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production nmethod for producing a hair treatnment agent conpo

conprising a plurality of agents constituting hair treatnment ageqtgsos

material, such as the scalp hair, body hair, or skin for exanple, are known

to typicall ' ' ri bty pH to
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al kaline agent will differ i5 dependifgrghrthe formof the conposition. In

the case of a conposition enploying agueous hydrogen peroxi de as an

aqueous hydrogen peroxide. Typically, in the case of a conposition intended

for treatgmitg s SGA PrAldei LD nmeking pH basic makes it possible to expand

the hair. Wergma Goaposs tiQheheidn IERLARLOT ¥oageRloghRLE oflY ie@hdll gRehi ng

conposi tion, a ski'n dyeing or depigmenting conposition, or a pernmanent

strai ght eni ng, application in many “cosnetic” conpositions, these two

actions QeGuFs SHPAAIGE Yo s SR LIANRAYY Yrailr treatment agents.

THEREOF Field of the Inventions 5 The present invention reIaMﬂmnmmmm”mmw
Background Art 10 Cosnetic products used to treat human kerati nous

a val ue of ere a conposition has basic p th nction of the
oxidizing agent, it is necessary to nake pH basic in order to deconpose the
the cuticles of the hair, facilitating penetration of treatnent agents into
retextur iﬁf&ﬁ;&%}ﬁﬁﬁ t haB rf Of rLfendx: NBiderftOr cBRBok Mt PEA MBEGRLr 1846y O hai r

Background Art
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 Dbleaching .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
é.pplication in many cosmetic compositions, these two actions

occur separately or simultaneously.

A

*G00002*



Al kal'i ne agents typically used in hair treatnment conpositions of the
existing art, for exanple, scalp hair decolorizing agents and per manent
wave conpositions, typically have irritating odors, such as aqueous
amoni a, amoni um 5 car bonat e, anmoni um bi carbonate and ot her amoni um
salts. Thus, there was the problemthat users of hair treatnment agent
conposi tions ofAiﬁa§igéndd§@ﬂ%§M1&¥?&55§ t |ERKesSiPN Hgikngﬂ¥%%tﬂéﬂt
exanpl e, aqueous anmoni a rél eases dan interise irritating odor that 1s
srot her i Ngeolis8k St PbnPerd@NeRE Byt bl due Orf@fe%&% 9eCOMPOsi i re
particular!y&?ncopvenienced. Annnﬁ?ﬁ&%g%rbonéte and ot gréénﬂ%%%b%1g§§f§
al so have pebbidki2OngdeEsnt &l 1AQUIL ROt AS P A NI e W ité;mg
amoni um salts, in nmeny 1T nstances considerabl e anbunts are necessary t

gi ve rel athyeehi ghtyrdemmE RdorNd W t 88t | ¥qudus I rdddddNg, 0dQhna he
part of conpositions cannot be reduced. As regards vehicles, those

typicaldy dseHofdltéEntdimeHibim S YR K@k VaRECl 6:0801 . ki Bl &a9QE
vehi cl es that have high irritancy to the skin. In the past, it was thought

that, as repasfsthegd wasitréipeowran s (derd ide hdihess-c Wl 2Qgent
unavoi dable with hair treatnent agent conpositions, and the search f%r
count er measyhpss Masons Nt eehid il vl 19 Ulgidaanme tgeah sadich i qp gof
fragrance conponents and perfunes. It is an object of thé present invention
to fundamengally spbye éhampropl edg@doid ridmidiicy oder and d he?5 ihickg glen
hair treatnment agent conpositions. 2 h SUMVARY OF THE | NVENTI ON As a

result of intevstiwgresearehaef fiorkaothBeihgventeesspekf eer@dnkhe pagaent
i nvention upon discovering that in a hair treatnent agent conposition

conpri Bi ngdpe pl or abléyclhing egepdsidimis constgdntiedlainlyt rierlomRanhi agesks,
where the plurality of agents certain predeterm ned conponents irritant to
the ol factdmyostwse aeebkpateat ahdvelctHeal owwrinminer cepiitd e &hseshokeeof
the ol factory sense, there is afforded an odorl ess type hair treatnent
agent conpbsritaning cedets alslpngduoes msninmeh danmageothdat. he wighr thEhe
present invention is directed to hair treatnent agent conposition

conpri si ngemmeiiinmal iseytef, afjenmenyhainsomstéd ucensaderabtat nemdursgenhse
Wwherein said plurality of agents irritant to the olfactory sense are kept
to | evel s BefesEarie 16 pgéveepeilbitd vehiesinglyd tofs itchepld) f antiorgsstnantly,
Narmely, the hair treatment agent conposition of the present invention

i mpar tl§ notXmbl asthtodh st ithes ettt lod slohpesdrjopensennbtt he uséucedhe
met hod for producing a hair treatnent agent 20 conposition conprising a
plurality of adeht%e$drde i Yehiatehaifhose typically used currently emit

some kind of vehicle odor. There are some vehicles that have
high irritancy to the skin. 1In the past, it was thought that,
as regards such irritating odors and the 1like, 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.



treatnment agents, the present invention essentially conprises .the steps
of : selecting agents wherein predeterm ned conponents irritant to the

ol factory sense are present in levels at or 25 bel ow the perceptible
threshold of the ol factory sense; preparing said plurality of agents; and

pl aci ng sai gupmerarer e ntisveNTeoNyr edeterm ned receptacle. 3 r Accordi ng
to the production nethod for a hair treatnent agent conposition of the

present inventhena @eBalt bEfedntRisidee e ERMROSIdIFRFddPAHd Nhvihtors
unpl easant sensations to the olfactory sense of the user can be produced by

nmeans of pebfetupde thieoCessseR EnveRECBhP LM Cri sEEvERIMENGR A Ginlad s a
process di agram showi ng a production process for .a hair treatnent agent .

conposi t i haias tareatmzedti MeRgEnof ddmpdﬂltﬂ@heseﬁﬁprﬂyﬁﬂglQﬁ pHhifn12ey s &N
illustrative diagram showi ng the exterior of a representatlve detector

tube; skl Gagénts athat! uséretisecdsli aginm shamdigeidde ol TPasiHdg Fehod
of the Evaluation Benchmark 3 nethod in an 15 enbodinent; 20 25 FIG 4 is

an i || ustpatrakidyagfaagehewi rerresul 'pﬁre@fetlé&éh&blébln@:oﬁ@bh%&ftsoﬁrfﬂlﬂanttypeS
of conponent, i.e., ammonia, am nes, hydrogen sulfide, and nercaptan, in

agents cowsti thei nplifaictotyeatseeize agard dodpOSi 4t ongeoblkhepBiawp! ese FI G
Sis an illustrative diagramshow ng results of measuring content of four

types of penpepeiile antbnéshokdri nes, . thydr ogeacsukli deenasd neneaptans in
ot her agents constituting hair treatnent agent conpositions of the
Exanpl es;aff@rdédi snanodotlsss attype dhapr armrelaawieng resaht s curdsErabuat i on
Benchmarks 1 and 3 for Exanples 1 to 3 and Conparisons 1 to 3; 4

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 sénse. Namely, the
hair treatment agent domposition of the present invention
imparts no unpleasant sensations to the olfactory sense of the
user. o

The methqd 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 ' predeterminéd compdnents
irritant to the olfactory sense are present in lévels 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.



FIG 7 is an illustrative diagram show ng results with Eval uation
Benchmarks 1 and 3 for Exanples 4, 5 and Conparisons 4 to 6; FIG 8 is an
illustrative. diagramshowi ng results with 5 Evaluation Benchmarks 1 and 3
for Exanples 6 to 8 and Conparisons 7 to 9; FIG 9 is an illustrative’

di agram showi ng results with Evaluation Benchmark 2 for Exanples 7. to 8§;
and FIG 10 is an illustrative diagram showi ng results with 10 Eval uati on
Benchmark 2 f oxc€on@hatid Sos thet produdcIcn R t@eOR JHEaPREEERR R atment
EMBODI MENTS The enbodi nents of the hair treatnent agent conposition.of the
present i|agenti compositdésnr olfedtlen wieddnt hifieémbibow. alhathen retideg to
practice the hair treatnent agent conposition of the present invention, the
pl ur al i t yagéntagesmpoaitipne panmmsdrtsitch hdatunpdeealsannf sesket B5me ned the
conponents irritant to the olfactory sense are kept to bel ow the :

per cepti bbefabresholsenske tdie thkactsery samsbe Bactdwted hdyplns=ald t yfofa
agents nmay be 20 devoid of perfunes and of conponents having fragrance. As
exanplses simpbe fpmesess here may be cited fragrant materials such as natura
fragrant materials and synthetic fragrant materials, used for the purpose
of inparting sonme sort of fragrance to, conpositions. As predeterm ned
conponents 25 producing ol factory stinmuli, there are included at |east
amoni a, BRIBRSDESGRERGEIN OF fTHE DRAWINGS hyl nercaptan. This is because

t hese conponents inpart unpl easant ol factory sensation to the user. As the
plurality of afEdtsl {#) aaprécessalliabiran sheomwing(B) perodeftitdlosn prCrexs
reduci ng .agent and the |ike may be considered. In preferred practice, by
m xi ng (AJOT o Bkl treatient aqB)t comtnsitdomase (@0 embastoenty clgeite at
the time- of use, the plurality of agents may be prevented from5 emtting
unpl d8sarRTeeRRE 1R¥¢R &Rt 0 the ol factory sense. OF the aforenentioned
plurality of agents, as the al kaline agent of conponent (A) there may be
cited nonoet hahbfant nkS aR ethbpfizahive diaazemasdioming thes sptepdont @ ne,
2- am no- 2-met hyl - 1- propanol , 2-am no-2 10 net hyl -1, 3- propanedi ol , and ot her
such or gahi teRIRFREL 2GR HefEeHRF RS such basic amino acids; and sodi um
carbonate, sodium hydraoxide, and_other such inorganic alkalizing agents. O
t hese, nonoet EHd1 am néd S s@@spediuffyative 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 is an illustrative diagram showing results of
measuring coﬁtent 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;



pre=érrea. , 15 As the al kaline agent of conponent (A) there may be used a
single kind or conbination of two or nore kinds, the additive anount

t hereof preferably being 0.5 -20 wt % of the total conposition, and
especially preferably 1 -15 wt% This is because if the additive amount is
too small, thergbliect 0§ 20 MwElddtigdiRe sEaldrdiai EnviihgbecreQts Whgreas
if too large the action of reducing agents, oxidizing agents etc. may be

hi nder ed, Eeadudaiege Benkhmarasd iirridrancys t ofski NnegBMphesona  hi gh. Hg

t hese agents, as vehicle (B) there may be cited oils, 85 actives,

t hi ckener gompakyeshs, 4habreprotectants, plant extracts, stabilizers, and
all other such existing vehicles that can be typically used. O these,
speci fi ¢ exanpFee. ofg apenta tilansteetivie ahywencosHbWing sRauhtbe with
described in the 6 "Exanpl es"” hereinbel ow, but conversely, materials

havi ng a koaldegter oBenehmaek®ntl arthdsoge okt akavmphisl esodes ar e ang
excl uded. For exanple, oleyl alcohol, oleic acid and .0oils synthesized

t her ef r onTompériesnand tbed}i ke are vehicles 5 having characteristic odor,
and are not used as vehicles of the present invention. As the vehicle of
conponent (B),FI@er® ai® ap pditistukadvei ditsfdaansshobendatresuak swiwilth
preferably be highly refined and carefully selected,' and in especially

pr ef er r edEpaduatten 1Benshhatle 2lebuiorExeatnles rlefdioned. adsl vehicle (B), there
may be used a single type, or conbination of a greater nunber, depending on
the i ntended cBE@osilOi ds appl ithstumtEania dbagrah cshoaddygt regualBuRtish

t hereof can be added in ranges such that the effects of the 15 conposition
do nol0 suEvaiyabhon aBencivtaparl it dtdmparimicned.l A the reduci ng agent of
conponent (C), there nmay be cited cysteine and its derivatives; thiomalic
acid and ot her nercapto carboxylic acids; thioglycerol and other nercapto
al cohol s; é" cerol nonot hi ogl ycol ate and ot her nmercapto 20 carboxylic acid
esters; o $é%¥ﬁ?@N&%t@iﬁlaRﬁﬂf§w FMBODIMENESpt 0 conmpounds; sul furous
acid, sodiumsulfite, and other sulfites; sodium hydrogensulfite and ot her
hydrogensul fitBae 8RRCHIBEREFc OfcitdiearkRin stveatment vagenis composétidonng
agent of conponent (C), sulfites, 25 hydrogensulfites, ascorbic acid or its
deri vat i v%%ngkl% BE¥peehhl LpvpREierrage @Agsehébeddini Adgtagdnheseivbeponent
(O, there may be used a single kind or conbination of two or nore kinds,
the ¥ ad¥reR e AT it fthiea hia h &iveg toent. ageptycompprdtional
conposition,.. and especi all referably 0.5 -15" w% This is because if
the addi t?get%?nﬁﬁﬁs Rt (I EHelan (e SLAERLity 6Ff eFentsnpEsi Prenasedld its

treatnment_effect on.the .
such that levels of predetermined components irritant to the

olfactoxry sense are kept to below the percueptible threshold of
the olfactoxy sehse. 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 materiéls and synthetic fragrant
materials, used for the purpose of imparting some sort of
fragrance to compositions. As predetermined' componen%:s
25 producing olfactory stimuli, there are included at least
ammonia, amines, hydrogen sulfide, and'methyl mercaptan. This
is Dbecause these components impart unpleasant olfactory

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



6 hair will be' poor, whereas if too |arge danage to hair and irritancy to
skin may becone high. The hair treatnent agent conposition of the present -
invention may al so include active chem cal agents. As active chem cal
agents used in hair treatnent agent conpositions, 10 there may be cited dye
conpounds sel ected fromtgﬁdgr ou cp%sti(ggsof oxj dative d

i nt er medi SRR IR UBPERE! . &i Cfres! B0 HHT oa)‘/%gr??lt BPfedtat es
Whl ch ar ctive chem cal ,agents, ;_Lhere gﬂ¥ bg Ci teg.ghen%l enedi,am ne§,
ani nophenbtse T8 dPSnFrBRYRFErfios, TAnBYSAPFEo0s PrREEAC ot DYpBaging (A

h | enedi ] . p-tol | i i . N- bi s- .

Py oxy et T F LR ey FEREE afbhed J5p30LhgRBRy SChy 2 EBHEHEC RSB Snitte.

N- ph | - p- ph I di am 4, 4~di.am nodi phenyl

¥ Bhery| SRSl LA e Aol NSRS rererisa cron

p-am sovntil Somanehenol o B LARROYISGh o cacscry senee
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gol oL, BEBagel L BENCEE Bl hegic sino acids; wmd sodim

5- (2- hydroxad ) - 2- %Hﬁﬁhphﬁﬁfarﬂ@ém ti’éﬁrj- E)IEE%% béel%%}ges Fﬁg?égnighoée

mentioned in "lyakubu 10 Gaih Genryo " Shi asi - g Ient
Standar del1jipubl ipedodung. 198k ofldd | AbRPOdtR R dis efls 28.53RRE QREYA! €

Coupl ers may be used Singly or in conbination of two o
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 reduciﬁg agents, oxidizing agents etc. may beI
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 véhicles

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

agents that meet the above condition shall be described in the

6



nore'types, the additive anount thereof preferably being 0.01 -10 % nore
preferably 0.1 -9 wt% 15 As direct dyes which are active chenical agents,
there may be cited nitro dyes, basic dyes, tar based dyes, natural dyes,
and ot her known ones. O these, nitro based dyes, azo. dyes, nitroso dyes,

triphenyl metdanee sy ege r &AM OENL, AXRS cdIUdIRE %%ri%ﬂ@ﬁ'%,%n{é;%: il

and indigo dyes are 20 preferred fromthe standpoint of stabil

effect. Diepede dyds mEvrhenisfd ShAagl ¥oflk | BofOMbpatydy Ofc t WagHr IRLe
types, the additive anopunt thereof preferably being 0.001 -15 m% nore

pref er abl ax®@ded 10 W% Bexipléhe arhadi MEadio0f bheilr edue | gRg mekhed for

a hair 25 treatnent agent conposition ¢6f the present invention are .

descr i bedsynhédiezad oduaiderrdiet hadtabebheapaesens iNMaNt i 3eHiegaLds
the plurality of agents, agents are sel ected wherein predeterm ned

conponentisatid t aRbrhetbbeseifackory And sERSendtewdled Vel schekoust he
perceptible threshold of the ol factory sense; selecti.on at this tinme should

be carri ethoubravdtt thevaedicidi on that, as predeterm ned conponents
irritant to the olfactory sense, amoni a; am nes, hydrogen sulfide, and 5

net hyl mercaptzs tiie adhialel evetsmpehentt ) perEepsi hie hbr%%EQH@uQErthe
ol factory sense. The plurality of agents are prepared, and this is placed

in a recepmitatidie, prheesmusiale willY | pdebutablyt bR fi0ldiow NnecrRARES .
Specifically, preparation of the preparation may be carried out froma step

10 of grap ngatbBuplyr akileytell, agent st néspeci Dily phascepfe@i braetubke
conponents, an aqueous phase of water-soluble. conponents, and an additive
phasdoof widiipdrenieoddiat zaerioninsifdhld.’ at hi gh tenperature, and wei ghi ng
these out; a step of separately heating and dissolving said oil phase and
15 aqueous phdse veimpodent 68) a shepeofmaddibeg wdwsd aguesisgpbassdey tbe oil
phase, each of which has reached above a predeternined tenperature, and
enul si f yigapkdmhtdon ngft Resgreanelr ansmbprof dspdridigicsabd erhd sihteddedixt ure
to bel ow a predeterm ned tenperature, and then adding said additive phase
20 to saiePmRAfidifdred appdigatiom | owd enpemat Letee.; additive amounts

thereof can be added in rangés 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 cémponent (C), there may be used

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

7



EXAMPLES The invention is described in greater detail below on the basis of
exanpl es, but the invention is in no way limted 25 thereby. Additive
anobunts are given in w% First, a production nmethod for a hair treatment
agent conposition of the present invention is described. FIG 1 is a

D ont ™ SonbALEE a2 A LA RLORRS DRLed B IR Rs e on
wher e progiErhg S it R R L LR SRR s PP gt o e
L b s B Bl
ovel s beF SHEtEE pos o b RO TS RACHP B 118 orFeetBryt 157 EEREosieR so:
component B EnPiaE I BREE. “ubBherl) 00l vl 2850 SEMEOt B AR BadRE ve
Phose our ZPPHEARPE e 4Bk A B IS sBlarl O) | eating and di Ssol vi ng ¢ he
adueous phase 1o trEral| esEdeRE bepe | FlpoRRie fon | R O il o pRdsbi

predet er i fegh{ SORERAY UL Bso2NH- BOHL SLEVEDE Bh¥higai NESEnts. as active

chemical agents used in hair treatment agent compositions,
10 ﬁhere may be cited dye compounds selected from the group
consisting of oxidativé dye intermediates, couplers, and.
direct dyes.
As oxidative dye intermediates which are active chemical
agents, there may be cited fﬁmnwlenediamines, aminophenols,‘
15 diaminopyridines, and salts of these. Of these, p-
prhenylenediamine, p-toluylenediamine, N, N-bis-(2-
hydroxyethyl) -p-phenylenediamine, 2-(2'-hydroxyethyl)-p-l
phenylenediamine, N-phen?l—p-phenylenediamine, 4,4'-
diaminodiphenylaminet 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 amouht thereof
preferably being 0.01 -15 wt%, more preferably 0:1 -10 wﬁ%.
As couplers which are active chemical agents, there may

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

8



20 Step S50: a step of cooling the emulsified mxture to belowa
predeterm ned tenperature, and then adding the additive phase conponents to
the emulsified m xture at |ow tenperature, and Step 560: a step of placing
in a predeterm ned receptacle the enmulsified mxture containing the

additive phanc:ComponRts, 25 25 haldnidSAAIRN, agent £ORAGI1d-Qns. ot al ned

by this proce ere are hair’ dyerng agents,”.’ hair.'"decolorizing ageéents,

perning agsphsnang fhgidhkee, | nebhgeAL 05 cient ipned, prﬂgp%gegneﬁt%?es_%-
t 11 or

steps other than Step S10 are known art, and therei escription
thereof isaonthéed; Stz‘?B_—a§iQinB?9§Miné°r (4) sanigkkakkpReAgENt . (B2
vehicle, and (C) a reducing agent;, the sfeplof seﬁectlng-an agent erei.n
predeterr@ﬂ@aﬁ&@p@@@f&&. S1dAd | tand_ 4o ddies ol fachiory g 18rhd evels

bel ow 5 the perceptible threshold of the olfactory se sefﬁfsngéscribgﬁ in
mor e det ahd £ nPPall fSSh &S Neds COTRANBAL fhd 1 1 'é,%mdita%i%r@ﬁoaﬁ}eg@én%qnse
contained in these agents, four types, i.e. amonia, -am nes, hydrogen
sulfide, gadhiercapian, ghalilc bacdaal tebhid. JiEBSLOMRQNSRNS 358 16yRi cal
of conponents that 10 ié%g?fﬁbdofs to gge%ts gﬁcluddble I n "hai at%%é%ﬁent
agent conpash{i onsgaRes] al | yaghiases 0dQys 10 eaty gk a4l -gaaddl 45qBsat i on
for the user. These conponents, even at content |levels on the order of ppm

i mpar t U%&%ﬁétﬁ@%iﬁbér@zéﬂtﬂ useL(za!rq;&Mﬁna&l%)azd%{e%ﬁmbhE%Q was

used for tection 15 thereof. A detector t ube has sealed within"a

subst ancearidladal©acss e Wikds RiAHHEY Al PP Rl cRlkd Shangesakeslor; a
typical formis showmn in FIG 2. Detector tube 150 has a predeterm ned

det ecpabl @a Siubst apesrppd eRARERLI at i[Qﬂaéﬁ.’-ng@u§0 trheteaficher erehghyna]of
tube. For exanple, with the detector tube called Detector Tube Ammonia 3 L

made -by GRsbBLsK@d PR | 19D 1 MeRSi§ iNWikpR0e nay Beb usédl alamaﬁg&togﬁbﬂg.
limt is 0.2 ppm and color change is frompink to yellow. This detector
tube 150 al so ¢twmgplistermayi Beaupeddetiagiiyned 2n asgmibiaidtoiod o £06 or

aspiration of gas; with the Amonia 3L, for exanple, the nunber of punp
strokes imo2e (4Ppds i thel atéis)yve amdotre theeedf opraspraily obeingdet ecti on
is 60 seconds. The detector tube, after this tinme has el apsed, can :
det er m ne-1thevtl2, mapongemtfeatabdly of. it k8 stibst ance by readi ng the changed
col or zone. To draw the neasurenment target into the detector tube 150, as
showi$in FI G 25 dheeptodyesr evhgfclb ateachrygitegrdmandfcaleasyrenent tharget as
a sanple SMP in a Petri dish 110 that is 30 mlli neters in dianmeter and 15
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 invéntion,

as regards the plurality of agents, agents are selected

wherein predetermined components dirritant to the olfactory
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mllt meters deep, and arranged the surface thereof as level as possible,
placing this Petri dish 110 in a‘glass screw top desiccator 10 100 of 3
liter internal capacity,, and hernetically sealing, and after placing in
this state for 3 hours, and with the detection target in the dessicator 100

uni form ysdhseerssed, at CoBRRALI NG BwletRet gj(;er o ?“Elﬁoﬂ.@e d{wrb B9 the

I nstrunent 120 15 to the screw top, and o ng the ereof Ts to

aspirate bheaBeasyr b8HAs8aSskepBEEAr HBArphB ShRR SHY Pltiorbee%%r}ﬂ%%.n out
selection is performed by neasuring concentrations o :

hydrogen suthi 6Be 2bhdaBdoferGAR! AR UG ARILGALed S: tst uma&ame

measurenent target gases and detector 'tube nodels are

Gast ec CotpOtné i ODf bkt ADEd Bs Oet afhdi 1l ubenRas Uy Jg@?ﬂ%ul‘% T8 4gpm
detecting limt, 0.2 ppm25 2 punp st rokes, aspi rat}}l?%n anount fg(?

ml1ilsitenstpel Sidweptaspi kakl oaul@;fiqesa%q%ndﬁeiéw t‘}f@n%%gc 285 e
Cor poration 180L Am nes Detector Tube neasuring range; O.

det ecti ngthtreshold. If pfie olfactory sense. The plurality of agents are
prepared, and this is placed in a receptacle; the process may

be carried out in the following manner. Specifically,
preparation of the preparation may be carried out from a step

10 éf grouping the plurality of agents into an oil prhase of oil-
soluble components, an aqueous phase of water-soluble .
components, and an additive phase of components that are
unstable at high tempefature, 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 oil phase, each of which has reached above a
predetermined temperature, and emulsifying and mixing these;

-and a step of ~cooling said emulsified wmixture 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 Qay 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



1 punp stroke, aspiration anmount 100 mlliliters per 5 stroke aspiration

time 60 seconds Hydrogen sul fide: Gastec Corporation 4LT Hydrogen Sul fide
Det ector Tube . neasuring range, 0.1 -4 ppm 10 detecting limt, 0.05 ppm 2
punp strokes, aspiration anmount 100 mlliliters per stroke aspiration tine

60 secondsgdviy Gt itGast eitn Gof padaadglen 70ls Merosaptian thet eeberingybends -
measuring range, 0.1 -8.0 ppmdetecting limt, 0.05 ppm4 punp strokes,.
aspi rati afompgmiionl ¥ niHd idstdngile B prlodiked@dy bapredudtienidreseessds 20
Under the said conditions, odor concentrations in each agent which was a
measur emefdmp A fidig wer e measured in ppmunits. For am nes, the Gastec 180
Am nes Detector Tube (nmeasuring range, 5 -100 ppm was used al so where
needed. 25 Thisteiet esior t wherand piriodut8fy A nesailet eekeatdioht agent
manuf actured by t'he sane conpany have neasurenent conditions that are

ot her yi secdfissiitoitdn ddnsibt g éfanthrzeareypdd ustr agewe ,diiags.amsaShan ng,
for each of these agents, results.of testing, using detector tubes, for
content ofliLlind yReent®f ¢BhIpanerhdctenpenent &) rditradhcingt Ageatf agbery

sense, i.e. ammoni a, am nes, hydrogen sulfide, and 5 mercaptan. The
I 1| ustratettidagent $hesd hagdmwetexcaptdtap obf " s6Yeantmyi wn t iyagt yehkeaten
i quid" "special reagent grade 25%
predetermined components irritant to the olfactory sense are
at levels below the ferceptible threshold of the olfactory

10 éense,

Step S20: a step of grouping the agents (A) (B) (C) into
an o0il phase of oil-soluble components, an aqueous phase of
lwater-soluble components, and an additive phase of components
that are unstable at high température, and weighing these out,

15 Step 830: a step of separately heating and dissolving the oil
phase and aqueous phase components,

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

20 Step S850: a step of cooling the eﬁulsified 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 cémponents.

25 As hair treatment agent composipions obtained by this
process, there are hair dyeing agents,. hair. decoloiizing

~agents, perming agents and the 1like. In the aforementioned

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

11



~aqueous ammoni @, all had concentrations for amoni a, am nes, hydrogen
sul fide, and nercaptan.that were bel ow the perceptible threshold of the
ol factory sense. Accordingly,at 10 | east two of these agents were not
selected for agents of (A) (B) (C. In the colum at left in the draw ng,

conponents PlrheirFWre AekeiiBrabnwihebeof tibeohhteedtypespoflagentmelye.
(A) alkaline agents, (B) vehicles, and (C) reducing agents, they fal

under. 15420i (10 tdM onvkalhege pagenss dejcal bethialleve ahy &8 extreduapegts of
(A (B) (O and going through the entire process shown in FIG 1, a hair

treat mentagr@RNt €lREPESEbI T | SepeotilispdanAngyesn, wiexteiexpaplesenhined
conpositions obtained by the said process shall be described next, -but -
prior tochpiersrgsptiiran tahtagentheoblfhetexgnpkase the staleweisnbakowods
‘used in the exanples shall be described. <Evaluation Benchmark 1> Cdor )
For ashaighedyRimtgragdle, thaleshdddobodr thengldgenbry25eand, pisndagcaiead,
odor perceived by panelists before use (first agent, ‘second agent and/or at
the tineief mord ngetatst angd secoieteageme), chmporgnise,imandaaft ero uskewas
eval uat ed by 15 expert panelists (10 persons), by neans of the follow ng
benchmar kg.fartory abendelt ebytatnpdr depttidse odgends, . foswbstyes al Lyeno
perceptible odor ... slight irritating odor or vehicle odor perceptible X
i Nt ensendritEd,t abinhgesdorhyairogen ckelbilde, penrcepnebtapidn <Eedlaldt | ba
Benchmark 2> _
dealt with. These components are typical of components that
10 impart odors to agents includable in hair treatment agent
compositions, 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 i1s shown in FIG. 2. Detectdr 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



‘Measur enents by detector tubes: Measurenents by detector tubes are in
principle simlar to the aforenenti oned neasurenents conducted for the
agents (reproduced). Place 1 gram of neasurenment target as a sanple SMP in
a Petri 15 dish 110 that is 30 mlli nmeters in dianeter and 15 mlli neters
deep, and arrange the surface thereof as |evel as possible, Place this
Petri di sFPRIPTIALLYEass VPR AT c{éé{t Fe2PEdoft |'FP%P9?_§t EOHEF
capacity, and hernetically seal. 20 After placing in this state for 3
hours, anfP¥fth the detection target in the dessicator 100 unifornly

di spersed; connect a g$tector tube type gas neasuring instrunent 120 to the
screw top, - antP o‘g@"ét % MR e 4R 445 dateated WRsurtly gas,

and nmeasure amoni a i nes, drogen 25 sul fide, and nercaptan:
concent r a%F GAROYR | Yy %i cht € edél’%?ﬂ Tulfds. 16  The neasurenenttar get

ases .and detector tube nodels areas follows (reproduced). ni_a:, Gast ec
gCor porat i BR S Ao e PE ¢ (52 SRS s ur & agae,ao. ga‘%@ggg%%dejtrécﬁi ng

per st ok REpH T aBHOR 11 HEobhaEe o 9%&35‘3%%%0%;';1:32%%3;%8@%5%
De TupelO [ 0.5 -10 ' imt, 0.

Str oke, asPiTot | BRCSHBUARRo0RTIY (TS par & r OREHEEt r BEFBROT | RBogevel
secondslSﬁgﬁég%%ﬁﬁéulfide:Gastec Cor poration 4LTHydr ogen Sul fi deDet ect or

Tubeneasu? £0.1 -4 ppndetecting limt,0.05 ppn2 punp

strokes, aspj rat.ion u 100m. | Lili.t.er.s per20strokeaspiratian tinme60
secondsMer eﬁé%ﬁﬁ %ﬁggeggEﬁ%pgbgki&%%7dflN%r%géﬁ%nfﬁfggtg?pTgﬁgﬁggggPan
range,,0. 1. = 8. Q -.ppnd i Linit, Q 54 . spi_rati.on
oot 10T PE o ef sE6, Sfrsrial, BRI Bh BelbRastR P U e said
condi tiong,s0dor concentrations in each agent which was a measurenent
target were neasured in ppmunits. <Eval uati on Benchmar k~3> :

after placing in this state for 3 hours, and with the
detection target in the dessicator 100 uniformly dispersed,
connecting ‘a detector tube tyﬁe gas measuring instrument 120
15 to the screw top, and operating the handle thereof is to
aspirate the measuring gas
is performed. .
In Step S10, 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 pﬁmp strokes, aspiration amount 100 milliliters pexr
stroke

aspiration time 60 seconds
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5 [ Damage to Scalp Hair 1 30 strands of hair each were drawn from bundl es
of hair treated wiwth a hair decol ori zi ng agent, and perm ng agent, two end
portions 5 cmand 6 cmfromthe hair ends were held with gl ass
fiber-containing tape 1. cmw de, breakage was produced 10O at the 5 cm
portion and 6 cmportion fromthe hair ends, the dianeter of the hair was
measured With a mcroneter, the -breaking weight was neasured with a

r heonet er MMARES t NE2ERAST FRrPORAEEGRIIB Y AtinemiDe vt aalTubeat ed usi ng
Equation (1) below tensile strength (kg! mm2 ) _ ~/ 1000 is.' . n(Bl2)2
... (1). A brERFHEREI HHCEg) B:5 MG rineter (mm) <Exanples 1 -3,
Conparisons 1 -3> . 20 Fornul ations of Agent |, and Agent 2 in Exanples 1
to 3 and' Conp3FFeohind laniteyalUdk iRB® of odor by' neans of Eval uation
Benchmark 1, apd eval uati ons of damage to hair by nmeans of Eval uation
Benchmark 3 art Wk SHTRKE: 62SRICFION 6 ansauit cdfforehl likstereparead as
a hair_ dyeing ent 25 .conposition Agent 1 and Agent.2 sanple using the
process shown q?t%r % 1. 18 In the Exanpl es, the "nonionic based

sol ubi li zi ng agent” was po] yoxyet hyl ene cetyl ether obtainable as the "BC
Series" .nmanuf SR ITETYY N%d’y‘b?@rﬁoé‘ﬁss Substitute products woul d include
pol yoxyet hyl ene stearyl ~ether fromthe "BC Series" by 5 the sane conpany,
the " ENALE%%%@O%%% é\é‘lfr’r&ﬁuf KA bFRPEBRLIEHUILionHrdrogen. Savid itdee

i ke. As the "ﬂydrg:lc}%\g silk liquid", "Pronpis SILK-1000" nanufactured by
Sei wa Kasei C0°1%d; “qfsed. Additionally, as a fragrance material, a 2 .
1. 1.2 n‘ixtr&geuorf. natural essential oils,. i.e., conponents 10 extracted
from orange, I'€ e afd imafd®Pfh, was used. OF these, Exanples 4,
5 ang,Conpari spns. 4 {49 g].de cri e% her ei nbel ow are the same as regards the
noni oni ¢ base 19 7Y agertt °2ABPRegar ds the hydrol yzed silk |iquid
and fragrance Lal .. the sanme_ones _were used in_all of_ the 15 Exanpl es
and all of thezrmcgﬁ%grisé%lleq?esl\iext-’l?pﬁﬁaﬁi"OIi SRPYRYent 09 \iekelid ikars npar

respective stroke

aspiration time 60 seconds

Mercaptan: Gastec Corporation 70L Mercaptan Detector Tube

15 measuring rangé, 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 measurled in ppm
units. For amines, the Gastecl 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.

14



weight ratio of 1 . 2. In FIG 6, (mxture) indicates this m xed condition.
The m xed material was applied to untreated hair 20 cmin | ength 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 neasured in this
state. As shown in the drawng, with Exanples 1 to 3, panelists perceived
absolutely no odor on the part of Agent |, Agent 2, 25 or mxture of the
two. Tensile sFE€RgtA andhiiarsublbestexhtive rébagmans vihdwinge, chomposidh ons
of the Exanples was 33 kilograns or above in each case, and damage was
negl i gi bl @f thegenagantsi oresitts wi hteskinpinprnisteitdrertgbeghtfamdor
19 (Conmparison 1) or intense odor was perceived on the part of Agent 1
and when FRBLENB AfeRPYrweYResi REJCOMRIReNEs stonprpenim sl BOl tdtpgransher

| ower. 5 <Exanples 4, 5, Conparisons 4 -6> Fornul ations of Agent 1 and
Agent 2 i ALERGRPF¥Es SBNSE, arid SCoryeisidhs aniees, Bydregenomssiisiidedorartsy
means of Eval uation Benchmark 1, and eval uations of damage to hair by neans
of Eval uaffbReBeARhnafFRe 31 bt estErRied iagents, wWith thes exgerision 19E cdfonent
was prepared as a hair decolorizing agent conposition Agent 1 and Agent 2
sanpl e usFAGORRET priERIRII¥FRIAS n IHauid]!. Nepeciadenteadent /gjerde 2 28k e

m xed in a respective weight ratio of 1 . 2.-In FIG7, (mxture) indicates
this 15 nf¥eECEBnANTPBAR" Thelki ked seRreenarakdsnapFiore RMMENLS r catigwshai r
20 cmin |ength weighingl5 g, left for 30 mnutes, and then rinsed with

wat er , th]éﬁdi%’a WEH &y er andenfereaptedngt Fhak patereyal balewn the
Benchmark_3 was, peasured in this_state. 20 As shown in the drawing, wth
Exanpl es Bf?r%‘?p*bhlﬁ@?i theegheldi Ve i DHRAA SRR 0P IIREBOALYof akgent
1, Agent or mxture of the two. Tensile strength of hair subjected to
treat ntfﬁf?ﬂ Eh@ 86nﬁg§FFi8ﬁ§nBF WﬁEeEﬁaﬁpﬁgie%&§d35°ﬁiP@&P&ﬁscgr(éﬁove

compar 5o (Gl ensB ooy | CoRETRA Lot/ B e PRI AGORCIERIR AMen

the two agents Y&'Eelhxeds JREEh' SeSLAENPhR LA, B2 KL ograms oy |ower, 20
alkaline agents, (B) vehicles, and (C) reducing agents, they
fali under.

15 Going through the process described above, by Selecting
agents of (A) (B) (C) and going through the entire process
éhown in FIG. 1, a hair treatment agent composition 1is
produced. And sé, 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.

<Evalﬁation Benchmark 1>

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

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

and second agent), during use, and after use was evaluated by
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<Exanples 6 -8, Conparisons 7 -9> Fornul ati ons of Agent 1 and Agent 2 in
Exanples 6 to 8 and Conparisons 7 to 9, evaluations of odor by neans of
Eval uati on Benchmark 1, and eval uations of damage to hair by 5 nmeans of
Eval uati on Benchmark 3 are shown in FIG 8. In FIG 8, each conponent was
prepared as a pernmanent ‘wave conposition Agent 1 and Agent 2 sanple using
t he procegs shpown iqﬁfJQ%?l. In Exanples 6 to 8 and Conparisons 7 to 9, the
"noni oni c-PB%RH BT nd WgeREXSRAS) polBpbx Ve e®é chbeorfolloyiog 10
hydr ogenajed castor oil) obtainable as the "CO (or HCO Series”

manuf act u 8ﬂc§§}aﬂ?§ko Chenical s. Substitute products. woul d include

pol yoxyet hyl ene pol yoxypropyl ene al kyl ethers fromthe "PBC (or PEN)
Series" by the same conpany. Next, untreated hair 20 cmin length

wei ghingl5 g, was 15 coiled -around a rod 13 mmin dianeter, inmmersed for 10
m nutes in permanent wave Agent 1 shown in FIG 8, rinsed in water, and
driedthrla.qéyer Tgn%ile streng%h as ﬁer Eval uati on Benchmark 3 was
measured in thig SPSCEUESEYARCsREMASPRiPRE @99%i ng, with Exanples 6 to 8 5,
panel i sts percgeive ol ut no odor on the part of Agent 1 or Agent 2,
ei ther during ﬁs"é %?1@%??%?1%5%.' B RGYERAPFONBT hair subjected to
treatnent withythe siitians . aof the Exanpl es was 34 kil ograns or above
in each case,ﬁ%nd'égﬁgggzf§;ﬁ£§ﬁﬁ&$ P§95I8? Vﬁgéﬁﬁ?r899rtBeFﬁFQFihi@h t he
Conpari sons, iate Was. .per.cei v on the part of Agent 1 alone, and
both duri ng an}g "af er%%ée.%lntgaleﬁlélgsto FoCh W&S1s8 ek 0T RRECePtibher . 21
Results of odor eval uation per Evaluation Benchmark 2 for the

af orenenti oned Exanples 1 to 8 are given in FIG 9. In the drawing, with

t he qzscepgg'mﬁti@@@rpcgéna@g%ﬁgnglg 6, Agent 2 is not given tn the

tabl e; however, as regar to Exanple 5, Agent 2 is the sane

as in Exanpl e Moa AL ﬁggﬂrggl € 8,0t is the s as_in Exanple

6, so respective results t%@fg(?%r ave %‘é%%s'onv??%ﬁr?m%?ﬁg{;t QBF@?FPﬁr t he

af or ementdoRed GaRpAr iONSHLi A0 Phe T ekl Safreagyred i 0 sigilar fashion are

showmn in FIG 10. . .
measurements conducted for the agents (reproduced).

Place 1 gram of measurement target as a sample SMP in a Detri

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 Petfi dish 110 in a glass screw top desicecator
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 fype 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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10 For Exanples 1 to 8, as shown in FIG 9, it will be apparent that
ammoni a, am nes, hydrogen sul fide, and nercaptan. were all substantially
undetected, or present in extrenely trace anmounts, and that unpl easant odor
based on these conponents was substantially absent. On the other hand, with
15 the Conparisons shown in FIG 10, ammonia was =30 ppm (an anount in
excess of the upper limt of detection of the detector tube used), am nes
were =100 ppm The wedsutrenenexcasgetofgddes upperddtentowft st eedd«lns afrd he
detector tube used), and nercaptan, with the exception of the m xed

mat eri al && 2OolLowpafispnoduaed) Agent 1 in Conparison 8, was detected at =4
ppm fromwhich it wll be apparent that the user would perceive a fairly

i ntense unpheesiat Gastec 2C0EFFECTL@F STHRMMMENT IDEN e&twar diukg: t 0 t he hair
treatment agent conposition of the present invention et forth in detai

her ei nabove, Coaposrindnsapee, se0 & e 7dewpind of unpl easant odors.
Accordingly, the user can use hair treatnent agent 22 conposi tions of

vari ods ki nds $fE@ouingohteit, abb® Rpnpl easant odors. Further, according to
the hair treatnment agent conposition production nethod of the present
invention, hai? W ngéhrokgent aspipesivhommaevdi d0f whpliiashats oger
during 5 use can be manufactured by a sinple process. |ndustrial
Applicability SHeCkRir treatnent agent conposition of the present invention
is applicable for hair dye or bleaching conposition or a permanent
retexturizi ng *TPPRFIPBAEIRR §hesgnendsf ox use 10 in permanent wave. 23
WHAT IS CLAIMED TS: 1. Hair treatnment agent conposition conprising a
plurality odMEgRht SCAFEEC corsreraiiomdisolt AsdnasnDesgeosr: Tobgherei n sai d
plurality of agents jrritant to the olfactory sense are kept to |levels

bel ow% he per FHF T Il d 5 t3€ ®PMactory sense. Hair treatnent
agent conpositjon according to claiml1, 10 wherein each of said plurality
of agents is ?F%ﬂggEV%Hhes(hﬂdpﬁm conmponent s havi ng fragrance

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 Cdrporatioﬁ 70L Merxcaptan 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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3. Hair treatnent agent conposition according to claiml1, wherein .said
predet er m ned conponents producing olfactory 15 stimuli include at | east
amoni a, am nes, hydrogen sul fide, and nmethyl nercaptan. 4. Hair treatnent
agent conposition-according to claim1, wherein said plurality of agents
are an al kaline agent(A), a 20 vehicle(B), and a reducing agent(C), said an
al kaline agent(A), a vehicle(B), and a reducing agent(C) being m xed at the
time of uSmdexr pwieyesdi@ncesdbbiais Uunpdeaseshcotorscidd t ant ehent Bent

ol factory sense. 25 5. Hair treatnent agent conposition according to claim
4, wher ei whsiaid walskal ineesagentnt Ajaidud udas aledsasid eneppaTpaung . sel ect ed
fromthe group consisting of nonoethanol am ne, diethanol am ne,

tri et hanol am ne, isopropanol ani ne, 2-am no-2 24 met hyl - 1- pr opanol ,-

2-am no- 2-net hyl -1, 3-propanedi ol , and other such organic am nes; arginine
and ot her <S&vellusdsion Benrbmackd3y and sodi um carbonate, sodi um hydroxi de,
and ot her such inorganic alkalizing agents. 5 6. Hair treatnent agent
conposé t i dnPavegeditiog Scalyl Hanrdl wherein said vehicle (B) is a .
deodori zation refined, highly refined material. 10 7. Hair treatnent agent
conposi ti o@%acebrandg ©F chaim fagherwire sdirdwnedimimgbagdhes( Qf i hakudes
at | east one conpound selected fromthe group consisting of cysteine and
its deriv&reesed mitbnal haixcigcaivkiming agertapead pelroiphi agantdstwo
thioglycerol and other nercapto al cohols; glycerol 15 nonothioglycol ate

ari d ot hePiRe ReFFiOISar o3y | 3d o€ i@l ebtam stheysabanemds wese chaddi ¢étand

ot her mercapto conpounds; sul furous acid, sodiumsulfite, and other

sul fites; 938§8uRiRAl-coatadriinge tand &t ey Widk ogersaitdge esas apdodacedbi c

~acid and its derivatives. 20 :
10 at the 5 cm portion and 6 cm portion from the hair =nds, the

diameter of the hair was measured with a micrometer, the
-r--brea_kin93 weight was measured with a rheometer, and the tensile

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

tensile strength(kg | mm?) ~A71000
15 : #(B/2)* - (1))
A: breaking ﬂreight (g9)
B: hailr 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 al hair dye_ing agent
25 | cdomposition Agent 1 and Agent 2 sample using the process shown

in FIG. 1.
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8. Hair treatment agent conposition accordjng to anyone Qf cl ai ms _
which is a conposition for use in dyeing or decolorizing the hair, wherein
pH of said conposition is in the range 7 -13. 25 9. Hair treatnment agent
conposition according to anyone of clainms 1 to 7, containing as an active

condi ti oner atlheabée Eiampmes,dyﬁecomp@uaﬁiaekggbgds@m@pﬂﬂyiﬁﬁ ent
consisting of oxidative dye internedi ates, couplers, and direcft dyes. 10.

Hai r tr eawaenpohyexye thypasé t tetyBcedheingbt@ishBie 9 BhBAVIRRY geARAsI ti on
pH within the range 5 -13. 11. Hair treatnment agent conposition according
to anyonenafufdctiused by NikMu cbhémieaTOMPOB LU iRl HobIREESBNBN g
retexturizing of the hair, wherein pH of said conposition is 10 in the .
range 5 -rclude Polbyorcyedny hetdiosk daryh: digthdr t £ L6k NERE &genhes%_@‘?%g on
conprising a plurality of hair treatnment agents, the nmethod conprising .the
st epssof tiEe f sameai dopbamy) i thheof "BYRNER, 68 egkirngs " agtsraielald b}r _
predet erm ned conponents irritant to the ol factory sense [are presept in
| evel s atNigrorbdimvi s o .cptd blamd hieshdlke .of Ashenel fagkiebyys8AS8 i1k
preparing said plurality of agents; and 20 placing said prepared agents in
a predet ettt r etRpomel ®. SIBK-PPoOUCbanfaethoddf by adiaid kaeat nest
agent. conposition according to claim12, wherein said plurality of agents
are an 23t kfdnecuagdnt Adfitienadhicl as(B) fragndnee editdirigiggents (O |
and prepared by bl ending the other agents with at 'least vehicle (B) . . 26
14. Proddcti oh me? hoéxtere acfiahaturaat aeatnafeht otdaposi &l pncaspenehrd to
claim 12, -wherein sel ection of said agents is performed on the condition
t hat 18s 5?@@@¥@yqﬁ,ﬁ;@nb@ﬁp@g@ntgeppndubbngambtacaﬂdymahdﬂhin, WHE DS &\
am nes, hydrogen sul fide, 5 and nethyl nercaptan each are bel ow the
per cepti Bfe EReE8holBxamples 4, 5 and Comparisons 4 to 6 described
hereinbelow are the same as regards the 'nonionic based
solubiliZing agent. As regards the hydrolyzed silk liquid 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. 1In FIG. &, (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 i,-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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of the olfactory sense. 15. Production nethod for a hair treatnent agent
conposition according to claim12 or 14, 10 wherein preparation of said
preparation conprises: a step of grouping said plurality of agents into ari
oi | phase of oil-soluble conponents, an aqueous phase of water sol uble
conponents, and an additive phase of conponents that are unstable at high
tenperature, and weighing these out; 15 a step. of separately heating and

di ssol vi ngcaap@rmcm phas@Iarumtz&:}lmwdthawascgmle&%s‘l on stiep phradedisng
sai d aqueous phase to said oil phase, each of which has reached above a

pr edet er mhgREc t 2npedavbes, thadterubgehysngeandmitoeidng teesdl cand r2hga hst ep
of cooling said emulsified mxture to below a predeterm ned tenperature,
and t hen &l 7@ Khlepzries (9weprease to said enulsified mixture at | ow
tenperature. 27 .AU3% Ans, . AU . AY. A Y. AAF. A UF.A3.Ay.Af. A

US. A3@ A3. Ah. AF. . A{. AFA. Al 3. AA@ Ah . A Ay. AYA. AS. A f. A C. AF3>FS] "Xl 6c@Fe r

t

> | wr fhb] S§ERERY ] ] i da]-6Fa] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca
] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] cTaU] ca! " st Z58;
| " =sDOb| wr nthc"RGTeHE atHIeng ] cAgent] ch) ard chyert c2] tn] Eaduplea] ¢a] 6akad] ca] ¢
a)J ca] ca] ca] ca] cay ca] caj caghca] ca ca] ca] cal KPQ
| O#i #Y$’\mﬁd‘5 + evaluations of odor by means of Evaluation
//}xsnld Z]]].ca ca]ca]ca]ca]ca cal ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca
]ca]ca]c Qﬁ% CaFc S Eat e ia1s / 80r GRPBERGL-8DYRI LY mepzs of

- &<b<<<<=WEh=> >>~’?} xsn| Z] ] ] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca]
ca] ca]l ca] de'!ﬁ"ﬂeﬂ HIEda] TafEa] €8PvR) ég) EéFcaFcal ~IrD HEGEE: AY AAe BEBBBNFCH
GHSI JJJ7K:
KqKK' {Z ‘i“tl?\?sfm&s nl'aSz] 1B %ca) 28] c A ca]léarca]ieaqq:laqmeqm] ca]iga]l’ca] ca]

cal] cal cal cal ca cal cal cal cal ca] ca] ca] ca] ca] ca] cal MVWN
Ical ] nlp chzl.]on ]Age]n ] ]nd ]Ageli E s]amp e using the process shown

in FIG. 1.
Next, Agent 1 and.Agent 2 were mixed in a respective
.we,ight 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 minlltes, and
then rinsed with water, then dried with a dryer. Tensile
strength as per Evaluation Benchmark 3 was measured in this
state.

20 As shown 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 whan the two agents were

mixed. Tensile strength was 29 kilograms ox lower.
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C@C&%%$§©§isﬁid_Z]f]ca]ca]ca]ca]ca]ca]ca]ca]ca]ca]ca]ca}ca]ca]ca]ca]ca]ca]c
a] ca] ca] ca] ca] ca] ca] ca] ca] ca] ca].ca] ca] ca] cal W XXXXzYYY. Z827Z

[TITIINN"\#\ _:"f g u "~ "Jabb*b}xsnid _Z]]] ca} ca} ca} ca} ca} ca} ca} cg]I cglgg]bgg]b

ca ca) ca] ca]calca)] cajca]ca!*

ggLﬁ?ﬁﬁﬁhﬁ%ﬁh #ﬁﬂiﬁ?}ff%ﬁ?%ﬁ%%%%%%ﬁ%?ﬁ%k a\cha]ca]ca]ca]calca]ca]ca]ca%ca]
ca] ca) cal cal cajsahenl caleal sal salaal qalsal calenl caVisalaakeiad ol gl gal unl
nréoﬁogp[p}pppp)q qqrissiit%mt;u;i | .]C g@ alcalsal gl oaloal calcal sal cal
\z;] \éa}/éa] caj cgi\d?g czf]ica]'ca] ca] c%] ?Z] cgirga ca%ca%ca ca}Dcah?Qgme n‘9‘2,T8(%~DV7H

iy wr oo dead ol oatsabeatea) cobial earaakeabeal ol calealoal eohoal ol cal ca

] ca] ca] ca] ca] ca] ca] ca] ca] caU] ca] ca] cal }Xsn ] cal]
co cobeaiustn|selansalealsalentsalonleneal aba sl s calcal ) e o
V31000 () 1008 (T IOha 1) TGRS () 1 SRR T L RYE: CPUBRELF P hovwe
i 1008 (Lo 100 ()7, 1008 () “FE3E- T8RS B & BT 1o
W GO (1000 & ()T L1006 ()21 (1006 (I (I00k () TR oot (ToRTTE
YOO () smsed BETLBRION. LesFLOWS Qb lAAURIlal ULE Ut 99 10m
L TYL0% () Tom 10m 10785 Toomts () -1\ VUSTook (- Fov( s10ve 15 18

N ﬁl@?i/gg/ggr %l)e :S?imé‘ﬁ‘ﬁ Fooere O b e (TR PR ze ()
10%ZE () T 10%2% (-1 - “FI0haRaKE (- A 0VRRR (oY L8 Lof s ) Heihea ()
-D~_@!! @rom the "PBC (or PEN) Series" by the same company.

Next, untreated hair 20 cm in length weighingls 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 aloné, and

both during and after use. Tensile strength was 25 kilograms

or lower.
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“()- ///GQF@MOMQMﬁ@é 0 19, it is the same as in Example 6, so
respective results therefor have been omitted from the table.
For the aforementioned Comparisons 1 to 9, results measured in
similar fashion are shown in FIG. 10.

0 For Examples 1 to 8, as shown in FIG. 9, it will be
apparent that ammenia, amines, hydrogen sulfide, and mercaptan
were all substantially undetected, or present in exfremely
trace amounts, and that unpleasant odor based on these
components was substantially ebsent. On the other hand, with

15 the Comparisons shown in FIG. 10, emmonia was =30 ppm (an
amount in excess of the upper limit of detection of the
detector tube used), amines were =100 ppm (an amount in excese'
of the upper limit of detection of the detector tube used),
and mercaptan, with the exception of the mixed material in

20 Comparison 1 e.nd 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 - hereinebove,
compositions per se| are devoid of unpleasant odors.

Accordingly, the user can use hair treatment agent
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020060 (12EPRG* IRON L BRI VA0 (). 1 GO 9A0% & ()-WXI Y1111 gaanl @
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Kq&K‘ LaBl @ (tné 1RI02& (D EAOW &L composition ~of tge present

invention is applicable for hair dye or bleaching composition

Or & permanent retexturizing composition for the hair for use

10 in permanent wave.
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1. Hair treatment agent composition comprising a plurality

of agents that cdnstitute hair treatment agents: ”

5 ' wherein said plurality of agents irritant to the
olfactory sense are kepf to levels below the perceptible

threshbld of the olfactory sense.

2. Hair treatment agent composition according to claim 1,
10 wherein each of said plurality of agents is devoid of perfumes

and of components having fragrance.

3. Hair treatment agent composition according to claim 1,
wherein said predetermined components producing olfactory
15 stimuli include at least ammonia, amines, hydrogen sulfide,

and methyl mercaptan.

4. Hair treatment agent composition according to claim 1,
wherein said plurality of agents are an alkaline agent(A),'a

20 wvehicle(B), and a reducing agent (C), |
said an alkaline agent(A), a vehicle(B), and a reducing

égent(c) being mixed at the time of use to prevent emission

of unpleasant odors irritant to the olfactory sense.

25 5. Hair treatment agent comp051tlon according to claim 4,
whereln said alkaline agent (A) includes at least one compound
selected from the group consisting of monoethanolamine,

diethanolamine, triethanolamine, isopropanclamine, 2-amino-2-
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5
6. Hair treatment agent composition according to claim 4
wherein said vehicle (B) is a deodorization refined, highly

refined material.

10 7. Hair treatment agent composition according to claim 4
wherein said reducing agent (C) includes at least one compound
selected from the group cansisting of c¢ysteine and ‘its
derivatives; thiomalic acid and other mercapto carboxylic
acids; thioglycerol and othér mercapto alcohols; glycerol

15 monothioglycolate and other mercapto 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.

20
8. Hair treatment agent composi';ion_ according to 'anyone of
claims 1 to 7, which is a composition for use in dyeing or
decolorizing the hair, wherein pH of said composition is in
the range 7 -13. |

25

9. Hair treatment agent composition according- to anyone of

claims 1 to 7, containing as an active conditioner at least
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14. Production method for a hair treatment agent composition
according to claim 12, wherein selection of said agents is
performed on the condition that as predetermined components
producing olfactory stimuli, ammonia, amines, hydrogen sulfide,
and methyl mercaptan each are below the perceptible threshold

of the olfactory sense.

15. Production method for a hair treatment agent composition
according to claim 12 or 14,

wherein preparation of said preparation comprises:

a step of grouping said plurality of agents into an oil
phase,of oil-soluble components, an agueous 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 aqueous phase components;

| a step of adding said aqueous phase to said oil 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

to said emulsified mixture at low temperature.
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