Description LOCKED-IN TYPE PONDER 5 Technical Field [0001] The present
invention relates to a |locked-in type powder conprising polyphenols, and a
solid preparation conprising the sane. More specifically, the invention 10
relates to a | ocked-in type powder conprising polyphenols, the |ocked-in
type powder which is excellent in long-term stability, substantially does
not show decrease in color tone and discoloration even after |ong-term
storage, also does not result in change in odor quality and decrease in 15
deodori zing and antioxidizing effects .apd i s capable of retaining a good
effect over a long period of timPCHAdR 01 d preparation conprising the
sane. In particular, it relates to a solid preparation in which a
deterioration is hardly generated by conponents such as a basic 20
i ngredi ent such as sodium sul fate or sodi um hydrogen carbonate, a
surfactant, and an enzyme ardGH1ikel YPRhP@HDER contained in a bath agent,
a detergent, or the |like. 25 Background Art 1 [0002] In recent years, wth
diversification of lives, inprovenent of life |evel, changes and
i mprovenent of
5 Technical Field
[0001]
The present invention relates to a locked-in type
powder comprising polyphenols, and a solid preparation
comprising the same. More specifically, the invention
10 relates to a locked-in type powder comprising pclyphenols,
the locked-in type powder which is excellent in long-term
stability, substantially does not show decrease in color
tone and discoloration even after long-term storage, also
does not result in change in cdor quality and decrease in
15 deodorizing and antioxidizing effects, and is capable of
retaining a good effect over a long period of time, and a
solid preparation comprising the same. In particular, it
relates to a solid preparation in which a deterioration
is hardly generated by compconents such as a basic
20 ingredient such as sodium sulfate or sodium hydrogen
carbonate, a surfactant, and an enzyme and the like,

which is contained in a bath agent, a detergent, or the

like.

25 Background Art



attitudes and the like, an attention has been paid to 5 various points
around one's life. In accordance therewith, a variety of fragrances or
cosnetics such as a powdery bath agent, a tablet bath agent (bath tablet),
a bubble bath, a deodorant powder, a powder detergent, a detergent for an
automati c di sh washer, a powder bleach, 10 a powder pack, a whitening
powder, a slimness renover, a false teeth cleanser, and the |ike have been
commercially available and thus a consuner's satisfactory has been

i ncreased é&i of the various fragrances or cosnetics, there 15 is a
fragrance[% bsmetic in which care is taken to faniliar smells such as bad
breath and snell of sweat. Most of,thenLarelgioducts havingéa so-cal |l ed

masking effect thAtFRERBS ¥YRETSmeMidh (Heifsitiiecabtenonft héVesSther hand,
there has_ been investi%ated a_product having 20 a so-called deodori zi ng

ef fect thbrpxoepseatn@fodétfe demgdnemhangnp fard elappPecmener efhas been

i nvestigated a devel opnent of fragrances or cosnetics in which a
deodori ziagt aictdes andr éteedtikies birerdeackritnitan thees Heagraacdstor cosnetics.
Most of the above deodorizing 25 ingredients are those contained in a plant
extract ZafRaientoDacenerbuhd Bafeerd 10GUNENtn Zac€beddncdhe deodori zing

ingredients are derived froma natural substance and can be used safely and
al so are excel £, a variety of fragrances or cosmetics such as a
powdery bath agent, a tablet bath agent (bath tablet), a
bubble bath, a deodorant powder, a powder detergent, a
detergent for an automatic dish washer, a powder bleach,
10 a powder pack, a whitening powder, a sliminess remover, a
false teeth cleanser, and the like have been commercially
available and thus a consumer’s satisfactory has been
increased.
One of the various fragrances or cosmetics, there
15 is a fragrance or cosmetic in which care is taken to
familiar smells such as bad breath and smell of sweat.
Most of them are products having a so-called masking
effect that makes the smells insensitive, but on the
other hand, there has been investigated a product having
20 a so-called deodorizing effect that traps a malodor
component, and for example, there has been investigated a
development of fragrances or cosmetics in which a
deodorizing active ingredient is blended into the

fragrances or cosmetics. Most of the above deodorizing

25 ingredients are those contained in a plant extract



i n deodorizing effect, but they are not said to provide a 5 satisfactorily
sufficient effect. Accordingly, when the present inventors have
investigated to devel op a technol ogy exhibiting a nore excellent

deodori zing function, they have obtained a finding that a deodorant
conposition in which pol yphenols, 10 which are known to be present in a
plant, and an alkali ingredient are coexisted is excellent in deodorizing
effect and al so has a characteristic that the conposition can be used

safely Ii t he above deodorant, and _thus th have started a study that
The 11 ndi M1 STaaBrT BBCR LS T R R R OMTY @ port L hat TR al Kal i
ingredient is usually_blenggd into a fragrance or cosnetic_such as a

det er gent9ePE B ABEREALGRES PG SeLEtiShpted™td B ERES pol yphenol s into
t he above fragrance or cosnetic, there has been obtai nable a fragrance or
20 cosnetséoiamer candncarcBel aseddsaderlivziang! fakee i are i sxcehhanted.

However, with regard to the above fragrance or cosnetic conprising the

pol yphenals,d¢ddrel hang bédrctfobmd réw praotd enst tdmtdthe pragidece or
cosnetic itself 25 is colored (discolored) and al so odor quality vaporized

3 fromt heaff 1 88 @6L1i DY easeLiienthaifFes@after the passage of a |ong period

of tinme except for an initial stage. The product in which the coloration and
change in Accordingly, when the present inventors have
investigated to develop a technology exhibiting a more
excellent deodorizing function, they have obtained a
finding that a deocdorant composition in which polyphenols,
10 which are known to be present in a plant, and an alkali
ingredient are coexisted is excellent in deodorizing
effect and alsoc has a characteristic that the composition
can be used safely like the above deodorant, and thus
they have started a study that the finding is applied.
15 With attention to a point that an alkali
ingredient is usually bklended intc a fragrance or
cosmetic such as a detergent and a bath agent, when it is
attempted to blend polyphenols into the above fragrance
or cosmetic, there has been obtainable a fragrance or
20 cosmetic to which an excellent deodorizing function is
enhanced.
However, with regard to the above fragrance or
cosmetic comprising the polyphencls, there have been

found new problems that the fragrance or cosmetic itself

25 is colored (discolored) and also codor quality vaporized



odor quality are observed has a |arge problemthat an 5 image as a
comercial article is bad for consuners and cosequently a commercial val ue
has been | ost although the function of the product itself is by no neans
probl ematic. Therefore, it is desired to develop a new technol ogy so that
t he above deodorization technol ogy excellent in 10 deodorizing effect can be
put into practical use for fragrances or cosnetics. [0003] On the other
hand, a | ocked-in type powder conprising an flavor ingredient |ocked

therein if.srcfrﬁ e 1o £5ATRLE. oprgggﬁgqilay cRa g%f'flei"’“ék?é‘ ﬁﬁ‘?gé‘& ghydrate

such as a glucide is heated with a small anount wat er, necessary, to
obt ai n an_anorphous_ mat r i, X erial as nel t._faorm, then usual ly liquid
flavor int e%i]e%r%g i%erlrr%%hgﬁ?%éinfeyeéfcg %r 5@& aid ﬁr}fc%a - Sng?%%‘ anor phous
matrix 20 material, and after. it Ls ﬁolidifi%q by cooling or the like as it
is, pulverizationtt% RbAdUCted? BF1fRe tA60Fe 1 ATFN i 3O #-98x¢Pued usi ng

a single-screw or twin- screw extruder into a cooling material such as a
cool i ng Rl uiHak¥langhra dbsetryedohingi Py leffg o dnelt hela ¥ tals 25 cut or
pul veri zed, which is already known. The above 4 |ocked-in type powder has
beerd hi t hisvdge used fovmmenhaati rgtacilleaver biad Varn ousn §woelss aadld
particularly, is wdely used in the production of a candy, a chew ng gum
cosequently a commercial value has been lost although the
function of the product itself is by no means problematic.
Therefore, it is desired to develop a new technology so
that the above deodorization technclogy excellent in
10 deodorizing effect can be put into practical use for
fragrances or cosmetics.
[0003]
On the other hand, a locked-in type powder
comprising an flavor ingredient locked therein is, for
15 example, produced by a method in which a carbohydrate
such as a glucide is heated with a small amount of water,
if necessary, to obtain an amorphous matrix material as a
melt form, then a usually liguid flavor ingredient is
mechanically dispersed and locked-in the amorphous matrix
20 material, and after it is solidified by cooling or the
like as it is, pulverization is conducted, or the above
locked-in one is extrued using a single-screw or twin-
screw extruder into a cooling material such as a cooling

medium through a die to solidify the one and then it is

25 cut or pulverized, which 1s already known. The above



and the like. 5 [0004] As the flavor ingredient-|locked-in |ocked-in type
powders or processes for producing the sane, which have hitherto proposed,
the foll ow ng technol ogies may be nentioned, for exanple. 10 (1) A nethod
of dispersing a flavoring oil (flavor ingredient) conprising an anti oxi dant
and a dispersant in a heated corn syrup, extruding and nol ding the
resulting dispersion, and then crushing it (see Patent Docunent 3). (2) A
met hod of heating a m xture conprising sugars such 15 as sucrose, a starch

hydrol yzate,, and. an_enul sifi.er, . blending.a.flavor ingredient thereinto,
ext r udi ngl?%léeé]rje%utf)f?%gpfﬂﬁgeirnpgSa%gglnd%slgﬂhveer%t? L}“r%er(gi ﬁ%ri t, and then
pulveriziéﬁkthe resultingannlde one (see Patent, Docunents 4. to 7). 20 (3)

, d
A met hod MM | 3 2F hEVAR ESSEARLIIAMNSoIHCOSS 34 BRIt W Eh2BhYaql&ous

sorbitol solution or a nolten solution thereof (see Patent Docunent 8).

[ 0005] PafedtlDoesm@dnin1thgppACguEgAeT4 025 maTEht, Dbcemening: Jym, A- 9- 290026
5 Patent Docunment 3: JP-B-34-5600 Patent Docunment 4: JP-A-49-62677 Patent
Docunent &nd Jihé\-BRk94452

5 [0004]

As the flavor ingredient-locked-in locked-in type
powders or processes for producing the same, which have
hitherto proposed, the following technologies may be
mentioned, for example.

10 (1) A method of dispersing a flavoring c¢il (flavor
ingredient) comprising an antioxidant and a dispersant in
a heated corn syrup, extruding and molding the resulting
dispersion, and then crushing it (see Patent Document 3).
(2) A method of heating a mixture comprising sugars such

15 as sucrose, a starch hydroclyzate, and an emulsifier,
blending a flavor ingredient thereinto, extruding the
resulting one into a cold sclvent, molding it, and then
pulverizing the resulting molded one (see Patent
Documents 4 to 7).

20 {3) A method of immobilizing an essential oil or the like
with an aqueous sorbitol solution or a molten solution
thereof (see Patent Document 8).

[0005]
Patent Document 1: JP-A-9-290014

25 Patent Document 2: JP-A-9-2980026



Pat ent Docunment 6: JP-A-61-12248 5 Patent Docunment 7: JP-T-61-502656 Patent
Docunment 8: JP-A-49-132251 Non-Patent Docunent 1: "PRINCIPLES OF FOCD

CHEM STRY" Second Edition witten by Jhon M deMAN, published by Van
Nostrand Rei nhold (New York), 1990, 10 pages 167-168 [0006] These fl avor

i ngredi ent-l ocked-in |ocked-in type powders have hitherto been blended into
or added to foods and the like and have used for preventing vaporization of
15 the flavor ingredient, a flavor, and the like in the capsul es during

storage or commergcialization of the foods,,, sed for releasing the
flavor ingredient %ﬁﬁpfhgoFngntiﬁ'tﬁg % §u%gg) nto the mouth when the

foods and the like are charged into the nDUthlﬁé consuners so that the 20
B Yd

consumers recogni Z&-¢he PASEESBE ddor Fof e Fdotds and the like with

sufficient satisfaction. Therefore, it has not been considered to use the
| ocked-in type povafesist f BpcuRRBtparpdSed-otdrét44Tén the rel ease of the
flavor ingredient, flavor and the like into the nouth and, 25 needless to
say, there has nokatrmenh Donsindeted:aJksé-tHatl2Bl& he above | ocked-in type
powders are blended into fragrances or cosnetics whose type of usage is
diffeerent from theteof Buechmbaeds :o0r7pdiTi-HEKS-SRLIde | ocked-in
Patent Document 8: JP-A-49-132251
Non-Patent Document 1: "PRINCIPLES OF FOOD
CHEMISTRY" Second Edition written by Jhen M. deMAN,
published by Van Nestrand Reinhold (New York), 1990,
10 prages 167-168
[0006]
These flavor ingredient-locked-in locked-in type
powders have hitherto been blended into or added to foods
and the like and have used for preventing vaporization of
15 the flavor ingredient, a flavor, and the like in the
capsules during storage or commercialization of the foods,
and used for releasing the flavor ingredient and the like
in the capsules into the mouth when the foods and the
like are charged into the mouth of consumers so that the
20 consumers recognize the taste or odor of the foods and
the like with sufficient satisfaction. Therefore, it has
not been considered to use the lccked-in type powders for
the purposes other than the release of the flavor

ingredient, flavor and the like into the mouth and,

25 needless to say, there has not been considered a use that



conpound

or cosnetics blended into the above

present i

is rel eased when used. To the applicant's 5 know edge, fragrances

| ocked-in type powders are hitherto not

n the market. Disclosure of the Invention 10 [0007] An object of

the invention is to provide a solid preparation which is excellent
storage stability, does not show discoloration, decrease in color tone, and
change in odor quality even after long-termstorage, and 15 also retains a

deodori zi

ng function. Furthernore,

in

is to provide a solid preparation

It
ef fecti vq:}georakﬁ)&p u&t)j:ggd_géhfgkggr_ %gﬁ:%r%r aCrOS!'E%ér?a%%'i iﬁggt di scol orati on,

decrease in co

deodori zi
st andard

Fur t her nof 0™ §h3% 5 BHEGI d8Cd s Sk diinks yaged

function

or tone and odor™ qual i éCrease in

d anti oxi di zi f [ 0 after.the, f
PRGN  heCPPBRCERE STARE (1 Hohe ot 1S ChnohbrERelte of the

products after the fragrance or cosnetic is shipped froma factory.

to be incorporated into the 25 above solid preparation for

poiRietockadiig a deodori zi ng

f r agr anceCoNP@osdet $ crefepreddivhgn Rsebol TP privparrrel baih’ 8he i nvention
solid preparation having a certain shape, such as a tablet, a
pil 15 a dapswledge, gf aaglrencasf bre ogrsaratliens drleradedwiet o tbeeebere t he
solid preparation of the

neans a

10

15

20

25

locked-in type powders are hitherto not present in the

market.

Disclosure of the Inventicn
[0007]

An object of the invention is to provide a solid
preparation which is excellent in storage stability, does
not show discoloration, decrease in color tone, and
change in odor guality even after long-term storage, and
also retains a deodorizing function. Furthermore, it is
to provide a solid preparation effective for production
of fragrances or cosmetics without discoloration,
decrease in color tone and change in odor quality, and
decrease in decdorizing and antioxidizing functions even
after the passage of a standard period of time from the
start to the end of consumer’s use of the products after
the fragrance or cosmetic is shipped from a factory.
Furthermore, it is to provide a locked-in type powder
having a deodorizing function to be incorporated into the

above solid preparation for fragrance or cosmetic



5 invention neans a fragrance or cosnetic or a raw material for producing a
fragrance or cosnetic. A fragrance or cosnetic can be obtai ned by applying
a conventional nmeans to a solid preparation as a raw material for producing
the fragrance or cosnetic. 10 Also, an object of the invention is to provide
a solid preparation for fragrances or cosnetics, which does not show

di scol oration, decrease in color tone, and change in odor quality by an
additive, e.g., a basic ingredient such as sodium sulfate, sodium

car bonat g, éx?dd&g' Uy QOEBH‘%G 5%‘%%?:% fl%rH nydrggen; ca0 DoAY ey ufiiel s

frequent|y Use ase i ngr 0 fra Fance or -~ cosnetic such as a

bat h t det 0 “Which al t
dZodo??i?%f’Jf%ﬁ%ﬁ%%r Bb0BF309TRe FLGednt AT of Sohade Bxt enci vel y

i nvestigated. for soIV|n t he above problens but satisfactory results could
not be eé%?@%e%bt%lﬂéh Uﬁd@PP§Héﬁ'aE%ﬁiﬁﬁﬂq%ﬁT % 7HeREdSr nCLtype powder

wherein polyphenols is |ocked in sugars (hereinafter sonetinmes 25 referred
to as | ockeePWIe¥ypeMpoRaEFY i $her éparisl rrerer @ ¥esubt Bhehard effort and
the |l ocked-in type powder is incorporated into a fragrance or cosnetic,
t herb t heyi trasret i droumelansf act rakatndies ool arcneon ¢ decr2asewi matekarlt one,
and change in odor quality of the solid preparation for

for producing a fragrance or cosmetic. A fragrance or

cosmetic can be obtained by applying a conventicnal means

to a solid preparation as a raw material for producing

the fragrance or cosmetic.

10 Also, an object of the invention is to provide a
solid preparation for fragrances or cosmetics, which does
not show discoloration, decrease in color tecne, and
change in odor quality by an additive, e.g., a basic
ingredient such as sodium sulfate, sodium carbonate,

15 sodium phosphate, or sodium hydrogen carbonate, which is
frequently used as a base ingredient of a fragrance or
cosmetic such as a bath agent or a detergent, or an
enzyme, and which also retains a decdorizing function.

[0008]

20 The present inventors have extensively
investigated for scolving the above problems but
satisfactory results could not be easily obtained. Under
such a situation, when a locked-in type powder wherein

polyphencls is locked in sugars (hereinafter sometimes

25 referred to as locked-in type powder} is prepared as a



5 the fragrance or cosnetic are surprisingly not observed even after the
fragrance or cosnetic is stored for a long period of tine. Furthernore,

t hey have al so recognized that the solid preparation for the fragrance or
cosnetic after long-termstorage retains deodorizing and 10 anti oxi di zi ng
functions. Based on these findings, the inventors have further studied
intensively and finally acconplished the invention. [0009] Nanely, the
invention relates to the following 15 (1) to (10). (1) A locked-in type

PoVer COPBELSL e oy B9 APRERD! 3 RheT e bREKS g popocacoer S Lo

(1), wherein a co e po nol's is wei ght based
on the total wei r%F f.%ge gogkgd-in typ% ﬁp%wd r. (%% ﬁpe Aockﬁd-gn type
ponder actbrA T 161 1170r 2( 2} 2 ORRGFE! 17t 1€ BT yenor " | "Fdchedei n &
mat ri x g?terial. 25 (4% The | ocked-in type powder apcording to any 9 one
of (1) to"qE)d eret nthhk §6F"’98|]\868|t§°i“s A€ FA3fthettdl CHa9T ngORe
hydr oqui none or an o-di phenol structure. (5) The | ocked-in type powder
accordi ngdtd @mnge in odor quality of the solid preparation ror
5 the fragrance or cosmetic are surprisingly not observed
even after the fragrance or cosmetic is stored for a long
period of time. Furthermore, they have also recognized
that the soclid preparation for the fragrance or cosmetic
after long-term storage retains deodorizing and
10 antioxidizing functions. Based on these findings, the

inventors have further studied intensively and finally

accomplished the invention.

[0009]
Namely, the invention relates to the following
15 (1) to (10).
(1) A locked-in type powder comprising a
polyphenols.

(2) The locked-in type powder according to (1),
wherein a content of the polyphencois is 0.2 to 20% by
20 weight based on the total weight of the locked-in type
powder.
(3) The locked-in type powder according to (1) or
(2), wherein the polyphenols is locked in a matrix
material.

25 (4) The locked-in type powder according to any



5 one of (1) to (4), which further conprises at |easet one of a flavor and
a fragrance. (6) A solid preparation conprising the |ocked-in type powder
according to any one of (1) to (5). (7) The solid preparation according to
(6), 10 wherein the solid preparation is a fragrance or cosnetic. (8) The
solid preparation according to (7), wherein the fragrance or cosnetic is a
bath agent or a detergent. (9) The solid preparation according to any one
of 15 (6) to (8), which further conprises a basic ingredient. (10) The

solid pr ar at accor g Lo any on (6).to whi ch further
conprlse§Pan nzcwe hg%giyvh?ﬁe¥n §ﬁtP8% e %mf%o the above (1) is a
| ocked-in ty risjin oly henols 0 |s also a | ocked-in
type powdRat YE’%‘IE aﬁg}%‘ﬁ% of }&Bgﬁ‘égﬁ&nog‘leeﬁﬁl Niop q ‘2 pol yphenol s are

| ocked. Furthernmore, the invention according to the above (1) may be said
to be alﬁiﬂ@ﬂiqﬁ¢¢ype powder, wherein a polyphenols are |ocked in sugars
or a sugar matrix. 25 Furthernore, the invention according to the above 10
(1) is also a | ocked-The t ypekpdwier tgpapposidey &cquotdiptenod sanbr eover, the
i nvention according to the above (1) is also a |ocked-in type powder,
wherei n angp@lfypfienals [ 4) comhatpeduirnhgdgabmpdii sesugarl deéét Xone
of a flaver and a fragrance.
(6) A solid preparation comprising the locked-in
type powder according to any one of (1) to (5).
(7) The solid preparation according to (6),
10 wherein the solid preparation is a fragrance or cosmetic.
(8) The solid preparation according to (7),
wherein the fragrance or cosmetic is a bath agent or a
detergent.
(9) The solid preparation according to any one of
15 (6) to (8), which further comprises a basic ingredient.
(10) The solid preparation according to any one
of (6) to (8), which further comprises an enzyme.
Namely, the invention according to the above (1)
is a locked-in type powder comprising a polyphenols. It
20 is also a locked-~-in type powder for fragrance or cosmetic
blending, in which a polyphencls are locked. Furthermore,
the invention according to the above (1) may be said to
be a locked-in type powder, wherein a polyphenols are

locked in sugars or a sugar matrix.

25 Furthermore, the invention according to the above

10



5 The sugars used here are not particularly limted so far as it is sugars
capabl e of producing the | ocked-in type powder. Best Mdde for Carrying Qut
the Invention 10 [0010] The following will describe the invention further
in detail. The polyphenols (hereinafter sonetines referred to as a

pol yphenol ) as an essential conponent in the 15 invention will be descri bed.
The pol yphenol to be used in the invention is not particularly limted so
far as it is a pol yphenol capable of attaining the intended purpose.

Specificthyigtgis&xgypﬁ§§§%§%ﬁ g§8g55gwh@rt@aﬂg§§g§4§q%neans a conpound

20 in which two or nore nms-on one | Ica enzene ring are
substituted w.th hydroxyl groups,,and. glycasides thereof are also included
as the p& |5 4157¥£m%r$%%ﬁ$'at§8l&B%gﬁ PCWaﬁQﬁfﬁé%%%r%ﬁUF%%ne and an o-
di phenol structure are freferred. The o-di phenol 25 structure neans such a

struct ur V& Hydrioky? L §F ofipsCaked—11 §iyPec P KihstREEXH od t he benzene
ring and the hydroxyl groups are adjacent to each other. [0011] Specific

exanpl es pofl yohergoll s phenetntacnadels apiogesi r an sydajemat gl ycosi de,
acacetin, isorhammetin,
5 The sugars used here are not particularly limited so far
as it is sugars capable of producing the locked-in type

powder.

Best Mode for Carrying Out the Invention
10 [0010]

The following will describe the invention further
in detail.

The polyphenols (hereinafter sometimes referred
to as a polyphenol) as an essential component in the

15 invention will be described.

The polyphencl to be used in the invention is not
particularly limited so far as it is a polyphenol capable
of attaining the intended purpose. Specifically, the
polyphenol to be used in the invention means a compound

20 in which two or more hydrogen atoms on one identical
benzene ring are substituted with hydroxyl groups, and
glycosides thereof are alsc included as the polyphenol.
Among them, a polyphenol having a hydroquincne and an o-
diphenol structure are preferred. The o-diphenol

25 structure means such a structure that hydroxyl groups are

11



an i sor hammet

quer cet ageni n,

n glycoside, isoquercitrin, epicatechin, epicatechin gallate,
epi gal | ocat echin, epigallocatechin gallate, aesculetin, an ethyl
protocat echuate salt, ellagic acid, catechol, gamm-acid, catechin,
gardenin, 10 gallocatechin, caffeic acid, a caffeic ester, chlorogenic
acid, kaempferol, a kaenpferol glycoside, quercetin, a quercetin glycoside,

genistin, a genistin glycoside, gossypetin, a gossypetin

gl ycosi de, gossypol, 4-di hydroxyant hraqui none, 1, 4-di hydroxynapht hal ene,

cyani din,

cyant i o fe YA A ol yEosLAey SLANSELL R ISP fhe HhPRIBLYL

pre

stearyl-R—(3,5-di-t-butgl-4-h¥droxyﬁhen | ) propi onate, spinacetin,

t anger it iFO4RKI 0% i 307

SRRFct8cPathdgbRA&ti n, tyrosine, del phinidin, a

del phinidin glycoside, 20 theaflavine, theaflavine nonogallate, theafl avi
bi sgal | atl@0%k] cetinidin, dopa, dopanmine, naringenin, naringin,

nor di hydr oguai
pat choul et i n,

retic acid, noradrenaline, hydroquinone, vanillin,
herfizeet f b¢ examplegl odl tbkolpolwatidnopeinaknde | i n propyl ene

gl ycol 25 acetal, vanillic acid, bis(4-hydroxyphenyl)sulfonic acid, 12
bi sghenolah gqryiocadrechpl geni heyil Rcodidle, biaplaerad idi 0l i sdrhdmibert yheat echol
2-t-butyl hydroqui none, protocatechuic acid, phloroglucinol, a phenolic
resin, prOcyady didhne! 9dghpbbaiden, iBBREeHIbrih PHe®T &Lt &gl ycosi de,

fisetin, 5 fol

in, fervasetin, fraxetin, phloridzin, paeonidin, a

epicatechin gallate, epigallocatechin, epigallocatechin

gallate, aesculetin, an ethyl protocatechuate salt,

ellagic acid, catechol, gamma-acid, catechin, gardenin,

10 gallocatechin, caffeic acid, a caffeic ester, chlorogenic

acid,

kaempferol, a kaempferol glycocside, guercetin, a

guercetin glycoside, quercetagenin, genistin, a genistin

glycoside, gossypetin, a gossypetin glycoside, gcssypol,

4-dihydroxyanthraquinone, 1,4~-dihydroxynaphthalene,

15 cyanidin, a cyanidin glycoside, sinensetin, diosmetin, a

dicsmetin glycoside, 3,4'-diphenyldiol, sinapic acid,

stearyi-p-(3,5-di-t-butyli-4-hydroxyphenyl)propicnate,

spinacetin, tangeritin, taxifolin, tannic acid, daphnetin,

tyrosine, delphinidin, a delphinidin glycoside,

20 theaflavine, theaflavine mcnogallate, theaflavine

bisgallate, tricetinidin, dopa, dopamine, naringenin,

naringin, nordihydroguairetic acid, noradrenaline,

hydrogquinone, vanillin, patchouletin, herbacetin,

vanillyl alcohol, vanitrope, vanillin propylene glycol

25 acetal, vanillic acid, bis{4-hydroxyphenyl)sulfonic acid,

12
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paeoni di n gl ycosi de, pel argonidin, a pelagugonidin glycoside, petunidin, a
petuni din glycoside, hesperetin, hesperidin, gallic acid, a gallic ester
(lauryl gallate, propyl gallate, butyl gallate), manjiferin, malvidin, a 10
mal vi di n gl ycoside, nyricetin, a nyricetin glycoside,

2, 2' - et hyl enebi s(4-net hyl - 6-t-butyl phenol ), 2,2'-

nmet hyl enebi s(4- et hyl - 6-t-butyl phenol ), 2,2'-

nmet hyl enebi s(4- net hyl - 6-t - butylphenol) 2,2 -

nethylen§§%%§q1 Chhﬁing?%rggg¥% TOl%%tEEE yl satfanat eg;&éigythxlcatechol

5- net hyl oxyca Hoxycat echio

nethylcat chol - 4-car c IresorC|noI | resorcino

norin, r%??t éb g E Htéiyégg qﬁ%ﬂﬁﬁ?%)caﬁ%ﬁ%%+?n a

Iuteolin c05|de Iuteollnldln a Iuteollnldln gl ycoside, rutin, 20
aQ%%v

resorcin, RTAILWeERP 1 ndl PRPBGRAEY &RiSdiTh, PARKHIERbhi ni din, and the
like. [0012] Anong these pol yphenols, particularly preferred are flavonoids
such as querdsiphinipicat pbhowetand 26 pipl geét boagdeliosiged of yeoslides
t hereof; pol yphenols 13 having an o-di phenol structure such as gallic acid,
a dallicEdelster , fahtasogen; cfaskdf icaf peiloracizd,n,a peddreidinacad ester
tanni ¢ acid, pyrocatechol, nordihydroguairetic acid, L-dopa,
4- et hyl gateanhialin 5y by #®% hak fapechelyond diet, hexyeatenhpbn i @nd
5- met hoxycat echol ;
glycoside, petunidin, a petunidin glycoside, hesperetin,
hesperidin, gallic acid, a gallic ester (lauryl gallate,
propyl gallate, butyl gallate), manjiferin, malvidin, a

10 malvidin glycoside, myricetin, a myricetin glycoside,
2,2"-methylenebis (4-methyl-6-t-butylphenol), 2,2'-
methylenebis (4-ethyl-6-t-butylphencl), 2,2'-
methylenebis (4-methyl-6-t-butylphenocl), 2,2'-
methylenebis{(4-ethyl-6-t-butylphenol), methyl atrarate,

15 4-methylcatechol, 5-methylcatechol, 4-methoxycatechol, 5-
methoxycatechol, methylcatechol-4-carboxylic acid, 2-
methylresorcinol, 5-methylresorcinol, morin, limocitrin,

a limocitrin glycoside, liniocitreol, luteolin, a luteclin
glycoside, luteolinidin, a luteclinidin glycoside, rutin,

20 resorcin, resveratrol, resorcinol, leukocyanidin,
leukodelphinidin, and the like.

[0012]
Among these polyphenols, particularly preferred

are flavonoids such as quercetin, epicatechin, and

25 epigallocatechin and glycosides thereof; polyphencls

13



and hydroqui none. These pol yphenols may be used each alone or as a mxture
of two or nore of them Mboreover, the above pol yphenol can be prepared by
10 known net hods, but a commercially avail able product nay be purchased.
Moreover, it may be prepared by synthesis. Furthernore, polyphenol
fractions of a high concentration prepared fromplants can be enpl oyed.
[0013] 15 In the invention, instead of the polyphenol, a

pol yphenol - cont ai ni ng plant extract can also be used. The plant extract in

Lhi s CaSSATR136% 2 Aol Rbenal . And .8 BLAR Xidols conLani 49

i
substantla o am no can so a ted e plaht extract, one
prepared 2 nown ne nmay be u comerci al | al | abl e

or oduct leec AV SE R Bl Sl i BN

obt ai ned fnonlaloe, ani se, seeds, el der, eleﬁﬁherococcus psyllium orange

flomer,aﬁq¥ﬂfQﬁ$e%wéb%%%lcvﬁFé?raﬁyrﬁgaEﬁg it e, capsi cum pepper,

cardanon, cassia, garlic, 14 caraway seeds, clove, cum n seeds, kola,
corlandemQﬁﬁﬂhﬂerEw@h@®téC aai fly ob - dpRAr hdxylaimyjaatigerober by, ci nnanon,
gi nger, star anise, St. Johns wart, celery seed, savory, sesane, pieplant,
tarﬁhgonﬂmnhymnauacnéﬂst4emedhbkysee&phblnuamﬂ;5ﬂmauh@xy¢mt¢shu$;
hamanel i s, birch, basil, bitter
and hydroquinone.
These pclyphencols may be used each alone or as a
mixture of two or more of them.
Moreover, the above polyphencl can be prepared by
10 known methods, but a commercially available product may
be purchased. Moreover, it may be prepared by synthesis.
Furthermore, pclyphencl fractions of a high concentration
prepared from plants can be employed.
[0013]
15 In the invention, instead cf the polyphenol, a
polyphenol-containing plant extract can also be used.
The plant extract in this case comprises a poliyphenol and
a plant extract containing substantially no amino acid
can be also adopted. As the plant extract, one prepared
20 by a known method may be used cor a commercially available
product may be used.
Examples of the plant extract include extracts
obtained from aloe, anise seeds, elder, eleutherococcus,

psyllium, orange flower, allspice, oregano, valerian,

25 chamomile, capsicum pepper, cardamon, cassia, garlic,

14



orange, fennel, prinrose, fenugreek, verbena, bay laurel, hop, boldo,

hor ser adi sh, poppy seed, gallnut, marigold, nmarrow, marjoram nustard,
MIllefeuille, mnt |eaves, nelissa, nace, |indane, gentiana, rosehip,
rosemary, 10 Rosmarinus officinalis, sunflower seeds, grape pericarnp,

appl e, carrot |eaves, banana, strawberry, apricot, peach, plum pineapple,
Nashi pear, persimon, cherry, papaya, mango, avocado, nelon, |oquat, fig,
kiw , prune, blueberry, black berry, raspberry, cranberry, coffee 15 beans,

cacao beans, grape seeds rape fruits seeds, _pecan nut, cashew nut,

Chest nut CEGeBUre Hianct LOVRI nBtn i ng PEEA ST ok MEay ™ UL 1 82 Faaves,
oolong tea | eaves, tobacco, perilla |eaves, garden thyne, sage, |avender,
spear ni nP2KoERFEET ita £ 5pott e@2RRRSEYE UMy S8E3 PEIWRRT 20 bakTPamdar i gol d,
dandel i on, artichoke, Matricaria chanom|le, agrinonia eupatorina,

| i cori cegiatiese, sty cawriseucdfypfasnswormieode UsdymseRdel $e@opubescens,

f enugreek, Capsicum annuum var. angul osum fennel, red pepper, coriander
seeds, caemame,Seedpldrennetaseedsn,gingeerizh horisarla siil Orsgadym
maj or ana, Origanum val gare, nustard, 15 parsley, pepper, savory, tarragon,
queen |ilhtnersalistt i) IhsBedsus¢i hatsmendist, s bianth t headi ke.pThese pl ant

extracts may be used in conbination. In the invention, since the content of
the 5 poloypheno! sed £5 PePRPILEY 2BnLER kiNd Wrddifs SAd ¢ 1aurel,

hop, boldo, horseradish, poppy seed, gallnut, marigold,

marrow, marjoram, mustard, Milliefeuille, mint leaves,

melissa, mace, lindane, gentiana, rosehip, rosemary,

10 Rosmarinus officinalis, sunflower seeds, grape pericarp,
apple, carrot leaves, banana, strawberry, apricot, peach,
plum, pineapple, Nashi pear, persimmon, cherry, papaya,
mango, avocado, melon, lcoquat, fig, kiwi, prune,
blueberry, black berry, raspberry, cranberry, coffee

15 beans, cacao beans, grape seeds, grape fruits seeds,
pecan nut, cashew nut, chestnut, coconut, peanut, walnut,
green tea leaves, black tea leaves, oolong tea leaves,
tobacco, perilla leaves, garden thyme, sage, lavender,
spearmint, peppermint, spotted thistle, hyssop, sweet

20 basil, marigold, dandelion, artichoke, Matricaria
chamomille, agrimonia eupatorina, licorice, anise, yarrow,
eucalyptus, wormwood, balm, Angelica pubescens, fenugreek,
Capsicum annuum var. angulosum, fennel, red pepper,

coriander seeds, caraway seceds, fennel seeds, ginger,

25 horseradish, Origanum majcorana, Origanum valgare, mustard,

15



preparation to be blended, the ingredient to be incorporated, etc.,

cannot be categorically defined,

it

but the pol yphenols content nay be 0.2 to

20% by weight, preferably 1 to 15% by wei ght based on the total amount 10
| ocked-in type powder. The bl endi ng anobunt of the plant extract may
be the sane as above. [0014] Wen the matrix material for the | ocked-in type

of the

powder of the invention is specifically depicted, 15 exanpl es thereof
nonosacchari des, di sacchari des, polysaccharides sugar al cohol s,

p%ﬁgerlVﬁgvggﬁblgrggggggd rCh%$q§5g?'£S§§ starches,

ose g1ucose

i ncl ude
pol yol s,

guns. More specifi

| act ose,
gl ucopy
xyl ol ,

st arch,

The above matri x Imateré algvaneianl pisofer dbke cantentmath i et eri al

| ocked-

pr efeer ablps 15y phangil € +sr Besadbpbydiatieoni xher éiceihmpri silg scpifdcessed

10

15

20

25

%g%ﬁhan
or "ex

vur ose fruptose ose | ucq |toI
I £ B e o RS R s T e Ll A

qn@ Channi t ol |

and

| acti tol naltltol pent at ol arablnose pentose xylose galactose,
GGty dtarehefydrofgPhisatiR@-t odexctrin, agar, carrageenan,
and pol ydextrose, as well as 25 derivatives and m xtures thereof. 16 [0015]

in type powders to be wused in the invention. Arong them one

preparation to be blended, the ingredient to be
incorporated, etc., it cannot be categorically defined,
but the polyphenols content may be 0.2 to 20% by weight,
preferably 1 to 15% by weight based on the total amount
of the locked-in type powder. The blending amount of the
plant extract may be the same as above.

[0014]

When the matrix material for the locked-in type
powder of the invention is specifically depicted,
examples thereof include monosaccharides, disaccharides,
polysaccharides, sugar alcohols, polycls, saccharide
derivatives, processed starches, modified starches, and
gums. More specifically, they include, for example,
sucrose, glucose, lactose, levurose, fructose, maltose,
glucopyranosyl mannitol, glucopyranosyl sorbitol, ribose,
dextrose, isomalt, sorbitol, mannitol, xylol, lactitol,
maltitol, pentatol, arabincse, pentose, xylose, galactose,
starch, hydrogenated starch hydrolyzates, maltodexctrin,
agar, carrageenan, and polydextrose, as well as

derivatives and mixtures therecf.

16
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starch and a hydrogenated product of sugars in a weight ratio of 1:99 to
30:70 in terns of solid matter. As the hydrogenated product of the sugars,
one or nore substances selected fromxylitol, lactitol, maltitol, 10

i somal t, hydrogenated treated products thereof, and hydrogenated corn syrup
are preferred. [0016] The processed starch here is a chemcally treated
starch and exanples thereof include a starch treated with 15 an acid
(exanpl e: dextrin), a starch treated with an enzyne (exanple: dextrin), a
heat ed Stﬁd fexanple: a- starch), an oxidized starch, a crosslinked
starch, a he ot her starch derivatives (e.g., see Non-Patent Docunent

1). As the dextri oqg having a_l ow DE.ZQ (Dextr%’e Eq%'valegt =
dextro-rotating s ard %ﬁ?vﬁ? ﬁ%f m@&ﬁﬁé? Saﬁﬁ%nﬁ I%F‘ %F%% ?nasthe val ue
of about 20 or  less is preferably usegé Wien the DE value is |arger than
about Zoﬁwﬂ%ﬁﬁ44t%ﬁEﬁﬁﬁg%tfﬁétEPebéES goddy S&/Pe RRWARES Whett he DE val ue

is less than about 5, there is 25 a fear that viscosity at pol yphenol m xing
becomes twird 1in Hilgh. impeebien; tAroagatblenderdnsatinaterakalai ghly processed
starch wherein side chains of the starch are nodified with a hydrophilic
group or exdmumlropim ccgrbopydrSpecmfixtalrey cdrperies ivay deprnecesoadd a starch
ester such 5 as a starch phosphate ester, a starch ether such as a
starch and a hydrogenated product of sugars in a weight
ratio of 1:99 to 30:70 in terms of solid matter. As the
hydrogenated product of the sugars, one or more
substances selected from xylitol, lactitol, maltitol,
10 isomalt, hydrogenated treated products therecf, and
hydrcocgenated corn syrup are preferred.
[0016]
The processed starch here is a chemically treated
starch and examples thereof include a starch treated with
15 an acid {example: dextrin), a starch treated with an
enzyme {example: dextrin), a heated starch (example: a-
starch), an oxidized starch, a crossliinked starch, and
the other starch derivatives (e.g., see Non-Patent
Document 1)}. As the dextrin, one having a low DE
20 (Dextrose Equivalent = dextro-rotating sugar equivalent)
value, particularly one having the value of about 20 or
less is preferably used. When the DE value is larger
than about 20, stability against water becomes worse.

However, when the DE value is less than about 5, there is

25 a fear that viscosity at polyphenol mixing becomes too

17



starch carboxynet hyl ether, and a crosslinked starch such as a phosphoric
aci d-crosslinked starch. These starch derivatives are excellent in
stability of the resulting capsules against water during storage as
conpared with 10 the other processed starches and thus are preferably used.
Furthernore, as the other el enment enhancing water stability of the
capsul es, use of a processed starch having a | arge average nol ecul ar wei ght
and a branched structure may be nmentioned. As the processed starch 15

havi ng a branch structur t here may, he ntioned one. erein a starch
conprising“ihylgﬁ%ﬁ??ﬂefh ghﬁiSﬁafgpigeﬁ%ggﬁ%%%s%%dan?hg%QYticuIar, one
wherein a starch conprisin%ﬁanylopectin in an apount of about 80% by

vei ght orPIRF*S $& pf br 8SBe i PE e feSnIG AR . O D0 190173 T SPetF i ¢ exanpl es
of such processed starches include processed starches derived from an

am oca st¥dhfied whphoaahydapehlld ovarpumize amydherhpkéc gFotRese, a
processed starch derived froma waxy naize is 25 particularly preferred. As
t he proce$sedi £i@ chy posheré8mapryeter atdnyt ivsed] 4 het®romyebeenentichned a
starch derivative which is a processed starch derived froma waxy naize

and has aadu kyt st €Ki ghskpuater eshawvi,Nng &t dongetiet NeEACLE0R bet ween si de
chains of the starch. 5 Specific exanples of such processed starches include

starch carboxymethyl ether, and a crosslinked starch such
as a phosphoric acid-crosslinked starch. These starch
derivatives are excellent in stability of the resulting
capsules against water during storage as compared with

10 the other processed starches and thus are preferably used.
Furthermore, as the other element enhancing water
stability of the capsules, use of a processed starch
having a large average molecular weight and a branched
structure may be mentioned. As the processed starch

15 having a branched structure, there may be mentioned one
wherein a starch comprising amylopectin in a high ratio
is processed. In particular, one wherein a starch
comprising amylopectin in an amount of about 80% by
weight or more is processed is preferably used.

20 [0017]

Specific examples of such processed starches

include processed starches derived from an amioca starch,
a tapioca starch, a waxy maize and the like. Of these, a

processed starch derived from a waxy maize is

25 particularly preferred. As the processed starch most

18



PURITY GUM 59, PURITY GUM BE, PURITY GUM 1773, NLXX (all trade nanes,
edi bl e processed starches manufactured by National Starch and Chem cal
Conmpany), and the |ike. The use of the above matrix results in no
deterioration of 10 the pol yphenol by the base nmaterial, enables gradual

rel ease of the polyphenol over a long period of tinme at the tinme of use of
fragrances or cosnetics, and can retain deodorizing function and
antioxidizing function over a long term 15 [0018] Moreover, as the other

pr ef er abl %cé?;%fdﬁ( gLial the&ge&%iytrr%\éo?n%gg&%ﬂseq?ﬁ%ag?grg\ger ein a nodified

ai phari ze arch’ havin§ a viscos or nore when
measur ed %t 30C after thg %0@6a ueous soj ution.s heatqg E20 at 80C for 5
r

minut es (FEre T YervParlr F8d %t §ERSSSFEE 6 Al piart Yed §F@Pch (250 cps) ")
as described in  JP-A-2005-194419 is used as at least a part of the matrix
mat eri al . ¥3Fhe Tokf ¢ i @A9alpRafi Pad ket STET LS THTRE HEE bY2V+RPi 8l y dehydrati ng
and drying, in a paste state, a paste 25 prepared by swelling or dissolving
a nodi fi et wrsgeh Wtarachieat @f‘-t@’ﬁeﬁotsh&& grhaigml ¢f thd deadrBpersed and
swollen wth water at roomtenperature to easily reproduce a paste. As the
nodiF i ed 3earichi ahexdmpdea bdseuch phecamsdid iethadipharizetudearch, there
may be nentioned 5 various processed starches such as an oxidized starch, a
PURITY GUM 59, PURITY GUM BE, PURITY GUM 1773, N-LOK {(all
trade names, edible processed starches manufactured by
National Starch and Chemical Company), and the like. The
use of the above matrix results in no deterioration of
10 the polyphencl by the base material, enables gradual
release cof the polyphencl over a long period of time at
the time of use of fragrances or cosmetics, and can
retain deodorizing function and antioxidizing function
over a long term.
15 (0018]
Moreover, as the other preferable matrix material,
there may be mentiocned one wherein a modified alpharized
starch having a viscesity of 50 cps (mPa*s) or more when
measured at 30°C after the 20% aqueocus solution is heated
20 at 80°C for 5 minutes (hereinafter referred to as
"modified alpharized starch (250 cps)™) as described in
JP-A-2005-194419 is used as at least a part of the matrix
material. The modified alpharized starch is obtained by

rapidly dehydrating and drying, in a paste state, a paste

25 prepared by swelling or dissolving a modified starch with
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starch derivative (a starch acetate ester, a starch phosphate ester, and
various starch ether phosphates, a crosslinked starches or the |ike).

[0019] 10 The above nodified al pharized starch (?50 cps) is hitherto known
and the various products are commercially available, so that these
commercially avail able ones may be suitably used. For exanple, as a
comercially avail able one, "N Creaner 46" nmanufactured by National 15
Starch and Chem cal Conpany is nentioned. The nodified alpharized starch

>_50 b d_togeth th th dified al pharized starch.
bt he. oSt hah wa?%%ar%%sé“laac@@ﬁq% es[%%&%%'raew?ﬁ@?ﬁi'eéﬁovi "

nodi fied al pharized starch §> 50 cps), for exa there may be 20

ment i onedV Bt Prodd Feed2 Bl BRAFY @@P§Féﬁéﬁeh§¢iﬁ§* rTES(s¥:%f§if‘t>9'ucéf'51Iess t han 50
cps (nmPas) when neasured at 30C after the 20% aqueous solution is heated at
80C for ashat eshAs (heeenndfifdedr sftemadd who &ds I'sodi baeed afphhei zed starch
(<50 cps)"). The nodified al pharized starch (<50 cps) is 25 obtained by

rapi dly dedydf addnglandrdegdngtarmha pasire 20y dbatmenai pastie prepared by
swel ling or dissolving the above processed starches (nodified starches)

suchs as ava Fyshi 9l yzedesbatchaah@e Guzed o arthox 2dfz@qdskakehn, darivative
(a starch acetate ester, a starch phosphate 5 ester, various starch ether

phosphat es, , - icT @85t FRK€de (a starch acetate ester, a starch

phosphate ester, and various starch ether phosphates, a
crosslinked starches or the like).
[6019)

10 The above mocdified alpharized starch (=50 cps) is
hitherto known and the variocus products are commercially
available, so that these commercially available ones may
be suitably used. For example, as a commercially
available one, "N Creamer 46" manufactured by National

15 Starch and Chemical Company is mentioned. The modified
alpharized starch (=50 cps) may be used together with the
other modified alpharized starch. As the other modified
alpharized starch used together with the above modified
alpharized starch (250 cps), for example, there may be

20 mentioned a modified alpharized starch having a viscosity
of less than 50 cps (mPa-s) when measured at 30°C after
the 20% agueous solution is heated at 80°C for 5 minutes
(hereinafter referred to as "modified alpharized starch
(<5C cps)"). The modified alpharized starch (<50 cps) is

25 obtained by rapidly dehydrating and drying, in a paste

20



starch) with water or hot water, and they are hitherto known and vari ous
products are commercially available sanme as in the case of the nodified

al phari zed starch (>_50 cps). For exanple, as comercially avail abl e ones,
10 "PURI TY GUM BE", "Capsule”, and the |like manufactured by National Starch
and Chem cal Conpany may be nentioned. The conbined use thereof enables
gradual release of the polyphenol over a longer period of tine at the tine
of use of fragrances or cosnetics and can retain deodorizing 15 function

and antioxi di zing function over a lon r.m 0020 adj usting a bl endi ng
ot o of ST Gt MRS Wb DRERF 28dY, AEH (P50 Cpar SR T HAS mEBPT L ed

al pharized starch (<50 cps) form ng aqueous solutions different in 20

Vi scosi t AP dRTSBI¢dnSEAFERERd (PRpdLilesk St pdta e SuUeh 2he?l ocked-in
type powder can be satisfactorily regulated. Mreover, the deterioration
and changwdwalyzed net@fchheapobyphéneld Isyaried baged matetdndhcontained in a
bath agent or a detergent (e.g., thorium marking sheet 25 sulfate, sodium

hydr ogen &ar bontaivws O $herthkeretamebest2k,preevedmch tmheeplasnet he
deodori zing function and antioxidizing function for a |long period of tine.

Fur tsher ms 5 e hey b £hdls ngr hathoe@hetrthehiReinhited, al phasdzednpéarch to the
total amount of the matrix 5 material is preferably 50% by nass or nore,
nore starch} with water or hot water, and they are hitherto
known and various products are commercially available
same as in the case of the medified alpharized starch
(250 cps). For example, as commercially available ones,
10 "PURITY GUM BE", "Capsule", and the like manufactured by
National Starch and Chemical Company may be mentiocned.
The combined use thereof enables gradual release of the
polyphencl over a longer period of time at the time of
use of fragrances or cosmetics and can retain deodorizing
15 function and antioxidizing function over a long term.
{0020]

By adjusting a blending ratio of the modified
alpharized starch (250 cps) and the modified alpharized
starch (<50 cps) forming aquecus solutions different in

20 viscosity, a vaporization rate and vaporization pattern
of the locked-in type powder can be satisfactorily
regulated. Moreover, the deterioration and change with
time of the polyphencl by the base material contained in
a bath agent or a detergent (e.g., thorium marking sheet

25 sulfate, sodium hydrogen carbonate, or the like) can be

21



preferably 60 to 100% by mass, further preferably 70 to 95% by nass or nore
based on the matrix base material in view of easiness of production,

|l ong-term storability, deodorizing function and anti oxidi zing function, 10
performance of gradual rel ease, touch at use, and the |ike of the |ocked-in
type powder. Also, the blending ratio of the nodified al pharized starch
(?50 cps) is preferably 15% by mass or nore, nore preferably 20% by nass
or nore, further preferably 20 to 80% by nass based 15 on the total anpunt
of the matrix naggrial. Ebteoggr, in  the .case wherge the gndified al phari zed
starch (25 EPFY BAd B8 HodN el 8§ AFh& e d WErEH (289 cps) are used in
conbination, the use ratio is ge erall%_preferabl 10: 90 to 80:20 in a mass
ratio, nortiREESIabry 58185108 %@FB@ SBF PL IRELCE at 1B [0021] Also, the
modi fi ed al pharized starch may be used in conbination with the other
conponent Busiedreereughhs. PlERAAPPesadi B SFarecdishbt@ i n conbi nation

i ncl ude 25 nonosacchari des such as gl ucose, fructose, mannose, 22

gal act osealplyd osecd asbbrobsep ahe rtichede amtiwwdacofariloesmasuch as mant ose,

| act ose, and sucrose, dextrins obtained by hydrolysis of starches with an
aci c or aflatefZYAE, i s SHg8Ee2hbalols9 2s ieh s Teminete, SR6betol, and nal bitol,

5 and the like. O these, dextrin is preferred. In the
preferably 60 te 100% by mass, further preferably 70 to
95% by mass or more based on the matrix pase material in
view of easiness of production, long-term storability,
deodorizing function and antioxidizing function,

10 performance of gradual release, touch at use, and the
like of the locked-in type powder. Also, the blending
ratic of the modified alpharized starch (250 cps) is
preferably 15% by mass or more, more preferably 20% by
mass or more, further preferably 20 to 80% by mass based

15 on the total amount of the matrix material. Moreover, in
the case where the modified alpharized starch (250 cps)
and the modified alpharized starch (<50 cps} are used in
combination, the use ratio is generally preferably 10:90
to 80:20 in a mass ratio, more preferably 20:80 to 70:30

20 in & mass ratio.

[0021]
Also, the modified alpharized starch may be used
in combination with the other components such as sugars.

Examples of the sugars usable in combination include

25 monosaccharides such as glucose, fructose, mannose,

22



case where the nodified al pharized starch (>_50 cps) is wused as a matrix
material, when the forned | ocked-in type powder is, for exanple, used for a
powder or a tablet bath agent, there is an advantage that the deodori zi ng
10 function and anti oxidizing function are retained for a |ong period of
time even when it is added into hot water having a relatively high
tenperature of 38 to 42C. [0022] In the above, the value of the viscosity
of a 20% 15 aqueous solution of the nodified al pharized starch is a value

neasured as_follows: 4 of the nodified _aipharized.starch i.s added to 160
g of wat egaja%C*éOS?enﬁéfSé?g&re a&fa%ZG@Ftea fHIn B 2096 aqe 885 CEGF RSN, the

aqueous solution is heated to 80C under stirring, kept at 20 80C for 5

m nut es updelh &5imanAgseand a@PociEl IWCBVE, ARYLLhBsvPsEadined of the
aqueous solution imediately after the tenperature reaches 30C i s neasured
using a byskhpdedeysisToKi searvsemetigrh BM Toyped ; oSpandekazMee,1 30 rpm
Spindle No. 2 30 rpn). 25 [0023] 23 As a flavor and/or fragrance to be

| ocked instdhger 4vekRE1bNstipe powdginidol hesdfvendi pnananmadbitlra, flavors
or fragrances may be used with no particular Iimtation including those

mt C@rto ¥580:h8 $0kbd SoRT QPRI NSk Ofn T1 AG5 ABEES QK . COABLES so far as

case where the modified alpharized starch (250 cps) is
used as a matrix material, when the formed locked-in type
powder is, for example, used for a powder or a tablet
bath agent, there is an advantage that the deodorizing

10 function and antioxidizing function are retained for a
long period of time even when it is added into hot water
having a relatively high temperature of 38 to 42°C.
[0022]

In the above, the value of the viscosity of a 20%

15 aqueous solution of the modified alpharized starch is a
value measured as follows: 40 g of the modified
alpharized starch is added to 160 g of water at a
temperature of 20°C to form a 20% aqueous solution, the
aqueous solution is heated to 80°C under stirring, kept at

20 B0°C for 5 minutes under stirring, and then cooled to 30°C,
and the viscosity of the aqueocus sclution immediately
after the temperature reaches 30°C is measured using a
viscometer ("Tokimec Viscmeter BM Type"”; Spindle No. 1 30
rpm, Spindle No. 2 30 rpm).

25 [0023]
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are usable for inparting an odor to fragrances or cosnetics. The flavors or
fragrances to be used may be either synthesis aronmachem cals or natura
essential oils and may be in any of liquid, paste, or solid states. For 10
exanple, the flavors (hereinafter sonetines referred to as flavors or
fragrances) used in the invention include synthetic aromachem cals such as
esters, alcohols, aldehydes, ketones, acetals, phenols, ethers, |actones,
furans, hydrocarbons and acids, as well as natural origin 15 aromatic
materials. The frggrangfﬁ%herei fter sonetinmes r ed t as _flavors or

fragrances) used PENERGH Gn HHEEEF ANfdride %o %Ckﬁgcbﬁol € phenol s,
al dehydes and/or acetals, ketones and/or ketals, ethers, synthetic nmusks,
aci ds, 20L9@kedniR, tBBEPSWARAl Ode i Cort st Loryouinds, thAd nat ur al
origin aromatic naterials [ 0024] According to the scent and odor quality
required f¥avoms foagf aageaocesosumt ke, Uaeaymandesnhapangidesared 25 odor
quality and scent can be used. Exanples thereof 24 include a citrus-type

fragrancelimif4tidy-iMpeutiiagr anese ha it tyfed fimgsance, a floral -type
fragrance, an al dehyde-type fragrance, a spicy-type fragrance, a woody-

typesfr a%%ﬁ&a@1§%efoEYE§aﬁ&%@c@%‘:%r admnsyrdyPss Scfragtanpey a
musky-type fragrance, an anber-type
are usable for imparting an odor to fragrances or
cosmetics. The flavors or fragrances to be used may be
either synthesis aromachemicals or natural essential oils
and may be in any of liquid, paste, or solid states. For
10 example, the flavors (hereinafter sometimes referred to
as flavors or fragrances) used 1n the invention include
synthetic aromachemicals such as esters, alcohols,
aldehydes, ketones, acetals, phenols, ethers, lactones,
furans, hydrocarbons and acids, as well as natural origin
15 aromatic materials.

The fragrance (hereinafter sometimes referred to
as flavors or fragrances) used in the invention include
hydrocarbons, alcohols, phenols, aldehydes and/or acetals,
ketones and/or ketals, ethers, synthetic musks, acids,

20 lactones, esters, halogen-containing compounds, and
natural origin aromatic materials.
[0024]
According to the scent and odor gquality required

for a fragrance or cosmetic, fragrances having desired

25 odor quality and scent can be used. Examples thereof
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fragrance, an ani mal -type fragrance, a herbal-type fragrance, a marine-type
fragrance, a mnt-type fragrance, and the like. (0025] 10 As the flavors
and fragrances descri bed above, flavors or fragrances described in "N hon
ni Okeru Syokuhin Kouryou Kagoubutu no Shiyou Jittai Cyousa" (Wl fare and
Sci ence Research Report in 2000; published from Japan Flavor & Fragrance
Mat eri al s Associ ation, 15 March, 2001, "Gousei Kouryou, Kagaku to Syouhin
Chishiki"™ (witten by Mtoichi |Indo, published on March 6, 1996, The
Chemical Daily,Co., Ltd.),, "Perfume _and Fl av .Cheni cal s_(Arona_Chem cal s)
L s T Bl ShbB S E Y880 267 e | P et e (ot L 9B THESe 11 avor b
and the fragrances nmay be used each _alone or two or nore of them may be
used i n RARNEYRE cBRABERNER  pRoddOr 2t YBE JSEPFJCEhe®  Moreover, for
t he single conponent products, synthesis products may be used or they may
be i nt r oduldzh fdent PBe nAragabknoei gén spicly-aAyps dntasyrd&Escsent a avoodls,

resi noids, 25 bal sans, absolutes, concretes, tinctures, and the |like may

be preparteghdyf kapyen ael hadswasd-tiee Eyedrirdd6]a Jpecs §+cypxanpl es of the
flavor or fragrance 5 ingredient include hydrocarbon-type aronachem cal s
suchy fragrance, a musky-type fragrance, an amber-type

fragrance, an animal-type fragrance, a herbal-type

fragrance, a marine-type fragrance, a mint-type fragrance,

and the like,

[0025]

10 As the flavors and fragrances described above,
flavors or fragrances described in "Nihon ni QOkeru
Syokuhin Kouryou Kagoubutu no Shiyou Jittai Cyousa”
(Welfare and Science Research Report in 2000; published
from Japan Flavor & Fragrance Materials Association,

15 March, 2001, "Gousei Kouryou, Kagaku to Syouhin Chishiki"
(written by Motoichi Indc, published on March 6, 1996,

The Chemical Daily Co., Ltd.), "Perfume and Flavor
Chemicals (Aroma Chemicals) 1, 2" (Steffen Arctender
(1969)) or the like can be used.

20 These flavors and the fragrances may be used each
alone or two or more of them may be used in admixture.

A commercial product may be used for them.
Moreover, for the single component products, synthesis

products may be used or they may be introduced from

25 natural origin such as plants. Essential oils, resinoids,
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as |inonene, pinen, y-terepinen, and caryophyllene; al cohol-type

aromachem cal s such as phenyl ethyl alcohol, terepineol, bacdanol,
geraniol, nerol, linalool, and cis- 3-hexenol; al dehyde-type aromacheni cal s
such as lilial, 10 citral, aldehyde C 8, aldehyde C9, aldehyde C 11, hexyl
ci nnam c¢ al dehyde, vanillin, and heliotropin; ketone-type aromachemni cals

such as ionone, rosephenone, woody flow, danmascone, |Iso E super; other

aromachem cal such as nmusks, eugenol and counarin; essential oils such as a

| enon oil, 15 an orangfaoil, an eppermnt oil; and esseniei such as an
1R

d a
appl e esseht BRI APSPFANBEY r FOBSLIENES dAnd'THE §5 k29| WlEh vention, one

or nore of the flavor or fragrance ingredients are contained. (0027] 20
Fur t her noreY Bogerdraraft Ryt Kaownavetdiasts anddgriigieessedf necessary,
additives such as a solvent (ethanol, isopropanol, ethylene glycol,

propyl ene[¢03&ebl, diethylene glycol, dipropylene glycol, glycerin, etc.),
an emul sifier, a solubilizer, a retainer, an odor 25 retainer, a cooling
agent, a warn ng sgenifiancgahgneer of Zthert lantd oxédantagandca

phot o- degradati on inhibitor can also be used properly (see, e.g., "Syuuch

Kanyou @Lﬁ%{f@&@w { Keumauh yEabicaHdh - K YDrbn PPRéni 84bLT shed from
Japan Patent O fice, on January 29, 1999). 5 [0028]
as limonene, pinen, y-terepinen, and caryophyllene;
alcohol-type aromachemicals such as phenyl ethyl alcohol,
terepinecl, bacdanol, geraniocl, nerol, linalool, and cis-
3-hexenol; aldehyde-type arcmachemicals such as 1ilial,

10 citral, aldehyde C-8, aldehyde C-9, aldehyde C-11, hexyl
cinnamic aldehyde, vanillin, and heliotropin; ketone-type
aromachemicals such as ionone, rosephenone, woody flow,
damascone, Iso E super; other aromachemical such as musks,
eugenol and coumarin; essential c¢ils such as a lemon oil,

15 an orange o0il, and a peppermint oil; and essences such as
an apple essence and a strawberry essence; and the like.
In the invention, one or more of the flavor or fragrance
ingredients are contained.

[0027]

20 Furthermore, together with the flavors or
fragrances, if necessary, additives such as a solvent
(ethanol, isopropanol, ethylene glycol, propylene glycol,
diethylene glycol, dipropylene glycol, glycerin, etc.),
an emulsifier, a solubilizer, a retainer, an odor

25 retainer, a cooling agent, a warming agent, an enhancer,
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The above matrix material, polyphenols, and additives including at |east
one of a flavor and a fragrance to be used according to need are nmade into
a |ocked-in type powder by the follow ng nmethod, for 10 exanple. First,

pol yphenol s di spersed in water are blended into a matrix material. On this
occasion, flavors or fragrances and the other additives can be added
according to need. The anount of the pol yphenols to be added may 15 be
about 0.2 to 20% by weight, preferably 1 to 15% by weight based on the

matrix material. The stability o t he, resul ting po r.agai nst water varies
depend ng ot T HRA LA AL B VallPE A TS S, S Ehe PP 08P o
fragrance, and the other additives, and when the content 20 thereof is too

| arge at AOIQiNG, UERE BESBPEilty (58Cones 9 wor s&UaHRt f3F¥OUt he anount of the
pol yphenols to be added is desirably about 20% by wei ght or |ess based on

the matri&ihatespayuy WienryRe ) ameddchobwh&gorypheheipan"t pubdigheed is t oo
smal |, the effect is not obtained. 25 Therefore, the blending ratio of the
pol yphenof sot oJahen RAtemttr Of foetegr icad daswmsmal 2y, abd8g) 0. 2 to 20% by
wei ght, preferably about 1 to 15% by wei ght. The anmount of the flavor or
fragpance{t@p added varies depending on the solid preparation for
fragrance or cosnetic blending and 5 thus cannot be categorically defined
but, for exanple,rhe above matrix material, polyphenols, and
additives including at least one of a flaver and a
fragrance to be used according to need are made into a
locked-in type powder by the following method, for
10 example.
First, polyphenols dispersed in water are blended
into a matrix material. On this occasion, flavors or
fragrances and the other additives can be added according
to need. The amount of the polyphenols to be added may
15 be about 0.2 to 20% by weight, preferably 1 to 15% by
weight based on the matrix material. The stability of
the resulting powder against water varies depending on
the content of water, the polyphencls, the flavor or
fragrance, and the other additives, and when the content
20 thereof is too large at molding, the stability becomes
worse. Therefore, the amount of the polyphenocls to be
added is desirably about 20% by weight or less based on
the matrix material. When the amount of the polyphenols

to be added is too small, the effect i1s not obtained.

25 Therefore, the blending ratio of the polyphenols to the
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the amount is usually about 0.2 to 20% by wei ght based on the matrix

mat eri al. The anpbunt of water for dispersing the polyphenols is desirably a
m ni rum anount necessary for 10 honbgeneous di spersion of the polyphenols.
The amount varies depending on the kind and anmount of the polyphenol to be
used and the kind and anount of the matrix material to be used but, for
exanple, is preferably about 3 to 40% by wei ght based on the matrix
material. Wien the anount 15 of water to be used is too |arge, too nuch

time is required for Lowering the.water co t, by.later heating, so that

the cave TALHGE 57 BPE+ Fba TREHady, REo anbia st 20 fehbnts TR T he

conposition pref erabl i,n_ the ran of out 110 to 200C and the
%Os&gﬁ WE%F

ut i
heating t§ ?%aégyd@?8Pﬁi e h&Y 459t i X Hat FrPart; ¢ ed and the
water content is |lowered to sone extent. Preferably, boiling-down is
conti nuedf}3var bof | fAgIHBRESPSC BSt iAddatk Vakkey darteAindeeRef88s to about
0.5 to 6% by weight. Wen the remaining water content is too large at this
25 poi nt ,sahed warepacahtent fofr tthegresuld iary poewetr i becberding8ahdr ge and
stability agai nst water beconmes worse, so that the case is not preferred.
As above,tludhormgeseods chitxhwre cefl helgmitddk it grfal ardmphe, pol yphenol s
can be obtained. 5 [0029]
the amount is usually about 0.2 to 20% by weight based on
the matrix material.
The amount of water for dispersing the
polyphencls is desirably a minimum amount necessary for
10 homogeneocus dispersion of the polyphenols. The amount
varies depending on the kind and amount of the polyphenol
to be used and the kind and amount of the matrix material
to be used but, for example, is preferably about 3 to 40%
by weight based on the matrix material. When the amount
15 of water to be used is too large, too much time is
required for lowering the water content by later heating,
so that the case is not preferred. The heating
temperature depends on the composition but is preferably
in the range of about 110 to 200°C and the heating time is
20 determined so that the matrix material is melted and the
water content is lowered to some extent. Preferably,
boiling-down is continued in a beiling-down pot until the
water content decreases to about 0.5 to 6% by weight.

When the remaining water content is too large at this

25 peint, the water content of the resulting powder becomes
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The honbgeneous m xture of the matrix materi al

and the pol yphenol s can be

al so obtained even by a nethod different fromthe above nethod. Nanely,
after water is added according to need, the matrix material is heated to 10

t he

forma nelt of the matrix material. In the case where water is added,

anount thereof is desirably a m ninum anmount necessary for honogeneous

di spersion of the matrix material and, for exanple, is preferably about 3
to 40% by weight. Wen the anount of water to be added is too 15 large, too

much ti rreléi1 r_ecwcgl regalgﬂ%Leg\;\/grggnlgﬁgh%a\%%&e%etcgoo%etsentmpgeI at eragggti ng, Sso

that the ¢ase ¥ Mo pre

conposi t
is deter
is | ower

heatin erature He%%n

n the

ion thereof but is preferably in the range of about 110 to 200C and
ﬁﬁﬁé Fepﬁg

&Y that"e

tFFrke90 mlfefPaVS’s TP LNt Re wat er cont ent

ed to sone extent. Preferably, boiling-down is continued in a

boi | i ng- ddWH- Pt @hthetRatdkeRagbaiant agec tdds & hwheamobt 028 P8 6% by

wei ght .

When the renmaining water content is too large at this point,

t he

wat er comlarirgfd 25 the resulting powder becones |arge and stability against

29 wat er

beconmes worse, so that the case is not preferred. Then, the
pol yyphenol ®&¥je added to the resulting nelt.

to be added is the sane as above. 5 [0030]

10

15

20

25

The homogeneous mixture of the matrix material
and the polyphenocls can be also obtained even by a methoed
different from the above method. Namely, after water is
added according to need, the matrix material is heated to
form a melt of the matrix material. In the case where
water is added, the amount thereof is desirably a minimum
amount necessary for homogeneous dispersion of the matrix
material and, for example, is preferably about 3 to 40%
by weight. When the amount of water to be added is too
large, too much time is required for lowering the water
content by later heating, so that the case 1s not
preferred. The heating temperature depends on the
composition thereof but is preferably in the range of
about 110 to 200°C and is determined so that the matrix
material is melted and the water content is lowered to
some extent. Preferably, beoiling~down 1s continued in a
boiling-down pot until the water content decreases to
about 0.5 to 6% by weight. When the remaining water
content is too large at this pcint, the water content of

the resulting powder becomes large and stability against

29

The amount of the pol yphenols



e b et e b e e

The method for mxing the nelt of the matrix material and the pol yphenols
is not particularly limted so far as it is a nethod capable of obtaining a
honbgeneous m xture. For exanple, the nelt of the matrix 10 material my be
stirred with a device such as a high- speed stirrer (honodisper), the

pol yphenols or the Iike may be added thereto, and stirring may be further
continued to be honbgeneous. On this occasion, when a dispersant or an

enul sifier is blended into the 15 polyphenols or the Iike it is easy to
obtain a %{ epeous_di s SI%H %%a henols or i ke,, [0031] The

hoaneneo ?ﬁ%@%%talngg “t fvé tbove |ﬂ§ﬁm% |no¥r% ?8??88 to an
extruder and, aft it g htI closedqﬁ IS pressurized to extrude
froma die of the e;(rgr udef. pﬂllé’B o Liss aFGs AWt 11 Usee ahe 8k Fhner
conprising a withstand pressure vessel fitted with an extrusion plate,
wher ei n Hestt ng, The xamgunang fetheusiodyrheny Ise rerboragdednishéhsame vesse
Nanmely, when the 25 matrix material, water to be added, polyphenols, flavor
30 or fragpreecas amdovde |i ke are each introduced into the extruder using a
feeding device conprising a netering punp or the |like, and the heating,
m xXifg, apb®Xtrusion are perforned in the extruder, a series of the steps
can 5 be continuously carried out wthout changing the vessel
The method for mixing the melt of the matrix
material and the polyphenols is not particularly limited
so far as it is a method capable of obtaining a
homogeneous mixture. For example, the melt cof the matrix
10 material may be stirred with a device such as a high-
speed stirrer (homodisper}, the polyphenols or the like
may be added thereto, and stirring may be further
continued to be homogeneous. 0On this occasion, when a
dispersant or an emulsifier is blended into the
15 polyphenols or the like, it is easy to obtain a
homogenecus dispersion of the polyphenols or the like.
[0031]
The homogeneous mixture obtained by the above
method is transferred to an extruder and, after it is
20 tightly closed, it is pressurized to extrude from a die
of the extruder. Also, it 1is possible to use an extruder
comprising a withstand pressure vessel fitted with an
extrusion plate, wherein heating, mixing, and extrusion

can be performed in the same vessel. Namely, when the

25 matrix material, water to be added, polyphencls, flavor
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and production volunme per hour can be increased, so that the case is
preferred. Particularly, further preferred is one having a structure
capabl e of perform ng heating and m xing simultaneously with the transfer
of a raw 10 material (hereinafter referred to as "barrel”). [0032]
Furthernore, an extruder conprising a withstand pressure vessel having two
or nore screws is preferably wused. The extruder having two or nore screws
is 15 excellent in transferring ability and mxing ability as conpared with

t he extruder_conprisin ingl.e.screw and ., thus enabl es, npre_ _stable

product i OR* %ﬁagg??ﬁﬂegnaaghﬁngﬁﬁa%ﬁerﬁﬂ%bs%9%ﬁgd?ﬁe héHgBo5 ®pbarrel is
particularly preferably used. 20 [0033] On the other hand, the

sol i di fi cCR¥FBRABF PRENIAL Feedding JeF 1<e MR T S ped f 8rHe8SWH a cool ed
cooling nedium Therefore, the cooling nediumis placed in a cooling tank
and i s suptmibl 9rcootedikes. | gRd dhigertmaligig25nikinte e0dl PA§risdioom it is
desirable to select one 31 which is not harnful to human, does not dissol ve
the matraxe ndefoahedand che lexteasidy, remmetkes$rom the ssapkacanof the
resulting powder. Specifically, an alcohol such as ethanol or isopropyl

al cohol apetdent i keobhsmgy che rient icanedii ool dgngehfodnef veRgegqool i ng

medi um
and production volume per hour can be increased, so that
the case is preferred. Particularly, further preferred
is one having a structure capable of performing heating
and mixing simultaneously with the transfer of a raw
10 material (hereinafter referred to as "barrel").
[0032]

Furthermore, an extruder comprising a withstand
pressure vessel having two or more screws is preferably
used. The extruder having twe or more screws is

15 excellent in transferring ability and mixing ability as
compared with the extruder comprising a single screw and
thus enables more stable production. An extruder having
two or more screws in the above barrel is particularly
preferably used.

20 [0033]

On the other hand, the solidification of the
matrix mixture is usually perfcormed with a cooled cooling
medium. Therefore, the cooling medium is placed in a

cooling tank and is suitably cooled to low temperature.

25 As the cooling medium, it is desirable to select one
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is not particularly imted, and cooling with dry ice or the |ike, cooling
Wi th an apparatus such as cooler, or the |like can be freely sel ected
depending on facilities. [0034] 10 The cooling tenperature is a tenperature
sufficient for rapid cooling and solidification of the honpbgeneous m xture
extruded fromthe die of the extruder and a tenperature at which the
resulting solid product is not softened. Specifically, the tenperature may
be about 15 -10 to -30C. The solid product obtained here is one solidified

by T api 4,400k NG Ofo Mo, SRELL X HBLEEEA, GAIPLI g ddi6 ol yphienol and the

| i ke | ocke erein. e pressure for extrusion varies pendi ng on the
kind of t e.ram/q$ter%§l ang t he Endel of, the extr qgr but, may 20 be a
pressur e MR R Y He Frat r PR nEEBr PSI SESATA FioHE Y 558% yphenol and the

i ke |l ocked therein is continuously extruded fromthe die of the extruder
in a fil &EHEsHs OkHdpe. TSpBLFEREaPPYdein  FeSSdded Gere tHe ext ruder
conprising a wthstand pressure vessel fitted with an 25 extrusion plate is
used, af ttdrcahse esughudey eshenght Py ig2pelopydd aliqohial sui tbd eliei npart

about 5 to 50 psig of the pressure by a neans such as introduction of
ni t fogen maggade EG85]on&d TheAsobpdipgodethoobicdi ndd yoalpig mediiing with

is not particularly limited, and cooling with dry ice or
the like, cooling with an apparatus such as cocler, or
the like can be freely selected depending on facilities.
[0034]

10 The cooling temperature is a temperature
sufficient for rapid cooling and scolidification of the
homogeneous mixture extruded from the die of the extruder
and a temperature at which the resulting solid product is
not softened. Specifically, the temperature may be about

15 -10 to -30°C. The sclid product obtained here is cne
solidified by rapid cooling cof the matrix material
comprising the polyphenol and the like locked therein.
The pressure for extrusion varies depending on the kind
of the raw material and the model of the extruder but may

20 be a pressure at which the matrix material containing the
polyphenol and the like locked therein is continuously
extruded from the die of the extruder in a filamentous
shape. Specifically, in the case where the extruder
comprising a withstand pressure vessel fitted with an

25 extrusion plate is used, after the extruder is tightly
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extrusion of the honbgeneous m xture is cut or pulverized by a nmeans such
as stirring to forma | ocked-in type powder. The resulting powder is
separated into a powder and a cooling nmedium by a nmeans such as
centrifugation. 10 In order to avoid re-caking of the powder, it is
preferred to add a caking inhibitor. As the caking inhibitor, silicone

di oxide, calciumtertiary sulfate, calciumtertiary phosphate, or the |like
can be used. The anount of the caking inhibitor to be added is suitably 15

about 0. 110,96 %‘é@édgﬁiééﬁfg 08 §RABaLRL ab ! Gt d@op?sﬁi%%‘?”’ the

powder is dried. rying nethod is® not particularly I'Tmted, but it is
necessary .to sel ect_a ., net hod mhigh goes not. destray the.particle structure
uc d I I‘& uc

of 20 the hpeov%feers’.s%eef%}(a%l?? I(?I?yl ng uider “réqice lpornesosfurnelt—bglog?‘r%ans of a
vacuumrotary dryer or the like is preferred. The water content of the thus
obt ai ned 9foimder is preferably about 6% by weight or |ess. Furthernore, if
necessary, sieving or the like can be perfornmed to obtain 25 a |ocked-in
type powd€t03383 [0037] The average particle dianeter of the locked-in type
powder is not particularly limted but is usually a size of about 2 to 250
. xm3from the vi eWod sl bl phedschbpbicaynkeor biyonsgerkcuso ninxg ngi Wht h a
fragrance or
extrusion of the homogeneous mixture is cut or pulverized
by a means such as stirring to form a locked-in type
powder. The resulting powder is separated into a powder
and a ccooling medium by a means such as centrifugation.
10 In order to avoid re-caking of the powder, it is
preferred to add a caking inhibitor. As the caking
inhibitor, silicone dioxide, calcium tertiary sulfate,
calcium tertiary phosphate, or the like can be used. The
amount of the caking inhibitor to be added is suitably
15 about 0.1 to 1% by weight based on the total weight.
[0036]
Then, the powder is dried. The drying method is
not particularly limited, but it is necessary to select a
method which does not destroy the particle structure of
20 the powder. Preferably, drying under reduced pressure by
means of a vacuum rotary dryer or the like is preferred.
The water content of the thus obtained powder is
preferably about 6% by weight or less. Furthermore, if

necessary, sieving or the like can be performed to obtain

25 a locked-in type powder.
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cosnetic base, retention property of the deodorizing function and

antioxidi zing function of the polyphenol at wuse, touch at use, and the
| i ke. The thus obtained | ocked-in type powder is 10 bl ended into various
fragrances or cosnetics which are a
pack, a whitening powder, a powder bath agent, a tablet bath agent,
bubbl e bath, a deodorant powder, a powder detergent, a detergent for an
c dish washer, a powder bleach, 15 a slimness renover, a denture

aut onat i
cleanser
use
|s coexi
use. Par
a base

solid preparation including a powler

a

the like. The main purpose is to enhance a deodori zi ng effect
AtiLeR

fragrances or cosnetics but, in the case where a fragrance

ted with th h h h d t
i cul ar | g e TR %eﬁgaﬁapﬁsiﬁﬁa'géé%ﬁ G P ot TSRE Dt agent, as

agent, sodlun1sulfate is used, or _in the case of an effervescent

bat h agerﬁypesdmvmﬁrsu’r?f aR @t aﬂﬂIEbﬂP&ﬁFlﬁy&ﬁéﬁéﬁ%é%%nla% el Lged

Mor eover,

in the detergent, in addition to a surfactant, sodlunlsulfate,

sodi um %iz@ardﬁ)nm@t sddtank phopphétrem ohet e dwipca ritss uscls a 34 buil der
and an additive such as an enzynme is also used. 1In the case of the
raliylpiet yo ofsle rh croope hsbag hheinpokwipherol fsdgqcdeack tdwer ei n, since the

| ocleed- |

pol yphenols are not affected by such a base conpound, a satisfactory 5

deodor i zigukneftfiecthd Se exhibehedofVeRopben yused t3fd &leodorizing

10

15

20

25

function and antioxidizing function of the polyphenol at
use, touch at use, and the like.

The thus obtained locked-in type powder is
blended into various fragrances or cosmetics which are a
solid preparation including a powder pack, a whitening
powder, a powder bath agent, a tablet bath agent, a
bubble bath, a deodorant powder, a powder detergent, a
detergent for an automatic dish washer, a powder bleach,
a sliminess remover, a denture cleanser, and the like.
The main purpose is to enhance a deodorizing effect at
use of the fragrances or ceosmetics but, in the case where
a fragrance is coexisted with the polyphenols, there is a
purpose of enhancing odor at use. Particularly, in the
powder bath agent or tablet type bath agent, as a base
agent, sodium sulfate is used, or in the case of an
effervescent bath agent, sodium sulfate and sodium
hydrogen carbonate are used. Moreover, in the detergent,
in addition to a surfactant, scdium sulfate, sodium

carbonate, scdium phosphate, or the like is used as a
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| ong-term storage. Particularly, a fragrance or cosnetic, particularly a
bath agent or a detergent, which conprises an alkali ingredient blended
therein, retains a good deodorizing function. Therefore, as the fragrance or
10 cosnetic, a bath agent and a detergent are nentioned as preferable
exanpl es. [00381 The basic substance (alkali ingredient) which is an
ingredient to be used in the invention is a known 15 chem cal substance and
is not particularly limted so far as it can attain the intended purpose of

the invept;qr. » 3PCF! ﬁaé’&fgfvéugﬁéﬁ”% i&lgC|e%%S/ZnecaiL5boéla§oe galgs or

hydr ogen "carbonate sa such as sodi um carbon ot'assi um car bonat e,
sodi um h drgﬁgﬁ carboqﬁtgh pftaﬁsign12 hydrogen car bonate, a ni um
car bonat & §EE dinet"tar Boh&tel "ho¥ RFe PORIEE SRS U a9i8F um bor at e
and sodiumborate; silicate salts such as potassiumsilicate, sodium
si i cat e PRG.YPRETSYd RSP BRI RO, 2518681 (R FANPRE NS B © soff um
orthosilicate, and sodium 25 netasilicate; sodi um nonohydrogen phosphat e,
sodi um 35 fsgted &y svdtunz hyasextdeposalei amshydisdaderpot assi um
hydr oxi de, nmagnesi um hydr oxi de, anmoni um hydr oxi de, sodi um pyrophosphat e,
pot &si umepgicalmsphat £f esodi sirexpébdarhboptven sodinumgzet oftade, pot assi um
persul fate, and 5 potassi um hydrogen nonopersul f ate.
long-term storage. Particularly, a fragrance or cosmetic,
particularly a bath agent or a detergent, which comprises
an alkali ingredient blended therein, retains a good
deodorizing function. Therefore, as the fragrance or
10 cosmetic, a bath agent and a detergent are mentioned as
preferable examples.
[C038]
The basic substance (alkali ingredient) which is
an ingredient to be used in the invention is a known
15 chemical substance and is not particularly limited so far
as it can attain the intended purpose of the invention.
Specific basic substance includes carbonate salts or
hydrogen carbonate salts such as sodium carbonate,
potassium carbonate, sodium hydrogen carbonate, potassium
20 hydrogen carbonate, ammonium carbonate, and guanidine
carbonate; borate salts such as potassium borate and
sodium borate; silicate salts such as potassium silicate,
sodium silicate No. 1, sodium silicate No. 2, sodium

gsilicate No. 3, sodium ortheosilicate, and sodium

25 metasilicate; sodium monchydrecgen phosphate, sodium
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The bl endi ng anmount of the basic substance is not particularly limted in
the invention and an aqueous solution of the solid preparation conprising
the | ocked- in type powder preferably shows pH of nore than 7 and 13 10 or

| ess, nore preferably shows pH of 8 to 13. [0039] Into the solid
preparation of the invention, an enzyne may be further incorporated. The
enzyne nmay be an enzyne usually used in the detergent, may be an enzyne 15
havi ng a deodori zi ng function such as a function of deconposing a mal odor

Co”pone”t 1{@3/ %’QSd}‘E]‘HmO%S %‘ilfd%rl uc‘gaéL %Hrﬁ%%f&i@@é‘”d ofhgse fnzynes are

known. e en mes i n¢ rases pases pr ot eases,

h d t 20 Si he bl f the ab
Enityﬁiesdaﬁ%é’%%%eﬁﬁ?ﬁaesei%iyﬂrﬁ& e At G A8 B8TBhenol used, the

anount cannot be categorically defined and is _not partlcularly limted so
far as theo¢ hﬁ%nﬂ%ﬁobgPEBEéteeaﬁq&§%ﬁ%%ﬁrRﬁFOEﬁPTQ%@BT 38°FkENsur f act ant s

i nclude nonionic type (polyoxyethylene alkyl ether, fatty acid

al kyl ol arerecarkerntsy, é@?ﬂgﬂu@@ﬁh@ﬂﬂﬁad1BRﬁ?S$#mmtm%r$ukéat¢heanéurfactants
are preferably used each alone or as a 5 conbination of two or nore of them
Exanpl es pdtddeium hydrogen monopersulfate.

The blending amount of the basic substance i1s not
particularly limited in the invention and an agueous
solution of the solid preparation comprising the locked-
in type powder preferably shows pH of more than 7 and 13

10 or less, more preferably shows pH of 8 to 13.

[0039]

Into the solid preparation of the invention, an
enzyme may be further inccorporated. The enzyme may be an
enzyme usually used in the detergent, may be an enzyme

15 having a deodorizing function such as a function of
decomposing a malodor component, or may be an oxidase for
a phenolic compound. These enzymes are known. Examples
of the enzymes include carbohydrases, lipases, proteases,
phytases, laccase, and the like.

20 Since the blending amount of the above enzyme
varies depending on the kind and amount of the polyphenol
used, the amount cannot be categorically defined and is
not particularly limited so far as the intended purpose
can be attained.

25 [0040]
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pol yoxyet hyl ene al kyl ether include pol yoxyethyl ene stearyl,

pol yoxyet hyl ene hydrogenated castor oil, and the |ike. Exanples of the

fatty acid al kyl ol am de include coconut-oil fatty acid di ethanolam de. The
acylglutam c 10 acid type includes glutamate esters of a saturated and
unsaturated fatty acid having 12 to 18 carbon atons, and a coconut-oi
fatty acid, a hydrogenated coconut-oil fatty acid, a palmoil fatty acid,

hydrogenated palm oil fatty acid, a beef-tallow fatty acid, a hydrogenated

15 beef - taIIOM/fafﬂ% Qﬁkg @Qﬂt%hﬁ l%%Iﬂﬁ? f%rq ures of the_saturated

and unsaturated f

aC| haV|n

on ons and, specific

I d t Ly I t th I
aur oyl - BGHR 2T R EF PBEnaR w&me%il %ﬁ»ﬁfaccoﬂcdo%fkﬁf?fegibe 20 e

aci d- acyl - glutanate
N-myri st oy¥e it gl%@é%%%%ta§68|éﬁ%ﬂ-@d@ﬁhu@qﬂIth§eﬁ%§eaciEbﬁydrogenated

beaf-tallow fatty acid-acyl-L- glutamate, potassium N-coconut-oil fatty

aci d- acyl strfattanpat ercapdethe abilie 1szsl [@04d1]a3mMe no¥ h@scase where the
solid preparation for fragrance or cosnetic blending of the inventionis a
powder ,
and fragrance and, if necessary, a 5 noisturizing agent, an enzyne agent,

bi nder,

10

15

20

25

sodlunlN-IauroyI L-glutamate, sodium

a

capsvd reat bont abl etvot ppe moateh cafgentiem t heEizadgvkes | ofkedei n t ype powder

dolyoxyethylene alkyl ether include polyoxyethylene
stearyl, polyoxyethylene hydrogenated castor oil, and the
like. Examples of the fatty acid alkylolamide include
coconut-o0il fatty acid diethanclamide. The acylglutamic
acid type includes glutamate esters of a saturated and
unsaturated fatty acid having 12 to 18 carbon atoms, and
a coconut-oil fatty acid, a hydrogenated coconut-oil
fatty acid, a palm-oil fatty acid, a hydrogenated palm-
0il fatty acid, a beef-tallow fatty acid, a hydrogenated
beef-tallow fatty acid, and the like which are mixtures
of the saturated and unsaturated fatty acid having 12 to
18 carbon atoms and, specific examples include N-coconut-
oil fatty acid-acyl-L-glutamic triethanolamine, lauroyl-
L-glutamic triethanclamine, sodium N-coconut-oil fatty
acid-acyl-L-glutamate, sodium N-lauroyl-L-glutamate,
sodium N-myristoyl-L-glutamate, sodium N-coconut-oil
fatty acid-hydrogenated beaf-talilow fatty acid-acyl-L-
glutamate, potassium N-coconut-oil fatty acid-acyl-L-
glutamate, and the like.

[0041]
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di srupting agent, a dispersant, a pignent, a surfactant, a buffer, a
stabilizer, a pHregulator, a galenical conponent, and the |ike can be

bl ended into a base mterial conprising sodiumsulfate or sodi um hydrogen
10 carbonate as an effervescent agent. [0042] Moreover, in the case where
the solid preparation for fragrances or cosnetics of the inventionis a
powder or tablet type detergent, the above |ocked-in type powder 15 and
fragrance and, if necessary, a noisturizing agent, an enzyne agent, a

di si ntegrator, a_PAggﬁgthgebHRggrbg% éﬁﬂ%ﬁiﬁf%ﬁ%gﬁtfoglgﬁﬁh’ a softening

agent, a deposition “inhrbrtor, erizati and e |like can be

bl ended i pt factant and i | der. 0043] In the solid ti
or 17agratee i CosOBETRL 6! PLABILA e o R EHE: pobyBhenol o are

| ocked in the | ocked-in type capsule, the polyphenols are stably retained
and, eveﬁ?%ﬁq%ﬁrI%%%5¥%?n1§FoFé§ ctatyPs Baddl 1agfnappeaf aRBEVEf t he
fragrance or cosnetic can be 38 retained w thout no coloration thereof.
Fur t her no¥eckedrein devder PewAg repinect ragy ante and.oxi 8i z¢egspantti en are
retai ned at use of the fragrance or cosnetic. Also, there is a
charact ermsisttuthatng hegentl uencenagfyntchedrase S neireden) ased in the
fragrance or cosnetic is hardly
disrupting agent, a dispersant, a pigment, a surfactant,
a buffer, a stabilizer, a pH regulatcr, a galenical
component, and the like can be blended intc a base
material comprising sodium sulfate or sodium hydrogen
10 carbonate as an effervescent agent.
[0042]
Mcoreover, in the case where the solid preparation
for fragrances or cosmetics cf the invention is a powder
or tablet type detergent, the above locked-in type powder
15 and fragrance and, if necessary, a moisturizing agent, an
enzyme agent, a disintegrator, a pigment, a buffer, an
alkali agent, a bleach, a softening agent, a deposition
inhibitor, a powderization agent, and the like can be
blended into a surfactant and a builder.
20 [0043]
In the solid preparation for fragrances or
cosmetics of the invention, since the polyphencls are
locked in the locked-in type capsule, the polyphencls are

stably retained and, even after long-term storage, an

25 excellent appearance of the fragrance or cosmetic can be
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exerted. In the case where the fragrance or cosnetic is a bath agent or a
detergent, a particularly excellent effect can be obtained. Mrreover, when
an alkali ingredient is blended into the fragrance or cosnetic, it 10 can
exhi bit excellent deodorizing effect and antioxidizing function in
conjunction with the polyphenols released fromthe |ocked-in type powder.
Furthernore, when a fragrance is used in the fragrance or cosnetic or solid
preparation of the 15 invention, since the fragrance is |locked in the

| ocked-i rkeé%’ﬂﬁ&f\ﬁf%@uttﬂg tragranaed sHhardlly. affected-fy Lheinpase

mat eri al use e fragrance or cosnetic and thereby a solrd preparation
for fragrances or. cos j hi_bi ti .NQ,.decy. el no change in
odor 20(ﬁ%hé%%&%ﬁ#?ngF§%§§s?géaggecghQﬁg%ﬁﬁiééi .f$§F€g§én%P§, t he
following will describe a ha ent conprising a fragrapnce. Three types of
bat b agoriS SRS St Us Rl by EdALrg TR et DI Hoe. ohLSCT ocked- | ¥ Lype

powder conprising a pol yphenol of the invention, 25 wherein each of
cat echi n,tRNg i &S i ehahpatardstice thav 3% Badn wi¢aceti 8heobREA i n an
anount of 0.1 part by weight, to 99.0 parts by weight of a bath agent base
conpri si mptergidl pased by wbeghtraghasod wm sudsattel c 405 Chpadiy by wei ght of
sodi um hydrogen carbonate, 1.0 part by weight 5 of silicic anhydride, and
1.0 part dyeswddiht Dfi Bhe case where the fragrance or cosmetic is
a bath agent or a detergent, a particularly excellent
effect can be obtained. Moreover, when an alkali
ingredient is blended intc the fragrance or cosmetic, it
10 can exhibit excellent decdorizing effect and
antioxidizing function in conjunction with the
polyphenols released from the locked-in type powder.
Furthermore, when a fragrance is used in the
fragrance or cosmetic or solid preparation of thé
i5 invention, since the fragrance is lccked in the locked-in
type capsule, the fragrance is hardly affected by the
base material used in the fragrance or cosmetic and
thereby a solid preparation for fragrances or cosmetics
exhibiting no decrease in odor and no change in odor
20 quality during the storage can be obtained.
Focr example, the following will describe a bath
agent comprising a fragrance. Three types of bath agents
were obtained by adding 1.0 part by weight of a locked-in

type powder comprising a polyphenol of the invention,

25 wherein each of catechin, gallic acid, and a coffee raw
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fragrance, followed by honbgeneous m xing. When the three types of the bath
agents were stored at 25C or 50C for one nonth, it was found that no change
in odor quality was observed for all the three types of the bath 10 agents.
On the other hand, when three types of the bath agents prepared by bl ending
0.1 part by weight of each of catechin, gallic acid, and a coffee raw bean
extract with 99.9 parts by wei ght of the above bath agent base were stored
at 25C or 50C for one nonth, it was found that 15 change in odor quality was

b d f |1, the thre f the bat 004 I 20
The fol | Qtity wiie Ebeeﬁf ﬁe&%@e&é&% bim?ﬁ%@. Roeht LoRGht 1FY oFS) BHEe &
Exanpl es, arative | es, Test npl es, Productlon Exanpl es and the

Co
like, bUtot Qrﬂéﬁﬁ?oﬁyl§ebghﬁo°ﬁe§n§qqqan§Pqcpﬁﬁ% FIPEXEHEY exanpl es.
25 [0045] 40 Exanple 1: Production of |ocked-in tx@ﬁpgomder A Together with

10 parts 43 Gverajhtts oY ce e@hF nofpsPrgidiensiu lfcvide ceamnpubHct ured by
Aiya Japan Corporation) dispersed in 27 nL of ion-exchange water, 5 66.79
parts by weigit of $sdnaint hypgabgennicklrbcdad® pari0 farwebghtvedfha processed
starch (PURITY GUM 59:
5 of silicic anhydride, and 1.0 part by weight of a
fragrance, followed by homogeneous mixing. When the
three types of the bath agents were stored at 25°C or 50°C
for one month, it was found that no change in odor
quality was observed for all the three types of the bath
10 agents. On the other hand, when three types of the bath
agents prepared by blending 0.1 part by weight of each of
catechin, gallic acid, and a coffee raw bean extract with
99.9 parts by weight of the above bath agent base were
stored at 25°C or 50°C for one month, it was found that

15 change in odor quality was observed for all the three

types of the bath agents.

[0044]
(Examples)

20 The following will specifically describe the
invention with reference to Examples, Comparative
Examples, Test Examples, Production Examples and the like,
but the invention is by no means limited to the following
examples.

25 [0045]
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manuf actured by National Starch and Chem cal Conpany), and 22.26 parts by
wei ght of dextrin (Pinedex #1. manufactured by Matsuo Chem cal |ndustry
Co., Ltd.) were 10 heated under stirring to obtain a honbgeneous nelt
toffee. Then, the nelt was extruded into an isopropyl alcohol cooled at
-10C in a filanmentous shape using an extruder and rapidly cooled, followed
by stirring and pul verizing. Subsequently, the pulverized product was
centrifuged to 15 reane isopropyl al cohol, then a honngeneous | ocked-in

t 004 . Prod | ocked-in t
p)éagerpom%glad%v\%;o ‘iﬁt épt 8(%113)]/ \%ﬁe&htlno%ydja% Iof?éj"g “I‘cf&‘zo (?r;nﬁf ai:tnur)ége

by Junsei Chem cal Ltd. ﬁpersed in i on- exchange wat er,

66. 79 parts by V\BT%?U&‘Fr s PrafL PRAILSL O] t"‘)el t95°%a?€1‘t%‘§7 Wei ght of a
processed starch (PURITY GUM 59: manufactured by National Starch and
Cheni cal GonparlygnchngiopgdereGERPPs By ndiagitarsid 2%y delfa i ePPRnedex #1:
manuf actured by Matsuo Chem cal 41 Industry Co., Ltd.) were heated under
stirringlimrgmmaﬁipnh.ﬁbﬂpgeﬂedusnnéﬁtmBﬂuﬁLidﬂﬁexmhan®@swekeruded into an
i sopropyl al cohol cooled at -10C in a filanentous shape wusing an extruder
and 3 api db¢. toabedh s fiol | vvedhbyof Stsiomailng @d g0 ver ) zi g5 Sphsequent |y,

the product was centrifuged to renove isopropyl alcohol, then a
by weight of a processed starch (PURITY GUM 59:
manufactured by National Starch and Chemical Company),
and 22.26 parts by weight of dextrin (Pinedex #1:
manufactured by Matsuo Chemical Industry Co., Ltd.) were

10 heated under stirring to obtain a homogeneous melt toffee.
Then, the melt was extruded into an isopropyl alcochol
cooled at -10°C in a filamentous shape using an extruder
and rapidly cooled, followed by stirring and pulverizing.
Subsequently, the pulverized product was centrifuged to

15 remcve isopropyl alcohol, then a homogenecus locked-in
type powder A was obtained.

[0046]
Example 2: Production of locked-in type powder B
Together with 10 parts by weight of gallic acid

20 (manufactured by Junsei Chemical Co., Ltd.) dispersed in
27 mL of ion-exchange water, 66.79 parts by weight of
isomalt (palatinit), 0.95 part by weight of a processed
starch (PURITY GUM 59: manufactured by National Starch
and Chemical Company), and 22.26 parts by weight of

25 dextrin {Pinedex #1: manufactured by Matsuc Chemical
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honogeneous | ocked-in type powder B was obtained. [0047] Production Exanple
1. Preparation of coffee raw bean 10 extract After raw coffee beans were
pul verized with a pulverizer (nesh: 5 M), water was added thereto and

extraction was perforned at 85 to 95C for 2 hours. After the
filtered, the filtrate was adsorbed on a 15 XAD 2 (nmanuf act
Corporation) colum. After washing with water, an eluate el
met hanol was concentrated to dry to obtain a coffee raw bea

h'e ¢co raw bean "extract

extract was
ured by Organo
uted with

n extract.

00481 et S oduetion abkoRkgtsunfme maule 2 Tage g i e 1

parts by weig

e 1)
ight of isomalt

di din 27 nL of jon:e ter, .66.79 part
(palat i i PGB 85 el ghiclr §Tf Beddedir® Bk S ABURE 1Y @ 50

manuf actured by National Starch 25 and_Cheni cal Conpany), an
wei ght ofisopramxk rakcepphederled: afrandact ihed By LREESIHEUCEH
Co., Ltd.) were heated under stirring to obtain a honbgeneo
the melt waishexanr wedrides and reppdopyicosileshol f clolodver dvy -
filanmentous shape 5 using an extruder and rapidly cooled, fo

d 22.26 parts by
@éhiakg | ndustry
us nelt. Then,
10Cin a

| I owed by

stirying sncrmidyerndi pglvSubgeggent Sypskehmeprtddyctt vasproduct was

centrifuged to remove isopropyl alcohol, then a
homogeneous locked-in type powder B was obtained.

[0047]

Production Example 1: Preparation of coffee raw bean

10 extract

After raw coffee beans were pulverized with a

pulverizer (mesh: 5 mm), water was added thereto and

extraction was performed at 85 to 95°C for 2 hours. After

the extract was filtered, the filtrate was adsorbed on a

15 XAD~-2 (manufactured by Organo Corporation) column.

washing with water, an eluate eluted with methanol

After

Was

concentrated to dry to obtain a coffee raw bean extract.

{0048}

Example 3: Production of locked-in type powder C

20 Together with 10 parts by weight of the coffee

raw bean extract (Production Example 1) dispersed in 27

mL of ion-exchange water, 66.79 parts by weight of

isomalt (palatinit), 0.95 part by weight of a processed

starch (PURITY GUM 59: manufactured by National St

25 and Chemical Company), and 22.26 parts by weight o
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centrifuged to renove isopropyl alcohol, then a honpbgeneous |ocked-in type
powder C was obtained. [0049] 10 Exanple 4: Production of dish-washer
powder detergent (L) To 99.0 parts by weight of a di sh-washer powder
detergent (CHARMWY: manufactured by Lion Corporation) was added 1.0 part by
wei ght of the |ocked-in type powder A produced in Exanple 1, followed by
honogeneous m xi ng. 15 [0050] Exanple 5: Production of dish-washer powder
detergent (M To 99.0 parts by wei ght of a dish-washer powder detergent

CHARMY: f. ' ' dded by weight of
he ook T Thpl BoRAEr BioomAraRaces ot Emie S Cuprdedh oy ™ o °

dot or gont TMEEH0%: 0 BRRTS BG R GREEr s et potdebte 4Bt or gent
(CHARMY: manufactured by Lion Corporation) was 25 added 1.0 part by weight
of the | GERENGIERSPES pBRYEr CThEZ ./ ploguEsd b Ve vpteidedf bt ewed by
honogeneous m xi ng. [0052] Conparative Exanple 1: Production of dish-washer
powder determgamtl (F)cdhdd 88o%eparts -AY°Geiights dfi laresrtmar<cisldye avail abl e
di sh-washer powder detergent (CHARMY:
5 using an extruder and rapidly cocled, followed by
stirring and pulverizing. Subsequently, the product was
centrifuged to remove isopropyl alcohol, then a
homcgeneous locked-in type powder C was obtained.
[0049]
10 Example 4: Production of dish-washer powder detergent (L)}
To 99.0 parts by weight of a dish-washer powder
detergent (CHARMY: manufactured by Lion Corpcration) was
added 1.0 part by weight of the locked-in type powder A
produced in Example 1, followed by homogenecus mixing.
15 [0050]
Example 5: Production of dish-washer powder detergent (M)
To 99.0 parts by weight of a dish-washer powder
detergent (CHARMY: manufactured by Lion Corporation) was
added 1.0 part by weight ¢f the locked-in type powder B
20 produced in Example 2, followed by homogenecus mixing.
[0051]
Example 6: Prcduction of dish-washer powder detergent (N)
To 95.0 parts by weight of a dish-washer powder

detergent (CHARMY: manufactured by Lion Corporation) was

25 added 1.0 part by weight of the locked-in type powder C
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manuf actured by Lion Corporation) was added 0.1 part by weight of catechin
(pol yphenol powder GTP90: manufactured by Aiya Japan Corporation), followed
by honbgeneous 10 mixing. [0053] Conparative Exanple 2: Production of

di sh-washer powder detergent (Q To 99.9 parts by weight of a di sh-washer
powder 15 detergent (CHARMY: manufactured by Lion Corporation) was added
0.1 part by weight of gallic acid, followed by honbgeneous m xi ng. [0054]
Test Exanple 1 20 The di sh- masher powder detergents (L) to (N, (P), (Q

i medi at o t | aced in

i ndi vidu géégééﬁréﬁsgg%ﬁégg fbﬁ%%w%%k&)ogﬁ&ﬁébééﬁﬁék ﬁ%%?e fter,

appearanCﬁ%gﬂ& odor of each of t he di sh-washer powder detergents (L) to
(P nd (Q were evaluated in a sensory nmanner based on the 44

follomnn eval uatijon standard. The evaluation results were detern ned based

on aver adePMRATR s 6Bt BXABALEr o PEOFRSARS ik L1 stheva 8ReF t ROWAB shown i n

Table 2. 5 [0055] [Table 1]
detergent (P)

5 To 99.9 parts by weight of a commercially
available dish-washer powder detergent (CHARMY:
manufactured by Lion Corporation) was added 0.1 part by
weight of catechin (polyphenol powder GTP90: manufactured
by Aiya Japan Corporation)}, followed by homogenecus

10 mixing.
[0053]
Comparative Example 2: Production of dish-washer powder
detergent (Q)
To 99.9 parts by weight of a dish-washer powder
15 detergent (CHARMY: manufactured by Lion Corporation) was
added 0.1 part by weight of gallic acid, followed by
homogeneous mixing.
[0054]
Test Example 1
20 The dish-washer powder detergents (L) to (N), (P),
(Q) immediately after production and they were stored in
a state placed in individual containers at 5°C, 25°C, or
50°C for one month. Thereafter, appearance and odor of
each of the dish-washer powder detergents (L} to (N), (P),

25 and (Q) were evaluated in a sensory manner based on the
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Conposition of Dish-Washer Powder Detergent (part by weight) Conparative
Conpar ati ve Exanpl e Exanpl e Exanple Exanple 1 Exanple 2 1 2 3 D sh-washer
powder 99.9 99.9 99.0 99.0 99.0 detergent Catechin 0.1 Gallic acid 0.1
Locked-in 1.0 type powder A Locked-in 1.0 type powder B Locked-in 1.0
type powder B 10 [0056] In the table, "1.0" in the powder of Exanple 1

I ncl udes a pol yphenol content of 0.1 part by weight (the sane applied in
ot her Exanpl es). [0057] 15 Evaluation standard (conpared with detergent

stored ateo QARSI 2188 AN SALGLALT Oh{CNAIR,A01 591 L} Bobserved [no
were determined based on average points obtained from
five panelists.
The results are shown in Table 2.
5 [0055]
{Table 1]

Composition of Dish-Washer Powder Detergent (part by

weight)

Comparative Comparative | Example [ Example | Example
Example 1 Example ¢ 1 2 3

Dish-washer
powder 99.9 99.9 99.0 89.0 95%.0
detergent
Catechin 0.1

Gallic acid 0.1

Locked-in 1.0
type powder A
Locked-in 1.0
type powder B
Locked~in 1.0
type powder B

10 [00586]

In the table, "1.0" in the powder of Example 1
includes a polyphencl content of 0.1 part by weight (the
same applied in other Examples).

[0G57]

15 Evaluation standard {(compared with detergent stored at
5°C)
Appearance

A No coloration (change in color) is observed [no
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B Very slight coloration (change in color) is observed C Slight coloration
(change in color) is observed D Consi derable coloration (change in color) is
observed 5 E Conplete coloration (change in color) is observed Odor A No
change in odor is observed [no change] B Very slight change in odor is
observed C Slight change in odor is observed 10 D Consi derabl e change in
odor is observed E Conplete change in odor is observed [0058] [Table 2]
Eval uati on of Di sh-Washer Powder Detergent Conparative Conparative Exanple 4
Exanple 5 Exanpje 6 Exanple 1 Exanple 2 25C 50C 25C 50C 25C 50C 25C 50C 25C
50C Appedtde! CCABAAAAAA Olor CCCCAAAAAA 15 [0059]
From Table 2, with regard to the di sh-washer, powder detergents produced by
convent i dhal Vet hobsgNaf ek oratdragd CAl BIsC o rC ket hoh$ hOPFET¥Edf ound t hat
the degree of coloration (change in color) is high and appearance 20
becones Xt reheflyt worserasinel |(casngee igdaro liar )chishgeldseavedunbal anced. To
the contrary, in the dish-washer powler detergents blended into the

| ocked-i Dt ypenpiaeleslsle coloration {change in color) is observed

5 E Complete coloration (change in color) is cobserved

Odor
A No change in odor is observed [no change]
B Very slight change in odor is cbserved
C Slight change in odor is observed

10 D Considerable change in odor is observed
E Complete change in odor is cbserved
[0058]
[Table 2]

Evaluation of Dish-Washer Powder Detergent

Comparative | Comparative | Example 4 | Example 5 ) Example 6
Example 1 Example 2
25°C 50°C | 2B°C 50°C | 25°C | 50°C § 25°C | 50°C | 25°C | 50°C
Appearance | C Cc A B A A A piy A A
Odor C C C C A B A A A A

15 [0059]

From Table 2, with regard to the dish-washer
powder detergents produced by conventional methods, after
storage at 50°C for one month, it is found that the degree
of coloration {change in color) is high and appearance

20 becomes extremely worse as well as the odor is changed
and unbalanced. To the contrary, in the dish-washer

powder detergents blended intc the locked-in type powders
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46 of the invention, even after storage at 50C for one nonth, it is found
t hat appearance and odor are retained as sane as the appearance and odor
before storage. [0060] 5 Conparative Exanple 3: Production of powder
detergent (P) for clothing To 99.9 parts by weight of a powder detergent
for clothing (Heyabosi TOP: manufactured by Lion Corporation) was added
0.1 part by weight of catechin (polyphenol 10 powder GIP90: manufactured by
Ai ya Japan Corporation), followed by honogeneous m xi ng. [0061]

Conmparativ anpl e 4. .Production _of powder deterg ( for clothing 15
To 5. 0 pof by e iR B BT BhnaLr o DS 1 oot R CreDaBbEN To
manuf act ur ed. by, Li on . Corporation) was added 0.1 part, b ight of gallic
e, 1 O Gt By PR enaBaS ARy STDCRS T oA arfveCERERE 6 5.
Production of powder detergent (R) for_ clothing To 99.9 parts by wei ght of
a powder %I%t@?%e‘?ﬁp$%¥an€Po?HFinﬁ’d>€ﬁe%&q’ﬁ St 2%anuf act ured by Lion
Corporation) was added 0.1 part by weight of the coffee 25 raw bean extract
of Product?® Exanple 1, followed by

5 Comparative Example 3: Production of powder detergent (P)
for clothing
To 99.9 parts by weight of a powder detergent for
clothing (Heyabosi TOP: manufactured by Lion Corporation}
was added 0.1 part by weight of catechin (polyphenol
10 powder GTP90: manufactured by Aiya Japan Corporation),
fcllowed by homogeneous mixing.
[0061]
Comparative Example 4: Production of powder detergent (Q)
for clething
15 To 99.9 parts by weight of a powder detergent for
clothing (Heyaboshi TCOP: manufactured by Lion
Corporation) was added 0.1 part by weight of gallic acid,
followed by homogeneocus mixing.
{0062]
20 Comparative Example 5: Production of powder detergent (R}
for clothing
To 99.9 parts by weight of a powder detergent for
clothing (Heyabecshi TOP: manufactured by Lion
Corporation) was added 0.1 part by weight of the coffee

25 raw bean extract of Production Example 1, followed by

47



47 honogeneous m xi ng. [0063] Exanple 7: Production of powder detergent (L)
for clothing 5 To 99.0 parts by weight of a conmmercially available powder
detergent for clothing (Heyaboshi TOP: manufactured by Lion Corporation)
was added 1.0 part by weight of the | ocked-in type powder A produced in
Exanple 1, followed by honbgeneous m xing. 10 [0064] Exanple 8: Production
of powder detergent (M for <clothing To 99.0 parts by weight of a
commercially avail able powder detergent for clothing (Heyaboshi TOP: 15

nanufactLH§%b ghééﬁgr kggéation) was added 1.0 part by wei ght of the

| ocked-in po duced in Exanple 2, followed by honpbgeneous

m Xi ng. [ggﬁgg Exanpl e 9: Production of powder detergent (N) for 20
cl ot hi ng .0 parts by weight of a conmercially available powder
detergent_for clothing (Heyaboshi_ TOP: manufactured by Lion Corporation)
was addedXaPYart: byTOHBFGRP oL Lt ROk G 87 Ho%d@?rc produced in
Exanple 25 3, followed by honbgeneous m xi ng.

clothing

5 To 99.0 parts by weight of a commercially
available powder detergent for clothing (Heyaboshi TOP:
manufactured by Lion Corporation) was added 1.0 part by
weight of the locked-in type powder A produced in Example
1, followed by homogenecus mixing.

10 [0064]
Example 8: Production cf powder detergent (M) for
clothing
To 99.0 parts by weight of a commercially
available powder detergent for clothing (Heyaboshi TOP:
15 manufactured by Lion Corporation) was added 1.0 part by
weight of the locked-in type powder B produced in Example
2, followed by homogeneous mixing.
[0065]
Example 9: Production of powder detergent (N) for
20 clothing
To 99.0 parts by weight of a commercially
available powder detergent for clothing (Heyabocshi TOP:
manufactured by Lion Corporation) was added 1.0 part by
weight of the locked-in type powder C produced in Example

25 3, followed by homogeneous mixing.
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48 [0066] [Table 3] Conposition of Powder Detergent for Cothing (part by
wei ght) Conparative Conparative Conparative Exanpl e Exanpl e Exanple Exanple
3 Exanple 4 Exanple 5 7 8 9 powder detergent 99.9 99.9 99.9 99.0 99.0 99.0
for clothing Catechin 0.1 Gllic acid 0.1 Coffee raw bean 0.1 extract
Locked-in type 1.0 powder A Locked-in type 1.0 powder B Locked-in type
1.0 powder B

[0066€]
[Table 3]
Composition of Powder Detergent for Clothing (part by

weight)

Comparative | Comparative | Comparative | Example | Example | Example
Example 3 Example 4 Example 5 7 8 9

powder
detergent
for
clothing
Catechin

99.9 8.9 99.9 95.0 93.0 95.0

Gallic
acid
Coffee
raw bean 0.1
extract
Locked-in
type 1.0
powder A
Locked-in
type 1.0
powder B
Locked-in
type 1.0
powder B

[0067]
Test Example 2
The powder detergents (P) tc (R), (L) to (N} for

clothing immediately after production and they were

10 stored in a state placed in individual containers at 5°C,
25°C, or 50°C for one month. Thereafter, appearance and
odor of each of the powder detergents (P) to (R) and (L)
to (N} for clothing were evaluated in the same manner as
in Test Example 1.

15 The results are shown in Table 4.
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5 [0067] Test Exanple 2 The powder detergents (P) to (R), (L) to (N) for
clothing imedi ately after production and they were 10 stored in a state

pl aced in individual containers at 5C, 25C, or 50C for one nonth.
Thereafter, appearance and odor of each of the powder detergents (P) to (R
and (L) to (N) for clothing were evaluated in the sanme manner as in Test
Exanple 1. 15 The results are shown in Table 4. 49 [0068] [ Table 4]

Eval uati on of Powder Detergent for C othing Conparative Conparative

Compar ati%@)@arrpl e 7 Exanpl e 8 Exanple 9 Exanple 3 Exanple 4 Exanple 5 25C
50C 25C 5 C 50C 25C 50C 25C 50C 25C 50C Appearance BEBCACAAAA
AA OGor BCBCADAAAAAA [0069] 5 FromTable 4, wwth regard to the
powder dE?%?b%n for clothing produced by conventional nethods, after
storage at 50C for one nonth, it is found that the degree of coloration
(change ikvablarjon sohi §avdad Dappeacaicd Beddmisiidxdrenel y worse as wel | as

the odor;—s Comparative | Comparative | Comparative | Example 7 Example 8 Exanmple 9
Example 3 Example 4 Example 5
25°C 50°C 25°C 50°C 25°C 50°C 25°C 50°C 25°C 50°C 25°C | 50°C
Appearance | B E B C A C A A A A A A
Odor B C B [ A D A A A A B A
[C069]
5 From Table 4, with regard to the powder

detergents for clothing produced by cconventional methods,
after storage at 50°C for one month, it is found that the
degree of coloration (change in color) is high and
appearance becomes extremely worse as well as the odor is
10 changed and unbalanced. To the contrary, in the clothing
powder detergents for clothing blended into the locked-in
type powders of the invention, even after storage at 50°C
for one month, it is found that appearance and odor are
retained as same as the appearance and odor before
15 storage.
[0070]

While the invention has been described in detail
and with reference to specific embodiments thereof, it
will be apparent to one skilled in the art that various

20 changes and modifications can be made therein without
departing from the spirit and scope thereof.

The present applicaticn is based on Japanese

Patent Application No. 2006-079796 filed on March 22,
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10 changed and unbal anced. To the contrary, in the clothing powder
detergents for clothing blended into the |ocked-in type powlers of the

i nvention, even after storage at 50C for one nonth, it is found that
appearance and odor are retained as sane as the appearance and odor before
15 storage. [0070] Wiile the invention has been described in detail and
with reference to specific enbodinents thereof, it wll be apparent to one
skilled in the art that various 20 changes and nodifications can be nade
therein w ut e ting.fr h i ri nd s e_theregof. The present
applicatﬁ%%§€% %%%egﬁ%nE gﬁgﬁggg%r a?%hogﬁﬁ%%%%éfﬁ#F%b“ 5506-079796 filed
on March 22 50 2006, and the contents are incorporated herein by
reference¥e§$EEEC%Jl the references cited herein are incorporated as a
whole. 5 Industrial Applicability [0071] In the solid preparation for
fragrances or codh&®i caléf thRe redREicEs SitR® haeebodl §Bfenol s are 10

| ocked in a | ocked-in type capsule, the polyphenols are stably retained and,
even afteintorgeratadsasr agehotliee

5
Industrial Applicability
[0071]

In the sclid preparation for fragrances or

cosmetics of the invention, since the polyphenols are

10 lccked in a locked-in type capsule, the polyphenols are
stably retained and, even after long-term stocrage, the
fragrance or cosmetic is not colored and an excellent
appearance can be retained. Furthermore, the decdorizing
effect and the antioxidizing function are retained at use

15 of the fragrance or cosmetic. Also, there is a
characteristic that the influence of the base material
used in the fragrance or cosmetic is hardly exerted. 1In
the case where the fragrance or cosmetic is a bath agent
or a detergent, a particularly excellent effect can be

20 obtained. Moreover, when an alkali ingredient is blended
in the fragrance or cosmetic, it can exhibit excellent
deodorizing effect and antioxidizing function in
conjunction with the polyphenols released from the
locked-in type powder.

25 Furthermore, when a fragrance is used in the
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fragrance or cosnetic is not colored and an excellent appearance can be
retai ned. Furthernore, the deodorizing effect and the anti oxidizing
function are retained at use 15 of the fragrance or cosnetic. Al so, there is
a characteristic that the influence of the base material wused in the
fragrance or cosnetic is hardly exerted. In the case where the fragrance or
cosnetic is a bath agent or a detergent, a particularly excellent effect
can be 20 obtai ned. Moreover, when an alkali ingredient is blended in the

fragranc tig, i n_exhi it . I dorizing effect and
antioxidﬁ;%%8g$§%%t+%nckﬁmggéﬁjé%b??&#?ﬁﬁﬁ?é%ﬁ?%%ﬁgﬁﬁ%n%bg rel eased from
the |ocked-in type powder. 25 Furthernore, K when a fragrance is used in the
51 fragr SO oS b P cT6RIZENCA pirepatdtich bt thel OTFSant P ohYPEhe
fragrance is locked in_the | ocked-in type capsule, the fragrance is hardly
af f ect ed TRPIhie® baske ﬁﬁ?gF?QFeuéédW@¥4i%aqgé&ﬁ%ﬁéébbrtﬁ%s Bfc and t hereby
a 5 solid preparation for fragrances or cosnetics exhibiting no decrease in
odor and marethiangeusadoddr thealfiveg ramdengr tdusmgbragendahhdeebit ai ned. 52
Clains 1. A locked-in type powder conprising a polyphenols.

5 solid preparation for fragrances or cosmetics exhibiting

no decrease in odor and nc change in odor gquality during

the storage can be obtained.
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5 2. The |l ocked-in type powder according to claim 1, wherein a content of

the polyphenols is 0.2 to 20% by wei ght based on the total

| ocked-in type powder. 10 3. The | ocked-in type powder according to claim

wei ght of the

1 or 2, wherein the polyphenols is locked in a matrix material. 15 4. The
| ocked-in type powder according to any one of clains 1 to 3, wherein the
pol yphenols is a polyphenol having a hydroqui none or an o-di phenol

structure. 20 5. The | ocked-in type powder according to any

to 4, which further conprises at Ieﬁﬁg.m%ne of a flavor and a fragrance. 6.
o€ked-in 25 type powder according to

any one of clains 1 to 5. 53 7. The solid preparation according to claim®,

A solid preparation conprising the

one of clains

wherein the solid preparation is a fragrance or cosnetic. 5 8. The solid

preparation according to claim?7, wherein the fragrance or

cosnetic is a

1

bath agent or a et et gbPEked 1MnEVRE PEVSEEP&RA G HE R di ng to any one of
10 clainms 6 to 8, which further conprises a basic ingredient.

polyphenols.

2. The locked-in type powder according to claim

1, wherein a content of the polyphenols is 0.2 to 20% by

welght based on the total weight of the locked-in type

powder.

10

3. The locked-in type powder according to claim

1 or 2, wherein the polyphenols is locked in a matrix

material.

15 4. The locked-in type powder according to any

one of claims 1 to 3, wherein the polyphenols is a

polyphenol having a hydroguinone cor an o-diphenol

structure.

20 5. The locked-in type powder according toc any

one of claims 1 to 4, which further comprises at least

one of a flavor and a fragrance.

6. A solid preparation comprising the locked-in

25 type powder according to any one of claims 1 to 5.
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10. The solid preparation according to any one of clains 6 to 8, which
further conprises an enzyne. 54

7. The solid preparation according to claim 6,

wherein the solid preparation is a fragrance or cosmetic.

5 8. The solid preparation according to claim 7,

wherein the fragrance or cosmetic is a bath agent or a

detergent.

8. The solid preparation according to any cone of

10 claims 6 to 8, which further comprises a basic ingredient.

10. The solid preparation according to any one

of claims 6 tc 8, which further comprises an enzyme.
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