECCPAA=I5BT% condi 1 FoRCSHAIP L BREte:
described jn the 6 27 February_ 2006 " anepg es’ 1h i l-ow, byt _convessel
At e heleldhglon bylgenxessely.
and “so

materi al s HERHPH TR Hegr ee® of 27T henen sor't of “vehicle odor
are 10 methyl-1,3-propanediol, and other such organic amines;
arginine and other such basic amino acids; and sodium
carbonate, sodium hydroxide, and. other such inorganic
alkalizing agents. Of these, monoethanolamine is especially
preferred.
15 As the alkaline agent of component (A) there may be used

a single kind or combination of two or more kinds, the

additive amount thereof preferably being 0.5 -20 wt% of the

total composition, and especially preferably 1 -15 wt%. This

is because if the additive amount is too small, the effect of

20 swelling the scalp hair will be poor, whereas if too large the

action of reducing agents, oxidizing agents etc. may be

hindered, and damage to hair and irritancy to skin may become
high.

Of these agents, as vehicle (B) there may be cited oils,

25 actives, thickeners, solvents, hair protectants, plant

extracts, stabilizers, and all other such existing vehicles

that can be typically used. Of these, specific examples of

agents that meet the above condition shall be described in the



excl uded. For exanple, oleyl alcohol, oleic acid and oils ynt hesi
therefrom actives and the like are vehicles 5 having char gz?t%&’f%aﬂég@%or,

and are not used as vehicles of the present invention. As the vehicle of

conponent. (B), there are no _particular Ilimtations, the material wll
pr ef er abl y'EFETHIGR"y heataigdelognd Pesr EPOVEYSSEY ecPabe T aRtS | AR espRct al Py
preferred practice 10 will be deodorization refined. As vehicle (B), there

my be us€®IF S nGife EPFeneBrntcofdinaih P& grdat EFPAGRBer 98B pe™ef ng
on the intended conposition application and formetc.; additive amunts
thereof c&FWe%Edded FRTr MFEPISchOtfat PRECEPLectITIC t At 45 3 npost i on
do not suffer, and are pnot particular|y limted. As_the reducing agent of
conponent YBFRSEHESE minehEI e ePTYSTRT néKhd tPEs dFPvatFFes SR HT bHal i c
acid and ot her merca to carboxylic acida; t hi ogl cerq% and ot her. nercapto
alcoho?s;?ﬁW9E@f6F OtHi Tt ycof &t arboffiEr cApto 28 c- y1% faci d
esters; c¥'teanine ci,st ei nam de and other nercapto conpounds; sulfurous
aci d, soditin SUEFECE, ANG6CRBr  sulfites: sodium hydrogensul fite and ot her

hydr ogensul fites; _.and_ascarbi ¢ aci nd.its derivatives. As the rggycing
agent of corrpo%gntth(eC)Ye%slu |togfs,con%a}ﬁﬁﬁro@%hsﬁq‘elrteesa, “ascor allrgtlam “or

its deri Ve ' , ferred. As- 1 ' t..of.
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10 will be deodorization refined.

As vehicle (B), there may be used a single type, or
combination of a greater number, depending on the intended
composition application and form etc.; additive amounts
thereof can be added in ranges such that the effects of the

15 composition do not suffer, and are not particularly limited.

As the reducing agent of component (C), there may be
cited cysteine and its derivatives; thiomalic acid and other
mercapto carboxylic acids; thioglycerol and other mercapto
alcohols; glycerol monothioglycolate and other mercapto

20 carboxylic acid esters; cysteamine, cisteinamide and other
mercapto compounds; sulfurous acid, sodium sulfite, and other
sulfites; sodium hydrogensulfite and other hydrogensulfites;
and ascorbic acid and its derivatives.

As the reducing agent of component (C), sulfites,

25 hydrogensulfites, ascorbic acid or its derivatives are
especially preferred.

As the reducing agent of component (C), there may be used

a single kind or combination of two or more kinds, the



total conposition, and especially preferably 0.5 -1.5 wo. __This is ause
if the additi vef ?m)unt is too small, the stability of the %?o%%gqrﬁzgﬁgand
its treatnent effect on the 5 hair will be poor, whereas if too |arge
damage to hair and irritancy to _skin may becone high. The hair treatment
agent conpudditiore ormewet prassret iPﬁ\?@ﬁtria@ﬁYnﬁ?%’lgsooi%craaewé;cfti‘?/tg the
chem cal ggg{]ti. As act_:%e chen”(iflcal agent.s usedg%g@h}gi{[ E]Ore tment agent
conposi ti -2} 0 qoPes irdPihe 21¢ e RAS EdHouRd : ed T omthe"gf oup
consisting of oxidative dye internediates, couplers, .and__direct .dyes, As
o_x![ dgti \ée ngﬂes i g_tserl_ﬁ%%l‘"f“é%%s_%i E]ﬁe alraél%& i"Fe %‘ﬁ%‘fﬁ%alls agnt ss,matlt%é)r/eékrlr%y be
cited phenyl enedj am nes, am nophenol.s, 15 di_am nopyridines,..and I of
thse. Of FFREl 1Yy p‘HEn{y'P%_né?ﬁ’_f“ REHELCP- ?Sguﬁltgnet(ﬁ e I@,f]ﬁcgcl sC?r?ZEﬁe

Y OLet L) P BRETYL Snedl am g, 22 UL OB s BNe e aghne,
o arm nopheret s L3R rbpHEb™ SRSyt SEhophenol .

2, - G di chl oro- p-.phenyl.enedi am ne. . p L. hoph |.f.ani [ :

2, gﬂl am gopyriH?%e?ya&ﬁd &FESTSRT t%@%ré? acségagpre %l?);ﬂed Oi%?\ ?(fal?rrspg?sg?%ect
an air dyeing power. | dat | i i sedpsi . rin
25 conbi na '%enrgcojforf wo - %in%?eﬂt@lplg%ee %ﬁ%%%ﬁ%ﬁ?aalﬁ%%yhér e%% 86tYve

pref erabl y_being, 0. g#e%%? WO MLe o &f erablynnd -sHAM Y%eofSos QUPLRE

whi ch are acﬁlye ch agents, there may be cited resorcin, pyrogallol,
Catecﬁ%" €Ré¥2'“%899”8é1 Jﬂé%d dye compounds selected from the group

consisting of oxidative dye intermediates, couplers, and

direct dyes.

As oxidative dye intermediates which are active chemical

agents, there may be cited phenylenediamines, aminophenols,

15 diaminopyridines, and salts of these. Of these, p-
phenylenediamine, p-toluylenediamine, N, N-bis- (2~
hydroxyethyl) -p-phenylenediamine, 2-(2'-hydroxyethyl) -p-
phenylenediamine, N-phenyl-p-phenylenediamine, 4,47 -
diaminodiphenylamine, 2-chloro-p-phenylenediamine, N, N-

20 dimethyl-p-phenylenediamine, p-aminophenol, o-aminophenol, p-
methylaminophenol, 2, -6-dichloro-p-phenylenediamine, p-
aminophenylsulfamic acid, 2,5-diaminopyridine, and salts of
these, are preferred in terms of effect and hair dyeing power.

Oxidative dye intermediates may be used singly or in

25 combination of two or more types, the additive amount thereof
preferably being 0.01 -15 wt%, more preferably 0.1 -10 wt%.

As couplers which are active chemical agents, there may

be cited resorcin, pyrogallol, catechol, m-aminophenol, m-



27 February 2006 phenyl enedi anine, 2,4-d.iam nophenol, 1,2, gp nzeng%dé(ﬂ,
t ol uene- 3, 4-di ani ne, tol uene- 2, 4-di ani ne, hydroqui none, -22 5%?*%%,
2, 6-di am nopyr.i.dine, 3,31- ininodiphenol 1 5 dihydroxynapthalene

5-am no-o-cresol, diphenyl an ne, 1 5 . met noph n Iuor e,
2, 4- di ani rpRTeREAtIREHde téhﬁi@%%ﬁ%ﬁoP EPP aC|g 8ethy ﬁ% %Eéf

nethyl gal l ate, propyl gallate, anese - met hox {o-4-( 2-
hydr 1 oxy et YR Tolfertieie-nes. ( 2EH 'g?rb%(fa a nemet E&Wé/ & u% arid séll ts

of these; besides these, thopse nentip ed " Ge
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Ni ppo) may_he used as ropri at Cbup ers b
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being Q.0 én%ﬂé%w‘@ fgo 5P ef fab'c{gag, e Wh' g dlé’r’ﬁlﬁégﬂbﬁs%e@ﬂgﬁow ch

are acfiv be ¢itéd nifro baSi c dyes, tar

based dye31i naﬁgrakPngesaygnd OéQ%ﬁé $%g%ﬁagﬁﬂ_g&x;he§@th9&tr§ap§§@g

dyes, azo es,” trip yes, xant héne dyes

qui nol i ne dye 1anthr yji_hone Egpd ifadhgo dyese-ahnsxy20-pheheriedzfrom
t he standd% % G%y an %%F%ct regt dyesenayxge used singly or

In combin i dyRes, theaddistibuearrnent 2t hetBPiphenol
preferablsh égé%y %ﬁ%ﬁ&ﬁ : &§56 nor e prgfergg]y ga -?0 w % gbsten?he

enbodi ment g, o fsé{?ﬁrgfxgﬂgééﬂ1ﬂg§fﬁé% folesa, h@hbsezﬁehtQ@hgﬁninagﬁyékubu
conposi ti on of the present i'nvention are described. In the producti on

met hod,of L SEL eSEt @Ve§ﬁi9£]ku" as [peaa dsride phyradiéyt of sagaassds]
agents are selected ereln predeternlned conponents irritant to the
ol factory (published June 1991, Yakuji Nippo) may be used as appropriate.
Couplers may be used singly or in combination of two or
more types, the additive amount thereof preferably being 0.01
-10 wt%, more preferably 0.1 -5 wt%.

15 As direct dyes which are active chemical agents, there
may be cited nitro dyes, basic dyes, tar based dyes, natural
dyes, and other known ones. Of these, nitro based dyes, azo
dyes, nitroso dyes, triphenylmethane dyes, xanthene dyes,
quinoline dyes, anthraquinone dyes, and indigo dyes are

20 preferred from the standpoint of stability and effect.

Direct dyes may be used singly or in combination of two
or more types, the additive amount thereof preferably being
0.001 -15 wt%, more preferably 0.01 -10 wt%.

Next, the embodiments of the production method for a hair

25 treatment agent composition of the present invention are
described. In the production method of the present invention,
as regards the plurality of agents, agents are selected

wherein predetermined components irritant to the olfactory



9 27 February 2006 sense are at |levels below the percepti bl %zt rtl)r esh%ﬁ,{ of
the olfactory sense; selection at this time should be carri'é§°BHY h
the condition that, as predeterm ned conponents irritant to the olfactory
sense, ammoni a, am nes, hydrogen sulfide, and 5 nethyl nercaptan are all at
| evel s bel Stcheaper Gdpt 1dTRLS t Reésholtdicof P FRERIT FRAR oFhreghced e the
plurality of agents are prepared, and this is placed in a receptacle; the
process meALAE AT rISVFBUtSTIPIHET AT iy tidithetioEsbdis i @affied out
preparation of the preparation may be carried out froma step 10 of

groupi ng t'Re&hl el Fe5 b i AYertdt 1 ntd BReSFFeIhRes of SR PRCRIGE ubf et tant
conponents, an aqueous phase of water-soluble conponents, a an additive
phase of é&mﬂ%lsfwyar%m&nsﬁa@%lat ﬁwﬂe%e%%%%ﬁ%% j}ﬁ‘{‘mg
these Qut; a.step of separately ating and dissolving_said oil phase and
15 aqugouéneﬁr]?é’ e E‘Sﬁﬁ%té%fls;alée st of"ga Yy g hZJe&é’t‘J"’eo eph%%“éce&ol%?slhee oi |
phase, ea of ich reached above a predeterm ned tenperature, and
enul si fyi ﬁcg‘rfﬁ&%ﬁiﬂioé%?lﬁegg%ac HEYaSS‘PES‘ of T8B0F i%ﬁag%ﬁ‘% oe_mﬁ%eirf !Seuare

m xture to_bel ow agde%%lt&%r nﬂﬁngplqratcee erature, qidaoc\t,#[e;n Aaddi ‘urczeaésgm%LES

addi tive &raegére t'o said enu red mxture a enper at |
exanpl oo, TBut “ERE T Rvertron ts Fheno oy T HiY { Sl SE L hor oy e AT Ve
2000t comBaSPrY N Br UnsTSt CeRr i BR o I8 degcr e ra g S T
process dragnamIheWiie HIRHAAUEH U RIREESS iheb arhdin Uit R oi1-
soluble components, an agqueous phase of water-soluble
components, and an additive phase of components that are
unstable at high temperature, and weighing these out; a step
of separately heating and dissolving said oil phase and
15 aqueous phase components; a step of adding the aqueous phase
to the o0il phase, each of which has reached above a
predetermined temperature, and emulsifying and mixing these;
and a step of cooling said emulsified mixture to below a

predetermined temperature, and then adding said additive phase

20 to said emulsified mixture at low temperature.

EXAMPLES
The invention is described in greater detail below on the
basis of examples, but the invention is in no way limited
25 thereby. Additive amounts are given in wt%. First, a
production method for a hair treatment agent composition of
the present invention is described. FIG. 1 1is a process

diagram showing a production process for a hair treatment

10



10 27 February 2006 agent conposition in an exanple. As sh in th
drawi ng, the conposition of the exanple is produced by a %&gﬁﬁggg%ﬁOOG
process conprising Step SI0: where producing a hair treatnent agent 5
conposition consisting of three types of agent, i.e. (A), an _ alkal

agent, (BpIsnfekpebesifAgn( &y alr8deePhy: agdhtShe® 14 GF sk ggghts,
a step of selecting an agent wherein, predeterm ned co_(gnenls irritant to
the ol f acttomposdfidenapd ThE PEFEPSShEF oRF PRRCPHErie if?ﬁnég YHSEh A P he
ol factory 10 sense, Step S20: a step of grouping the agents (A (B) (O
into an &9MPFR&IBIof oil -sol ubl e conponents, an aqueous phase of

wat er - sol ubl e conponents, and an additive phase of .conponents _.that_ are
unst abl e at hiéﬁepenﬁgﬁﬁtur¥be%ﬁmiEﬁﬁéﬁﬁ%@fth%seggdf, e§f€§n§30§¥§§§iep
of separately heating and dissolving the oil hase and .aqueous S
conpongnt $OTBCEHTERB: WIS O & iEﬁr?%etgaﬁgoﬁggﬁﬁgggato§t e 8?? gﬁhse,

h of which_h hed , t ] t { , .
il i 1 yi g HATRg Preta, B0 S cf"Rb0i S §dp ! Cogtrag FHe s (1%
i Xxture to _bel det i_ned t : ' t jti
Xt ure 1 0aBel ot Bredsaruined, (SuBer A a0 el addeng Lk g tive
e L RS REATHRY R RBE arp et AGoPLAC) B1EhR OB bibkedice

m xture c&AC 't ve phase conponents. alt treatnent

agent composi 1605, oBLILRed Ry bBlSepPiogestnheneaalsr Nake dysinadgents,
agent ng 8 t he

hai r decol Orizi ng S, per agents and the like. In

aforem&nt%ggggl
Step S20: a step of grouping the agents (A&) (B) (C) into
an oil phase of oil-soluble components, an aqueous phase of
water-soluble components, and an additive phase of components
that are unstable at high temperature, and weighing these out,

15 Step S830: a step of separately heating and dissolving the oil
phase and aqueous phase components,

Step S40: a step of adding the aqueous phase to the oil phase,
each of which has reached above a predetermined temperature,
and emulsifying mixing these,

20 Step S50: a step of cooling the emulsified mixture to below a
predetermined temperature, and then adding the additive phase
components to the emulsified mixture at low temperature, and
Step S60: a step of placing in a predetermined receptacle the
emulsified mixture containing the additive phase components.

25 As hair treatment agent compositions obtained by this
process, there are hair dyeing agents, hair decolorizing
agents, perming agents and the like. In the aforementioned

production process, steps other than Step S10 are known art,

11



production process, steps other than Step S10 are known art F&% 27 F&lj‘) uary
2006 and therefore description thereof is omtted; Step Sl(?, H&]‘X@ éor
(A) an al kaline agent, (B) a vehicle, and (C) a reducing agent, the step

T
irritant ytf(‘i’_rt he) ottt aetiory 'Ié%n%%el%nft g?ﬂea ivﬁhtlﬁegg %&?ﬁl?@,p %gﬂ?&?‘%le , e
5 S O B L T e
odor's cr eaFTG TS NSl C45aRE  CBoRGat Ponrbrt e iesr S tate cormori e

even at content | th i . ol
The uber CTandFREPLIIE SUHaLEeLr PFubEous BREd T of TRef oot o e

ther eof . 4 det.ect o, Lube hag.seglad wihbihiaa substanes Lhalicteacks anly

with a parltni St ar conponent “"and changes col or; typical formis shown in

FIG 2. Depect -grggbcgedésf{ Q@ﬁ?g%né)ée(_%ﬁt efined detest abbarsyhglance and

concentration ran ereo or each type of tube. For exanple, with the

detector tyhecalled; el ?Cth%rﬂig% ATTDR e 3 bnbiBdgehyad@si €Cshall be
Corporation, measuring range’is 0.5 -78 ppm detecting I'imt 1is 0.2 ppm

and col or (03006, it 1T OMPLEK bROYALhOU. aFbi Sypdesectanr ddipriiftcal mmthas
inter alia a predetermned 25 aspiration tinme for aspiration of gas; with

?Tihlel IAlfNIﬁffglrlgx 3kt 5@br&XAW| ggehbs NMuHIRIG0f1epUNR SHdiOKesreatReffOtigent
com,posit:ions, especially those odors creating an unpleasant
sensation for the user. These components, even at content
levels on the order of ppm, impart unpleasant sensation to the
user, and therefore a detector tube was used for detection

15 thereof.

A detector tube has sealed within a substance that reacts
only with a particular component and changes color; a typical
form is shown in FIG. 2. Detector tube 150 has a
predetermined detectable substance and concentration range

20 thereof for each type of tube. For example, with the detector
tube called Detector Tube - Ammonia 3 L made by Gastec
Corporation, measuring range is 0.5 -78 ppm, detecting limit
is 0.2 ppm, and color change is from pink to yellow. This
detector tube 150 also has inter alia a predetermined

25 aspiration time for aspiration of gas; with the Ammonia 3L,
for example, the number of pump strokes is 2 (100 milliliters),

and the time from aspiration to detection is 60 seconds. The

detector tube, after this time has elapsed, can determine the

12



and the tinme fromaspiration to detection is 60 seconds. gg getec£§3b
tube, after this tinme has el apsed, can determ ne the 12 27 &5 6
concentration of the substance by reading the changed color zone. To draw
the nmeasurenent target into the detector tube 150, as shown in FIG_ 3, the
pr ocedur e acEnsiraciieg 109r Bhe o UREESBEEMEN YARGERT akhg SAPPIOEISMPIST a
Petri dish 110 that is 30 mlli meters in dianmeter and 15 mlli neters
deep, andEéﬁﬁanged the surface thereof as level as possible, placing this
Petri dish 110 in gl ass screw top desiccator 10 100 of 3 liter internal
capacity, and“hbﬁh%%ﬁé@@l?e§§&F?ﬁ§nt EﬁagﬁFtéPt%IEh?n%e??FT?ﬁs Qte%or 3
hours, and with the detection targ i_n the_dessicator 100 uniformy

di sper sed, S EHHECETNG 1S - déteEPSrPFBBE Eypechas measuring instrument 120 15
to the screw top, and o eratlng t he handlg thereof is to _aspi the
measur f ng RIESrg pbr96@ RE_ERPSBIB, -6r I&hcH hgRnt’ " Bel Ie:%lon
perforned by ne rlngto entratl

d
sul fi de, fﬁr&néi qnb d€§I65 %ﬁdg?ggfﬁr%ghgglamﬁ%erﬁegsurenent
target gases.and detector tube dels ar I t
ﬁéL Aﬁ%§m %%Ct%? Ean%%3 %%e sur%w%e %ggg% %Baga%é¥%l

Cor por at i 6H asurrng rang
detecting limt 2 ppm 25 2 punp strokes, asplratlon anount 100

I tops Bopsibit,

placing this Petri dish 110 in a glass screw top desiccator
10 100 of 3 liter internal capacity, and hermetically sealing,
and
after placing in this state for 3 hours, and with the
detection target in the dessicator 100 uniformly dispersed,
connecting a detector tube type gas measuring instrument 120
15 to the screw top, and operating the handle thereof is to
agpirate the measuring gas
is performed.
In Step 810, for each agent, selection is performed by
measuring concentrations of ammonia, amines, hydrogen sulfide,
20 and mercaptan using dedicated detector tubes. The measurement
target gases and detector tube models are as follows.
Ammonia: Gastec Corporation 3L Ammonia Detector Tube
measuring range, 0.5 -78 ppm
detecting limit, 0.2 ppm
25 2 pump strokes, aspiration amount 100 milliliters per
stroke

aspiration time 60 seconds

13



stroke aspiration time 60 seconds 13 27 February 2006 Am n??:l:fgaste 006
Cor porati on 180L Anines Detector Tube neasuring range, 0.5'-f9"

detecting limt, 0.1 ppm 1l punp stroke, aspiration amount 1.00 mlliliter's
per 5 stroke aspiration tine 60 seconds Hydrogen sul fide: Gastec

Cor por at i GAmiAieR Hithsdgpen COuipbirds 1opefl88L.oRmingsble heaker i HgPT ange, 0.1 -4
ppm 10 detecting limt, 0.05 ppm 2 punp strokes, aspiration anmount 100

mlliliters pemeasturgig aspdeati 6n5t ri BBMseconds Mercaptan: Gastec
Corporation 70L Mercaptan Detector Tube 15 nmeasuring range, 0.1 -8.0 ppm
detecting |im tdet@aE8ngpmiRipunpOsir BREs, aspiration amount 100 milliliters

per stroke aspiration tinme 90 seconds 20 Under the said conditions, odor
concentrati ons 4 nPEBRh SEEFR, WHSEH fRdd 08 ndBSYrenetO t Bt gt LhEFES mRRr ed

in ppm units. For amnes, the Gastec 1.80 Am nes Detector., Tube
(measufing rang&ro%e 100 ppn) was used al so where needed. 25 This detector

t ube and the 180L Am nes Detector Tube
aspiration time 60 seconds

Hydrogen sulfide: Gastec Corporation 4LT Hydrogen Sulfide
Detector Tube
measuring range, 0.1 -4 ppm
10 detecting limit, 0.05 ppm
2 pump strokes, aspiration amount 100 milliliters per
stroke
aspiration time 60 seconds
Mercaptan: Gastec Corporation 70L Mercaptan Detector Tube
15 measuring range, 0.1 -8.0 ppm
detecting limit, 0.05 ppm
4 pump strokes, aspiration amount 100 milliliters per
stroke
aspiration time 90 seconds
20
Under the said conditions, odor concentrations in each
agent which was a measurement target were measured in ppm
units. For amines, the Gastec 180 Amines Detector Tube
(measuring range, 5 -100 ppm) was used also where needed.
25 This detector tube and the 180L Amines Detector Tube
manufactured by the same company have measurement conditions

that are otherwise identical.
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manuf actured by the sane conpany have neasurenent conditio hat
otherwi se identical. 14 27 February 2006 FIGS. 4 and 5 arerﬁl I%’é‘f%?b@%
di agrams showi ng, for each of these agents, results of testing, using

det ect or tubes for cont_ent off onent onpon S
irritant to the “fa‘*‘ctaﬁldygss@rlfgel gtt)é%ﬁﬁﬁ |%l manr“lsesSl% ln%geﬁ&su?aflde

d>5 The il ustrat th th 0%
ammoni i (1 o RS T i G LS b1 LSS SO0 el e
anmmoni a", a d trat f
and mer captah $h ac Cfo O%@bg:glg:/votn%éf %Em cep{ﬁ%I e%?lg%%%? }’9{ tﬁe g%t%e
factory sens actA(\)ccordl n (%) 1%@18{‘}? th%%rg tssd’i%rlﬁleno'[and

sel ect ed for agenrt ot A) Furm “at Ie t 1n the draw ng,

coMPONENt &, Al fpshown 11 4911, 96 Wkl b %th@l hr 66 4085, Of o A0GNt1s g3 ©

(A a kaI I ne vehi reduci ng agents, they fall

under . W&‘%}‘hr%mgai?ﬁﬁéeﬁesﬁ (&{%‘_Sd;l’l bed..aheve, Ayt ecs g agents

of (A (B) d goin roug e"entire process shown in FIG 1, a

hair treat BRI SAMPOSIA1I10hd$ dHQIHGEHE i N &Y N8xdniLXamplRss Of
conposition obtalned by ‘the said process shall be described next, but

prior to 20 gesd Pt 5QD: Ade 20eBhS Ofmd Nengeapl esatt heyeonmal uption meshods
used in tﬁ{e')yexanpl es shall be described. <Eval uation Benchmark 1> [ Cdor |

For a hai n,dyeidg rAgerhreBablqdeeotnei i ngcegept send. amk@erdimglggent ,
odor percéived by panelists before use (first agent, second agent and/or at
the tijpe afedBXith@ fdff Sthese agents were not selected for agents of (A)

(B) (C). 1In the column at left in the drawing, components are

shown in terms of which of the three types of agent, i.e. (A)

alkaline agents, (B) vehicles, and (C) reducing agents, they

fall under.
15 Going through the process described above, by selecting
agents of (A) (B) (C) and going through the entire process

shown in FIG. 1, a hair treatment agent composition is
produced. And so, next, examples of compositions obtained by
the said process shall be described next, but prior to
20 description of agents of the examples, the evaluation methods

used in the examples shall be described.

<Evaluation Benchmark 1>

[ Odor 1 For a hair dyeing agent, hair decolorizing agent,
25 and perming agent, odor perceived by panelists before use

(first agent, second agent and/or at the time of mixing first

and second agent),/during use, and after use was evaluated by

15



and second agent), during use, and after use was eval uated éb
February 2006 expert panelists (10 persons), by means of t FW%%FQ@P

benchmarks. 5 OO... absolutely no perceptible odor O ... substantially no
perceptible odor A ... slight irritating odor or vehicle odor perceptible
X ... intense irritating odor or vehicle odor perceptible 10 <Eval uation

Benchmark 2> Measurenents by detector tubes: Measurenents by detector
tubes are in rlnc g e S|nllar to the aforenenti oned neasurenents

conduct ed F5P Fﬁe ST eprGduRREIONH ac®YL GRARF ofofreddiw efhlovarget
as a sanp E SNEEIn a Petri 15 dish 110 that is 30 mlli nmeters in dianmeter
and 15 mi | PPRCHBREFS - deep, and arrange the surface thereof as level as
possi ble. Place this Petri dish 110 in a glass screw top desiccator 100 of
3 liter internal capacity, and hernetically seal. 20 After placing in this
state for 3 hours, and with the detection target in the dessicator 100

uni formy dispersed, connect a detector tube type gas neasuring instrunment

120 to . the scrgw d operate the dIe thereof is to aspirate the
measuring gas, gnd %%5%3 g¥ T RS R ogen 25 sul fide, and

mer capt an conce@traéﬁﬁggéﬁgaagqggegg gkgeng%ggt tubes. 16 27 February

2006 The neasurenent target ga d%e nodel s are
A .. slight irritating odor or vehicle odor perceptible

X .. intense irritating odor or vehicle odor perceptible

10 <Evaluation Benchmark 2>
‘Measurements by detector tubes: Measurements by detector
tubes are in principle similar to the aforementioned
measurements conducted for the agents (reproduced).
Place 1 gram of measurement target as a sample SMP in a Petri

15 dish 110 that is 30 milli meters in diameter and 15 milli
meters deep, and arrange the surface thereof as level as
possible.

Place this Petri dish 110 in a glass screw top desiccator
100 of 3 liter internal capacity, and hermetically seal.

20 After placing in this state for 3 hours, and with the
detection target in the dessicator 100 uniformly dispersed,
connect a detector tube type gas measuring instrument 120 to
the screw top, and operate the handle thereof is to aspirate
the measuring gas, and measure ammonia, amines, hydrogen

25 sulfide, and mercaptan concentrations using dedicated detector

tubes.
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as follows (reproduced). Amoni a: Gastec Corporation 3L A i a Det or
Tube neasuring range, 0.5 -78 ppm5 detecting linit, 0.2ng§##%”ﬁﬂ%%866

strokes, aspiration anount 100 mlliliters per stroke aspiration time 60
seconds Am nes: Gastec Corporation 180L Am nes Detector Tube 10 neasuring
range, 0.5 - 10 Thsnmeessceiagt| targetogasppnand pimpectdokeraskideds e
amopunt 100 mlliliters per stroke aspiration tinme 60 seconds 15 Hydrogen
sul fi de: Gastied lowsporapriroAduge®) Hydr ogen Sul fi de Detector Tube measuring
range, 0.1 -4 ppm detecting limt, 0.05 ppm2 punp strokes, aspiration
anount 100 AHMAiipj:t Ep§tEEr COPPOSRE HRB %%pﬁ#%@?%ﬁlQ?Wﬁ?qﬁf'gé%ﬁhds Mer capt an:
Gastec Corporation 70L Mercaptan Detector Tube neasuring range, 0.1 -8.0
ppm det ecti ng FRASELinG. 6318em 28-2 plPPR%erokes, aspiration anmount 100
mlliliters per. stroke aspiration tinme 90 seconds 17 27 February 2006
Under fhe sai d9€6RAFEPBNsIMbHor Bonciitrati ons in each agent

2 pump strokes, aspiration amount 100 milliliters per
stroke
aspiration time 60 seconds
Amines: Gastec Corporation 180L Amines Detector Tube
10 measuring range, 0.5 -10 ppm
detecting limit, 0.1 ppm
1 pump stroke, aspiration amount 100 milliliters per
stroke
aspiration time 60 seconds
15 Hydrogen sulfide: Gastec Corporation 4LT Hydrogen Sulfide
Detector Tube
measuring range, 0.1 -4 ppm
detecting limit, 0.05 ppm
2 pump strokes, aspiration amount 100 milliliters per
20 stroke
aspiration time 60 seconds
Mercaptan: Gastec Corporation 70L Mercaptan Detector Tube
measuring range, 0.1 -8.0 ppm
detecting limit, 0.05 ppm
25 4 pump strokes, aspiration amount 100 milliliters per
stroke

aspiration time 90 seconds
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whi ch was a nmeasurenment. target were neasured in ppmunits al ua
Benchmark 3> 5 [ Danege to Scalp Hair 30 strands of hair égéﬁ% Egﬁgmn
frombundles of hair treated with a hair decolorizing agent, and perm ng

agent, two _end portion and fron1 S el th
gl ass fi b&PdegntEiohi Sy dﬁ%n€1%%ﬁ%ﬁdeo rea %g§n€g§Eﬁ$§%Ué§§ %SEafgf%% 5 cm

portion and 6 _cm portion fromthe hair t hai r was
measur ed WPERHaY cFoWﬁ?ﬁPreTﬁgp B EAKT ng S &%ﬁgﬁé%ﬁﬁgh Hggnﬁﬁg a
rheoneter, and the tensile strength of the halr was cal cul ated using

Equation (1) below 15 tensile strength(kg | mm2) = A/1000 -~T(B/2)2 A

br eaki ng apeter (mm <Exanples 1 -3, Conparisons 1 -3>
20 Fornulggvgﬁga%g%ﬂ Pcﬁ&%%% gent 2 in Exanples 1 to 3 and Conparisons

1 -3, valu%tlon% gf adoy bM aps of Eval uation Benchmark 1, and
eval uati ons o 8énage g Rai'? yP means of Eval uation Benchmark 3 are shown

in FIG 6. 8. ,gach, COMRONENt MRS REERA efras dubaillesdyer nguaagent
25 conp05|§|on ggeﬁ% £*a % ﬁgent 2 ganple usi ng ihe p?%ceég shown in

FIG 1. 1%r%£te%b%§@ﬁya2ﬂg§rl8eEB@oE¥@ﬂH§e§geﬁ$e i indasptht, two

solub|I|Z|ng agent was pol yoxyet hyl ene cetyl ether obtainable as the "BC
Series" mhputactured By NN kigs Gheghcalén Subshht vt enpsodieats st dvith

glass fiber-containing tape 1 cm wide, breakage was produced
10 at the 5 cm portion and 6 cm portion from the hair ends, the
diameter of the hair was measured with a micrometer, the
breaking weight was measured with a rheometer, and the tensile

strength of the hair was calculated using Equation (1) below.

tensile strength(kg/mm®) = _{ILI_OQQZ_
15 7(B/2) ()

A: breaking weight (g)

B: hair diameter (mm)

<Examples 1 -3, Comparisons 1 -3>
20 Formulations of Agent 1 and Agent 2 in Examples 1 to 3
and Comparisons 1 -3, evaluations of odor by means of
Evaluation Benchmark 1, and evaluations of damage to hair by
means of Evaluation Benchmark 3 are shown in FIG. 6. In FIG.
6, each component was prepared as a hair dyeing agent
25 composition Agent 1 and Agent 2 sample using the process shown

in FIG. 1.
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i ncl ude pol yoxyet hyl ene stearyl ether fromthe "BC Series" Jy- 5 the
conpany, the "EMALEX 600 Series" manufactured by Ni hon Emﬁt} Fegjﬁua(%.zéﬁ.
and the like. As the "hydrolyzed si I k liquid", " Prom)i s S| LK-1000"

manuf act ured by Seiwa Kasei Co. was used. Additional.l.

fragrance mateffalthey Bramples., i:he I}ﬁrk‘t% PEESE o béé‘sl@r?ﬂgalage&tfs i
e . , conponents 10 extracted f range, ber . ,
was used. WaEf POHYSXY SEXAFPEs CALY 5?‘? eéo%’%ﬁlallggﬁié4atgo de’sBcC?ré%rcr{L%nsda“ "

her ei nbel ow are t he a egar t.he_n d ol t.
As regar dg‘aPHgaﬁfrb‘Ft?%y%ﬂ lg? ]Iig g‘%f“& ﬁr]iﬁom . ngr)séthlg%?trra I’Ioé.' CL%ﬁ%&?rdgen

ones were_us dg%?pflxgggehg¥%8ne E%egg ?Segﬁ ra%kogftbge“%%n%%rl%%ns yNeXt’

Agent 1 aﬁa‘c Fn a3 redpective

FIG 6 xt d t .
app i ob 16 an?%%%L%dw%%n?zé%%.n@%éfﬁg%f '%@l@y‘e o »'5@%%‘%413%1”“3

mnutes, and 20 then.rinsed yrh va (éeghetfﬁge plr |}§§Iﬂé h'rﬁzcﬂ!&i%}zedT%'lsi'H e

E
strength as per EvaFuaplon Benchnar was neasure state

shown in thaﬁ%aw' n'q)ro\m'gé_%nt%(%'wll%ol LR rRanBldsts, §eissi xadeabse) utely

no odor on art “of Agent 2, 25 or mxture of the two. Tensile

strength %fcdhag,ras '-!*%Je‘?ft edy 59 d {&aiment M th Epggf}&ri@@smét@f@apf the

Exanpl es was 3 ograms or above i'n each case, and danage was
negligible. . hn contyastydd Jhigcidin ddedfanpadisens.i .t helonpdr@htc sodor

19 27 Febr uary 2006 (Conparison 1) or intense odor was perceived on the
part of Agephctrda 2prdmWBeAntde 1dRoRIERd SgMRite, Mnkeehanbensin, e walsr eregdh
Of these, Examples 4, 5 and Comparisons 4 to 6 described
hereinbelow are the same as regards the nonionic based
solubilizing agent. As regards the hydrolyzed silk liguid and
fragrance material, the same ones were used in all of the

15 Examples and all of the Comparisons.

Next, Agent 1 and Agent 2 were mixed in a respective
weight ratio of 1 : 2. In FIG. 6, (mixture) indicates this
mixed condition. The mixed material was applied to untreated
hair 20 cm in length weighingl5 g, left for 30 minutes, and

20 then rinsed with water, then dried with a dryer. Tensile
strength as per Evaluation Benchmark 3 was measured in this
state.

As shown in the drawing, with Examples 1 to 3, panelists
perceived absolutely no odor on the part of Agent 1, Agent 2,

25 or mixture of the two. Tensile strength of hair subjected to
treatment with the compositions of the Examples was 33

kilograms or above in each case, and damage was negligible.

In contrast to this, with the Comparisons, either slight odor
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was 30 kilogranms or lower. 5 <Exanples 4, 5, Conparisons 4 -6> For i ons
of Agent. 1 and Agent 2 in Exanples 4, 5 and Conparisons 42%%9%93%58%

eval uati ons of odor by neans of Evaluation Benchnmark 1, and eval uations of
damage to gai r b%%msans of Evaluation_Benchmark 3 are shown .in FIG 7. In

FIG 7, eathoiBPEbiponeht Was ' Brahis et ¥ H2RaPFrGEESFOr i°A nd agRAtt ©F
conposition Agent 1 and. Agent 2 sanpl e _using_the.praqcess, sho in Fl 1.
Next . Ageﬁ??gﬁ énanag&%e 2t‘\t5€1§r Ewﬁinglg R ﬁ’gngB‘égFEVe \?Eiséﬁg FEEFBISP 1
2. In FIG 7é % .}é(‘tja’ée- indicates this 15 m xed condition. The m xed

mat eri al w48 a gl Fed YT IhtTeat® hair 20 cmin length wei ghingl5 g, |eft
for 30 mnutes, and then rinsed with water, then dried with a dryer.
Tensile strength as per Eval uation Benchnmark 3 was neasured in this

state. 20 h ip the draw j t,h Exanples 4, 5, panelists perceived
absol ut’el yfgl}ég%ﬁi,\oér]s oiln’t e g%“?ﬁfarg]?soﬁgerﬁ %g Agent 2, or mxture of the two.

fenstie strendlfo ol fondbpclethd o 1hgal 4 ERen5OUDOS] L 0054 Of

t he Exanpl es was ograns of above in each case, and danage’ was

negl i gi bl ecOr@,?%Ms&%tz{ asd &0 &Sy iy e o%@%aeaﬁs bt goa_@ugg%nms

per cei ved on e part of Agent 1 and when the two ents were m xed.

Tensi | e stgenglfl, Was129 Kid 09 A0 o OVWEE . 2Ragé REDrHalY 2Q0Gsanptes 6
-8, Conparisons 7 -9> Fornul ations of Agent 1 and Agent 2 in"Exanples 6 to
8 and Conp@giefntor E&hOnmeMal sakiensnefmodar My . means ©f rie. 7, each
10 component was prepared as a hair decolorizing agent
composition Agent 1 and Agent 2 sample using the process shown
in FIG. 1.
Next, Agent 1 and Agent 2 were mixed in a respective
weight ratio of 1 : 2. In FIG. 7, (mixture) indicates this
15 mixed condition. The mixed material was applied to untreated
hair 20 cm in length weighingl5 g, left for 30 minutes, and
then rinsed with water, then dried with a dryer. Tensile
strength as per Evaluation Benchmark 3 was measured in this
state.
20 As sghown in the drawing, with Examples 4, 5, panelists
perceived absolutely no odor on the part of Agent 1, Agent 2,
or mixture of the two. Tensile strength of hair subjected to
treatment with the compositions of the Examples was 34
kilograms or above in each case, and damage was negligible.
25 In contrast to this, with the Comparisons, intense odor was

perceived on the part of Agent 1 and when the two agents were

mixed. Tensile strength was 29 kilograms or lower.
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Eval uati on Benchmark 1, and eval uations of damage to hair %FS rreanzq]qof
Eval uation Benchmark 3 are shown in FIG 8. In FIG 8, each FE8HEONENO was
prepared as a permanent wave conposition Agent. 1 and Agent 2 sanple using
the process shown in FIG 1. In Exanples 6 to 8 and Conparisons 7 to 9, the
"noni oni ¢ <Exaswd esoléubisl,i Lomgaxgeans Wwasopol yoxyet hyl ene castor oil (or 10
hydr ogenat ed castor oil) obtainable as the "CO (or HCO Series"

nmanuf act ur ed byoximkRetdhasi fl A9Sbsti fofe AgESduct sin WwotREP19el AdéC 8

pol yoxyet hyl ene pol yoxypropyl ene al kyl ethers fromthe "PBC (or PEN)
Series” by@ncheCsmperédApany’ Rext?: urftiPeatddd & r ©30 9RY nPYenBt M Seithi ng
15 g, was 15 coiled around a rod 13 mmin dianeter, inmersed for ,10

M nutes EvagderidsenBansiEaadent. rhowel R EIeRS 8ot r fALRES ﬁovv%faéﬁ SYand
dried with a dryer. Tensile strength as_per Eval uati.on__Benchmar S
neasur&d e $LsEaied-1esGoARs Eﬁﬁ’ﬁg&ﬁ‘airﬁ £hé*Gr é%ioﬁ’&, i tFI:FGEx%rrpI éﬁ" %I\@% 8 5,
panel i sts perceived absolutely no odor _on the %)art of Agent 1 or .Agent 2,

ei t her dufi'n§3G&e COFPIRERF W@é. PYERETFE 2F r AnEhMa 0t halt" s (i Bt et 8
treatnent with the conpositions of the, EX | es was 34 kil aqgr or, above
in each cé\SI&Pta&da&é&%&ﬂ%&@@ﬂi@ FEHBy e&n%)rp%%% Srsassﬁl 3 t%i g%w £h th\é
Conparisons, intense qdor S percejved on.the t. of, A t, . .. and
%e(gfnp §8. 6‘{%: Si%l ST Ceomélt rlsonsp tq o FA§Nl ’(ngroq*l%%%c

bot h during and®a ren was 25 Kil odrans ower. 21
27 Febr Vet 2006, FRaul .0l 9000y LogyBel . Blol gl pRcBopbga ik o

W th Epe %§%§B§E%Qt8ﬁ- Eégggke &ifwd<ﬁ¥£gﬂﬁé%fé as the "CO (oxr HCO)

Series" manufactured by Nikko Chemicals. Substitute products

would include polyoxyethylene polyoxypropylene alkyl ethers

from the "PBC (or PEN) Series" by the same company.

Next, untreated hair 20 cm in length weighingl5 g, was

15 coiled around a rod 13 mm in diameter, immersed for 10 minutes

in permanent wave Agent 1 shown in FIG. 8, rinsed in water,

and dried with a dryer. Tensile strength as per Evaluation

Benchmark 3 was measured in this state.

20 As shown in the drawing, with Examples 6 to 8 5,
panelists perceived absolutely no odor on the part of Agent 1
or Agent 2, either during use or after use. Tensile strength
of hair subjected to treatment with the compositions of the
Examples was 34 kilograms or above in each case, and damage

25 was negligible. In contrast to this, with the Comparisons,
intense odor was perceived on the part of Agent 1 alone, and
both during and after use. Tensile strength was 25 kilograms

or lower.
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Agent 2 is not. given in the table; however, as regards Ex d%’ (?
Exanple 5, Agent 2 is the sane as in Exanple 1, and as LB% ®s 7,
8, it is the same as in Exanple 6, so respective results therefor have

been omtted fromthe table. For _the aforenentioned Coggarl sons 1t
resul ts neasur &tfgHtsd rﬁﬁ A SHPdHaARETs B6Hn BV A LER B 07 0B CR YRR K &a’g‘ﬁﬂ es 1
to 8 as shown in FIG 9, it wll be apparent that,K anmoni a,_am nes,

hydr ogen s‘iﬂefl%lgor%m‘%ln%‘?ré%ﬂ)t%ﬁam%?% &l FOs Gttt FHIFY thdBT8ct gd o%n
present in _extrene| trace anmounts, and tha | easant o bas

these conp¥hett3Vwad sUBEPaﬁﬂealq’iF%s‘@ﬁ‘t {)1‘%15 % hér g 1 t he

Conpar i sons S

10, 3 t f
t he upper Z?‘qerﬁ&t VggflsdéToetctqlvr?no%mf% I a&\é\“’l%ggt’og ?’gﬁggfmea?mu%ﬁf%ses }\({/av)e((r:% es180
t | t of _det f th
'to 5B1e(3§ea'5°u9%n*an P ?an% Ain f%gserexcéepr?%?%% 3% the 5“83 batera S0

Corrparlson ent |n Co arl 0] , ecte t m, fr
which it V\ﬁqarbeS Q%par tKat T'he taser tﬂl%adsgﬁéer%ésl \(jleﬁaa }r)%/) |6|‘|tense

unpl easant, ador. EEF c%uqﬁs%ggg\é_%w 25, Ascad rtdgaee}fértggfeat rent

agent COﬁpOSItIOﬂ present 1 nvention set

here|nab0%%, ﬁ#@ng¥ﬂf€ﬂgﬁilgﬂrds%oﬁFgrg§¥HEd10£0u9P|f@éﬁﬁ% s WU Sired in

Accor di ngly, e user can use hair treatnent agent 22 27 February 2006
CoNposi ti Qg Ak, v 4isd$KBAS WhiHoYh Feacein about unpl easant odors.

Further, accor d| ng to the hair treatnent agent conposition production
nmet hodgof the pigseptahPvent honio hglir a5 shown in FIG. 9, it will be
apparent that ammonia, amines, hydrogen sulfide, and mercaptan

were all substantially undetected, or present in extremely

trace amountsg, and that unpleasant odor based on these
components was substantially absent. On the other hand, with

15 the Comparisons shown in FIG. 10, ammonia was =30 ppm (an
amount in excess of the upper 1limit of detection of the

detector tube used), amines were =100 ppm (an amount in excess

of the upper limit of detection of the detector tube used),

and mercaptan, with the exception of the mixed material in

20 Comparison 1 and Agent 1 in Comparison 8, was detected at =4

ppm, from which it will be apparent that the user would

perceive a fairly intense unpleasant odor.

EFFECT OF THE INVENTION

25 According to the hair treatment agent composition of the
present invention set forth in detail hereinabove,
compositions per se are devoid of unpleasant odors.

Accordingly, the user can  use hair treatment agent

22



treatment agent conpositions devoid of unpleasant odor duri 5 us n be
manuf actured by a sinple process. Industrial Applicability %&%%WSOS@
treatment, agent conposition of the present invention is applicable for
hair dye or bleaching conposition_ or a permanent retexturizing conposition
for the hatemE®Titiscds @f IR patarfdmiswaiiénNops ZPIFeEFRuaPPUE0TBPWRTERS
CLAIMED | S: 1. Hair treatnent agent conposition f. or, hair, dyeing 5
conpri si NgPH ur al iFYr PietagemEERaNIcorkst | thte RarE, treathehRft agerts:
wherein said plurality of agents conprise an _al kaline agent (A, a, .

vehi cl e (BJSMRGRE T Fedee? MY Gfdht "¢ EFOd sQf d Rk & FREHgehtV ¥R T i ngr 1t
monoet hanol am ne, and the 10 additive anount thereof being 1-10 w % said,
vehi cl e (B)X M idFHs SRRV DI dhert atP 133 onRaey edebhpdund
sel ected fromthe group consisting of oxidative dge i nt er medi at es,

coupl eds, U T 6 TR LRI BHuC! AGTBYEnPY 08 Shel ng. sod: um

hydr ogens%f' tet&.l §nd/ qQr gs&or bic acid, and the additive anount thereof
being 0. EBYRG 2andPRAE 25 *45d plurality of agents is devoid of
perfumes and L copponent s havi ng féa&{ancced wher.ei n, en,. . wth [ espect

to the plurality of agentsfea 91 gr of eac oasgl'etn 4 sOpI atélé‘c?i i RrEC

desi ccat oy 0fy 3 I ter Intarnal . canaciiy: and | of () D thaty staheolars &

hour s, andl hen pr edet m nea conponen rritant ory sense

are or a permanent retexturizing composition for the hair for use

10 in permanent wave.



detected with a, detector, tube, the results are as foll ows; I_Tarrrr[)ni a: not
more than 4ppm 25 amines: not nore than 20ppm hydrogen <ifSPH#EY AB° nore
t han 0. 05ppm and nercaptan: not nore than 0.15ppm and when 1, gram of
the plurality of agents as m xed when used is placed in a desiccator of 3
liter internal, capacity and left 30 in that state for 3 hours, and then
predeterm ned conponents irritant to the olfactory sense are detected with

a detector wyiawess tdenfpsyil s, are as follows: amonia: not nore than | ppm
am nes: not nore than 0. 75ppm 35 hydrogen sulfide: not nore than 0.05ppm

and nercaptan: not nore than 0.05ppm 24 27 February 2006 2. Hair
treatnent agent conposition according to claiml1, having conposition pH

wi thin the range 21.3 , uct | e folg | treatmept agent
corrpositionE'S coﬁ%%%si%ﬁégtﬁ%ﬁ?al %(Sg/ﬁl%f %%?éjo%#eia?r?ren c%Iélgenaflslf tHe hod
conpri sing €AEPTiEpsdct PprEpdiitypefnogeatisabivtt goinsd ids tanhal k diresd regent |
as one of pheppkurality of hair, treatnent agents, preparing a vehicle or
at | east one dye conpound selected 10 fromthe group consisting of

oxi dative dye int&rekediatr8’id pouppéity afdagppiet cayesige an adkaldne

condi ti oneragésto(r) of a vBRiphyr @B)tyadh hRakeahiteagnagbnaggelhs, preparing a
reducing agent or_ sodiwp ydrogensyl e, and/or, asgorbi e acid s, 9ne, of
the plurality of ¥&t% & a9 g » and
10 additive amount thereof being 1-10 wt%,
said vehicle (B) containing as an active conditioner at
least one dye compound selected from the group consisting of
oxidative dye intermediates, couplers, and direct dyes,
said reducing agent (C) being sodium hydrogensulfite
15 and/or ascorbic acid, and the additive amount thereof being
0.1-5 wt%, and
each of said plurality of agents is devoid of perfumes
and of components having fragrance,
wherein, when, with respect to the plurality of agents,
20 1 gram of each agent is placed in a desiccator of 3 liter internal
capacity and 1left in that state for 3 hours, and then
predetermined components irritant to the olfactory sense are
detected with a detector tube, the results are as follows:
ammonia: not more than 4ppm;
25 amines: not more than 20ppm;
hydrogen sulfide: not more than 0.05ppm; and
mercaptan: not more than 0.15ppm, and
when 1 gram of the plurality of agents as mixed when used
is placed in a desiccator of 3 liter internal capacity and left
30 in that state for 3 hours, and then predetermined components
irritant to the olfactory sense are detected with a detector
tube, the results are as follows:
ammonia: not more than lppm:
amines: not more than 0.75ppm:;
35 hydrogen sulfide: not more than 0.05ppm; and
mercaptan: not more than 0.05ppm.

24



15 agents, each of said plurality of agents being devoid of rfune nd
of conponents having fragrance, wherein, when, with respec@79%x¥W%VEOM9
plurality of agents, 1 gram of each agent is placed in a desiccator of 3
liter internal 20 capacity and left in that state for. 3 hours, and then
predet erm ned conponents irritant to the olfactory sense are detected with
a detector tube, the results should be as follows : ammonia: not nore than
4ppm ani ned: notHapretrdabmenppagers ¢gepeyehiculdderrding toralaimnl,

0. 05ppm anﬁiavﬂﬁ{q?éBﬁlﬁB'si,‘Eﬁbn”PﬁewEtﬂﬁ@.notiieSBHH’g agd -tl.ge. addi tive amount of
t he nonoet hanol am ne as the alkaline agent Is agjuste to be 1-10 % and
the additive anmount of the sodi um hydrogensul fite and/or ascorbic acid is

30 adj usted3to bepfodubt1bAmErHIBEHE Nl 1Ot A8H BhehBE AN dokdp saftidgent s
as m xed when used. isS pliced Lg a geglcca%or %f. 3 liter internal,
capaci ty antCTRF{SIPY RhBIUEELLLYs 8F . D31RGFE2tRRAT: AGRDSFad&bEr Mot
conponent s comprighhgt bhehstepsaofory sense are detected with a detector
35 tube, the resul. 0 | mni a.. nQt_. . | ppm_ 25 27
February 2006 am%lgee;‘?g%% SZ%%HeAelttﬁl\ﬁmo%gem%sh? r%%%%ﬁ;%??ar %%r?@hoats e

t han 0. 05ppef el pheradptunot noeinokreahmend. 8ephs.and 5 each of the

adj usted agents ig-JLACHy ldNvéni BIEH! EMAEH oGP MInpoithdSel8cikBqused

for hair dyeing. _
10 "from the group consisting of oxidative dye intermediates,

couplers, and direct dyes as an active conditioner, as one of
the plurality of hair treatment agents,
preparing a reducihg agent or sodium hydrogensulfite
and/or ascorbic acid, as one of the plurality of hair treatment
15 agents, '
each of said plurality of agents being devoid of perfumes
and of components having fragrance,
wherein, when, with respect to the plurality of agents,
1 gram of each agent is placed in a desiccator of 3 1liter internal
20 capacity and left in that state for 3 hours, and then
predetermined components irritant to the olfactory sense are
detected with a detector tube, the results should be as follows:
ammonia: not more than 4ppm;
amines: not more than 20ppm;
25 hydrogen sulfide: not more than 0.05ppm; and
mercaptan: not more than 0.15ppm, and
the additive amount of +the monoethanolamine as the
alkaline agent is adjusted to be 1-10 wt®%, and the additive
amount of the sodium hydrogensulfite and/or ascorbic acid is
30 adjusted to be 0.1-5 wt®% so that
when 1 gram of the plurality of agents as mixed when used
is placed in a desiccator of 3 liter internal capacity and left
in that state for 3 hours, and then predetermined components
irritant to the olfactory sense are detected with a detector
35 tube, the results are as follows:
ammonia: not more than lppm;
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4. Production nethod for a hair treatment agent composition ég cordln to
claim3 10 wherein preparation of .said preparation conprl &“%Y
grouping said plurality, of agents into an 01.1 phase of oil-soluble
conponent s, an aqueous phase of water-soluble conponents, and, an additive
phase of conponents that are unstable at high tenperature, and wei ghing
these out; 15 a step of separately heating and dissolving said oil phase
and, aqueous phase conponents; a step of adding said, aqueous phase to said

oi |, phase, eachaﬂingglcﬁogaﬁogga@ﬂgg @bggg f.predeterm ned tenperature,
and enul sifying and_m xi ng these; and ? of cooling said emulsified

m xture to bel ow BYArpgeReFBLAifAed ?@ﬁp@?ﬁ?uFBanaﬁdopﬁéﬁ a@fing said
additive phase tgesdhgtenyl sbtidral xhaheoabsppw,t gaaper ature. 25 26

5 each of the adjusted agents is placed in a predetermined

container, so as to be used for hair dyeing.

4, Production method for a hair treatment agent composition
according to claim 3
10 wherein preparation of said preparation comprises:

a step of grouping said plurality of agents into an oil
phase of oil-soluble components, an aquéous phase of
water-soluble components, and an additive phase of components
that are unstable at high temperature, and weighing these out;

15 a step of separately heating and dissolving said oil phase
and aqueous phase components;

a step of adding said aqueous phase to saild oil phase,
each of which has reached above a predetermined temperature,
and emulsifying and mixing these; and

20 a step of cooling said emulsified mixture to below a
predetermined temperature, and then adding said additive phase

to said emulsified mixture at low temperature.

25
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