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(54) CTTIOCOB TTOJTYUYEHU ST HAHOKPUCTAJJIMYECKOTO KPEMHUM3AMEIIIEHHOTO

TUIPOKCHUAIIATUTA
(57) Pedepar:

H300peTeHrne  OTHOCUTCS K TEXHOJOTUHU
MOy YEHHUSI HEOPraHUYECKUX MaTepUasoB,
KOTOpbIE MOTYT OBITh  HUCIIONB30BAHBI IS
MIPOU3BOJICTBA MEMIIMHCKHX MaTepUasoB,
CTUMYJIUPYIOIIUX  BOCCTaHOBJIEHHE  Je(DeKTOB
KOCTHOM TKaHH, B TOM YHCJI€ B CTOMATOJIOTHH.
Crioco6 TTOJTyYCHHS MOHO(ha30BOT0

HAHOKPUCTAJIMYECKOT'0 KPEMHUIM3AMEILIEHHOT O
TUApOKCHATIaTUTA BKJIIOYAET CUHTE3
KpeMHUICOIepKaIero ruipoKkcuanaTuTa
METOJOM OCXIEHUsI U3 BOJHOIO pPacTBopa
peareHToB, coepIKaIInx opTodochopHyIO
KUCIIOTY, TUIPOKCH/T KaJIbIUS u
TETPAITUIOPTOCUIIUKAT Nipu pH He MmeHee 9 u
MoJisipHoM otHomenun Ca/P B nuanazone ot 2,0
0 2,5, OTCTaMBaHUE I 3aBEPIICHUS ITIpOLEcca
(azoobpazoBanus, BEIZICTICHYIC ocanka,
BBICYIIIMBAHUE M TEPMOOOPaOOTKY ocamaka, IIpH

Crp.: 1

3TOM CUHTE3 BeAyT nyTeM mnpuinBaHusg 10-20%-
HOTO pacTtBopa OpTOGOCchHOPHOIM KHUCIOTHI CO
ckopoctpio  0,2-0,8 MJII/MUH Ha JIMTP BOJHOIO

pacTBOpa KOMITIO3ULIN TUAPOKCHU KaJIbIUs
/TETPa3TUIIOPTOCUIIMKAT,  IPUTOTOBJICHHOM  C
HCITOIb30BaHUEM 0,08-0,16%-H0TO BOJIHOTO

pactBOpa THUAPOKCHAA KaJlbIUA W PaCYCTHOTO

KOJIMYECTBa TETPA3TUIIOPTOCUIINKATA JUTSL
MMOJYyYSHUs] TOTOBOTO TIPOIYKTA CO CTEIEHBIO
3aMelleHns KpeMHUEeM X, paBHbIM 1-2, W
MOJISIpHBIM ~ oTHOIleHWeM Ca/(P+Si), Oau3kuMm
kK 1,67, a TepmMooOpabOTKy BeayT IIpu
temrnepatype He Huxe 300°C, Ho He Gosee 400°C.
N3o6peTenue MO3BOJISIET MOJIy4aTh

CTEXHMOMETPpUYECKU MOHO(MA3HBIM TPOAYKT a3
CO CpEIHUM pa3MeEPOM KpUCTALIOB 9,95-12,53 HM,
yaenbHOU mnoBepxHOcThiO 108,97-132,58 MT u
TTOBHIMIIEHHON OMOAKTUBHOCTBIO, MPY HATPEBAHUM

ovyeoo0se NA

1 O


http://www.fips.ru/cdfi/fips.dll/ru?ty=29&docid=2500840

2500840 C1

RU

KOTOPOrO HEe 00pas3yloTcs mo0ouHble (asbl. 4 19388
18388, Meas, detai2_Si_GAPIData 1 —_—
Wi, 2 Tab., 8 mp. 17388, Céc. dela2_Si_GAPIDAa 1 —_
16388
15388
1438
13388
12388
11388
10388
9388
8388
7388
6388
5388
4388
3388
2388
1388 |
2 ol
612 '

Intensity (cps)

20 40 60 80
2-theta (deg)
®ur.1

(56) (mponomxeHue):

Medicine”, 2005, vol.16, no.12, p.p.1137-1142. ROVERI, N. et al, Synthesis of hydroxyapatite nanocrystals
in metasilicate gel, “A Global Road Map for Ceramic Materials and Technologies: Forecasting the Future of
Ceramics, International Ceramic Federation - 2nd International Congress on Ceramics”, ICC 2008, Final
Programm.

Crp.: 2

ovyeoo0se NA

1 O



2500840 C1

RU

RUSSIAN FEDERATION

FEDERAL SERVICE
FOR INTELLECTUAL PROPERTY

(12) ABSTRACT OF INVENTION

“ RU" 2500 840" €1

(51) Int. Cl.
C30B
C01B
C01B
A6IL
B82B
B82Y

2914 (2006.01)
2532 (2006.01)
3324 (2006.01)
2712 (2006.01)

3/00 (2006.01)
30/00 (2011.01)

(21)(22) Application: 2012130118/05, 16.07.2012

(24) Effective date for property rights:
16.07.2012

Priority:
(22) Date of filing: 16.07.2012

(45) Date of publication: 10.12.2013 Bull. 34

Mail address:

308015, g.Belgorod, ul. Pobedy, 85, BelGU, Otdel

intellektual'noj sobstvennosti, T.M. Toktarevoj

(72) Inventor(s):
Trubitsyn Mikhail Aleksandrovich (RU),
Gabruk Natal'ja Georgievna (RU),
Doan Van Dat (VN),
Le Van Tkhuan (VN)

(73) Proprietor(s):
Federal'noe gosudarstvennoe avtonomnoe
obrazovatel'noe uchrezhdenie vysshego
professional'nogo obrazovanija "Belgorodskij
gosudarstvennyj natsional'nyj issledovatel'skij
universitet” (RU)

(54) PRODUCING METHOD OF NANOCRYSTALLINE SILICON-REPLACED HYDROXYAPATITE

(57) Abstract:

FIELD: metallurgy.

SUBSTANCE: producing method of monophasic
nanocrystalline  silicon-replaced  hydroxyapatite
involves synthesis of silicon-containing
hydroxyapatite by means of a method for deposition
from water solution of reagents containing
orthophosphoric acid, calcium hydroxide and
tetraethyl orthosilicate at pH of not less than 9 and
molar ratio of Ca/P in the range of 2.0 to 2.5;
sedimentation for completion of a phase formation
process, extraction of deposit, drying and heat
treatment of deposit; with that, synthesis is
performed by adding 10-20%
orthophosphoric acid at the speed of 0.2-0.8 ml/min
per litre of water solution of calcium hydroxide /
tetracthyl orthosilicate composition prepared by
means of 0.08-0.16% water solution of calcium
hydroxide and design amount of tetraethyl
orthosilicate to obtain a finished product with

solution of

silicon replacement degree x equal to 1-2 and molar
ratio of Ca/(P+Si), which is close to 1.67, and heat
treatment is performed at the temperature of not

lower than 300°C, but not higher than 400°C.
Invention allows obtaining stoichiometric
monophasic product of phases with average size of
crystals of 9.95-12.53 nm, specific surface of 108.97-

132.58 m?/g, and increased bioactivity, at the
heating of which incidental phases do not occur.
EFFECT: improvement of characteristics.
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19388
18388{ Meas. data2_Si_GAP/Data 1 e
17388, Calc. data2_Si_GAP/DAa 1 -
16388,
15388,
14388
13388,
12388
11388
10388
9388
8388
7388
6388
5388
4388
3388
2388
1388 |
e
612 '

Intensity (cps)

20 40 60 80
2-theta (deg)
dur.1

Crtp.: 3

ovyeoo0se NA

1 O


http://www.fips.ru/cdfi/fips.dll/en?ty=29&docid=2500840

10

15

20

25

30

35

40

45

50

RU 2500840 C1

N300pereHne OTHOCUTCS K TEXHOJIOT MM MTOJTyYE€HHs HEOPraHUYECKUX MaTepUaioB, a
MMEHHO K CII0CcO0y MOJIyYeHUsI HAHOKPUCTAINIMYECKOT0 KPEMHUN3AMEIIEHHOTO
TUIPOKCUATIATUTA, KOTOPBIN MOXKET OBITh UCIIOJIH30BAH /ISl TPOU3BOICTBA MEAUIMHCKUX
MaTepUaIoB, CTUMYJIUPYIOIIUX BOCCTAHOBJIEHUE Je(PEKTOB KOCTHOM TKaHU, B TOM YUCIIE B
CTOMATOJIOTUH.

B nocneanue ropl B MEAUIMHCKON MPAKTUKE C LIETbIO 3aMEHbI, BOCCTAHOBJICHUS WU
pecTaBpalyu MOBPEXKACHHBIX KOCTEN U CYCTaBOB B KAYECTBE OMOCOBMECTUMBIX
UMITJIAHTATOB BeCbMa 3 (EeKTUBHO UCITOJIB3YIOTCS Kallbluii-(hochaTHRIE MaTepralbl.

OrpaHuYeHHbIE UCTOUHUKHU ayTOT€HHBIX MATEPUAJIOB, & TAKKE PUCKU, CBSI3AHHBIE C
UCIIOJIb30BAHUEM AJIJIOT€HHBIX WM KCEHOTEHHBIX MATEPUAJIOB, CIENAIN AKTyaIbHBIM
IMPOKOE MPUMEHEHUE B CTOMATOIOTMUECKO U OPTOTIEINYECKOM MPAKTUKE CUHTETUUECKUX
KOCTHOIUIACTUYECKUX MaTepualioB. Pemaronum ¢pakTopom mpu BEIOOPE MOT00HBIX
CUHTETUUYECKHUX MATEPUATIOB SBJISIETCS TO, YTO OHU JIOJIKHBI OBITH MAKCUMAJIBHO
OMOCOBMECTUMBIMU U OMOJIOTMUYECKH AKTUBHBIMU MaTepUaliaMH, CHOCOOHBIMU K
MOJTHOLEHHOM UHTETPALlMU B €CTECTBEHHBIN MTPOIECC PEMOJISTUPOBAHUS KOCTHOM TKaHMU.

OnxuM u3 Hanbosee BOCTPeOOBAHHBIX KOCTHOIUIACTUUECKUX CHHTETUYECKUX MAaTepUaAJIOB
KaJbuii-hochaTHOTO COCTaBa, Cpeid pa3pabOTaHHBIX B TeueHue nmociaenHux 30-40 rer,
sBisieTcs ruapokcuanatut (nanee ['AlIT), KOTOpbINi COOTBETCTBYET XUMUUECKOM (hopmyJie
Ca; o(PO,4)c(OH),.

['uapokcuanaTUT MOKHO CUMTATh KPUCTAJUIOXMMHUYECKUM aHAJIOTOM MUHEPATbHON
COCTABJISIIOIIEH TKaHEel CKeeTa KUBOTHBIX U JIIOJIEN U B CBSI3U C 3TUM OH YCIICIIHO CITYXKUT
0a30BbIM KOMIIOHEHTOM CUHTETHMUYECKUX MATEPUAIIOB AJISI OPTONEINU U CTOMATOJIOT UH.
[Toatomy cunternueckuit I'ATIl sBiseTcs Hanbosee OMOCOBMECTMMBIM OpTodhochaTom
KaJIbLMsI, KOTOPBIH, KaK COOOIIAeTcs, 4aCTO TOTOBST O KEPAMUUECKON TEXHOJIOTUH U B
Ka4ecTBe KOCTHO3aMEUIAOIIero MaTeprana NpUMMEHSIOT B IOPU30BAHHOM,
CPaHyJIMPOBAHHOM, MJIA3MEHHO-HATBIEHHON U KOMIAKTUPOBaHHOM ¢hopMax [1]. OnHako
TUIPOKCUATIATUTOBAS] KEPAMHUKA HE OUEHb XOPOIIIO PACTBOPSIETCS B OpraHU3MeE U He
pe3opOupyeT B TeueHue pazyMHoro nepuoja spement [2]. [Ipennaraemoe Bpemst ass
UZIEAJIbHO MTOJIHOM Pe30POLMHU 3TUX MATEPUAIIOB COCTABIISIET OT 1 Mecana 10 3 JIeT, B TeUeHHe
KOTOPBIX OHU OYyAYT 3aMelIeHbl Ha HOBbIE KOCTU. [103TOMY MOBBIIIEHHE CKOPOCTH
MHTErpalyy ¢ KOCTHOW TKaHbIO U OMOAKTUBHOCTH MAaTEPUAIOB HA OCHOBE
TUIPOKCUIIATIATUTA SIBJISIETCS BaXXHOU 3a/1a4ett.

OHUM U3 TyTel perieHust 3Tol MPOoOJIEMBbI SBISIETCS CUHTE3 HAHOPA3MEPHOTO
TUAPOKCHAIIATUTA C MOCIIEAYIOIed TEPMUUECKOM 00pabOTKOM HIKE TeMIIEpaTypPhl
cnekanus. [ToaTomy s monydenust HaHopasMepHoro I'ATl ceroans HaubobIIee
pacrpocTpaHeHue MOTyYrIM METO/Ibl, OCHOBAHHbBIE HA OCAXKJIEHUM TMAPOKCUAIIATUTA U3
IIEJIOYHBIX BOJHBIX PACTBOPOB PEATE€HTOB, COIEPKAIIUX B CTEXMOMETPUYECKOM
COOTHOIIIEHUU MOHBI KaIblus U ocdaT-uoHbl. [10100HbBIN METO, B YACTHOCTH, U3JIOKEH B
natente PD Ne2342938 [3].

BuMmecTe ¢ Tem, mocneaHue pe3yabTaThl KJIMHUUECKOHN arpoOanyu npenapaTton
MEAULIUHCKOT O Ha3HAYEHUs, TPUTOTOBJIEHHBIX ¢ Ucnojib3oBaHueM ["All, oTBeuarorero
dopmyie Ca, o(PO,)s(OH),, mOKa3bIBAIOT, YTO TAKOM MaTepHall, HAPSIY C IBHBIMU
MPEUMYIIECTBAMU 00JIaTaeT PSAOM HETOCTATKOB: HEIOCTATOYHOM CKOPOCTHIO
O6uope30pOLUH in Vivo U OCTEOMHIYKIHEH, T.€. CIA0bIM CTUMYJIMPYIOLIMM BO3IEHCTBUEM HA
POCT HOBOM KOCTHOM TKAaHMU.

IlepcrieKTUBHBIM HaIlpaBIEHUEM IMTOBBIIIEHUS pe30pOMPYEMOCTU U OCTEOMHAYKIMHU
KaJIbIHN-GochaTHBIX MATECPUAIIOB SIBIIIETCS XUMUYECKOE MOTUMUITMPOBAHNE
TUIPOKCUATIATUTA, TIPEXK/IE BCETO, TyTEM MOIYYEHHS] KPEMHUMN- WIN CUIIMKAT3aMEILEHHOT O
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rugpokcuanatura, naiee Si-I'All. YcraHOBII€HO, UTO THIPOKCHATIATHUT,
MOJU(UIMPOBAHHBIN CUIIMKAT-aHUOHAMM, CITOCOOCTBYET YIIyUIIIEHHOM MpoJudeparyn
0CTe00JIaCTOB U POCTY BHEKJIETOYHOTO MAaTPUKCA, YCKOPEHHON MUHEpAIU3aUd KOCTHOM
TKaHU [4-5]. KpemHulizaMeleHHble THAPOKCUAIATUTBI YaIlle BCETO OMUCHIBAIOTCS
dhopmyior:

Ca; o(PO4)6.x(Si04),(OH), _,, TA€ X - KOAPIULUMEHT WM CTETIEHb 3aMEIIEHUS] KPEMHMUSL.

M3BecTeH croco0 motyyeHus: KpEMHMM3AMEIIIEHHOTO THAPOKCHAIIaTUTa IyTeM
OCa’XKJIEHHUS U3 BOOHOI'O pacTBOpa pPeareHToB [6], re B Ka4eCTBE UCTOUHUKA MOHOB KaJIbLUs
U pochaT-noHOB UcTIOIB30BaIM ruaApokeua kanbuus - Ca(OH), u oprodochopHyto
kucnoty - H3PO,. Peakiyio Mexay HUIMU TPOBOAMIIM IIPYU KOMHATHOM TeMIiepatype, a pH
o IIepKUBaIM Ha ypoBHE 10,5 3a cueT mo0aBIeHUs TUApoKcuaa aMMoHusl. KpemHuii B
coctaB ['AIl BBonumu ¢ ucnosib3oBaHueM Terpaanerara kpemuus - Si (CH;COO),.
Martepuan 611 IpUroToBIIeH 1o ctexuomeTpun ['AIl ipy ycnoBum, 4TO KPEeMHHMI 3aMelaeT
no3unuu ochopa B KpUCTaIIMIECKOH perieTke, a MoysipHoe oTHoreHue Ca/(P+Si)
paBHo 1,67. Ocagox 'AIT tepmoo6padateiBamm ripy 1200°C B TeueHUe 2 4acOB B
atMocdepe Bo3ayxa. HemocraTkom 3Toro crmocoda, ¢ OHOM CTOPOHBI, SIBJISIETCST HEBBICOKAS
CTENEeHb 3aMELIEHUs] KpeMHHUS X<1, YTO COOTBETCTBYET COJAEPKAHUIO KPEMHUS B
Matepuane 0,8-1,5 mac.%, a ¢ IPyroii - MosBIIEHWE MPUMECHBIX (pa3, HaITpUMep OKCHIa
KaJIbIMS UM TPUKAJIbIUiQocdaTa mocie TepMooopadbOoTKU ITPH MCITOIB30BAHUM OoJiee
BBICOKHMX CTETIEHEN 3aMEIeHUs, HAalTpuMep, npu x>1.

M3BecTeH Takxke crmocod moaydyeHuss KpeMHUM3aMEIIeHHOTO TUIPOKCHAIIaTUTa, COTJIACHO
KOTOPOMY T'OTOBUJIM TTOPOIIKHA METOJIOM OCaXKJEHHUS U3 BOAHBIX PACTBOPOB, UCIIOJIb3YS
cootHotenue Ca/(P+Si), paBaoe 1,67 [7]. Ilopomiku conepskanu kapoonart. ITocie
MPOKaJIMBAHUS ObLIIM MTOJYYEHBI allaTUThI CBOOOAHBIE OT KapOoHaToB. Mcrob3ys
XUMUYECKYIO (hOPMYITY

Ca; o(POy)e.x(S104)(OH), _,, roe 0<x<2

JUTSl TPOKAJICHHBIX JEKAIBIIMHUPOBAHHBIX MTPOAYKTOB, aBTOPHI CIIOCOOA COOOIIAIOT, UTO
MOBEACHUE MOPOIIKOB KPEMHUICOIEPKAIIETO THIpOKCHanaTuTa ¢ X>1 04eHb OTJIMYAETCS OT
kommosuuii ¢ x<1. Eciu npu koaduimeHTe 3aMelieHus Ha CUJIMKaT-UoHbI X<1 mocie
npokanuBaHus ObL1 nosrydeH Si-I"ATl, cBoOoaHBINM OT KAPOOHATOB, TO Y IMOPOIIKOB C
ko3 dunueHTOM 3amerieHus x>1 mpu Harpese Boliire 700°C oqHOBPEMEHHO MOSBUIIOCH IBE
(ha3bl: THAPOKCHUATIATUT U O-TpUKaIbIMiidocdaT, 4TO, KaK U B BBIIIEYKa3aHHOM CIToco0e [6],
SIBJISIETCSI CYILIECTBEHHBIM HETOCTATKOM.

Haubonee 61M3KUM MO TEXHUYECKOM CYITHOCTH U JOCTUTAEMOMY PE3YIbTATy SIBISETCS
crioco0, onmrcanHbli B mateHTe US 20100173009 A1 [8].

VkazanHsblii crioco6 BkiroyaeT cuHTte3 Si-I'ATT meTogom ocaxkaenus npu pH He MmeHee 9
U3 BOJIHOTO PACTBOpA PEAreHTOB, COACPKAIUX OPTOHOCHOPHYIO KUCTOTY, TUIPOKCHUT
KaJblys U TeTpastuioprocuaukat (nanee TOOC). [Tpuuem peareHTHl BBOJSITCS B
PEaKIMOHHYIO CMECh IIPU YCIIOBUM obecrieueHust MojIsipHoro oTHoteHus: Ca/P B nuanazone
ot 2,05 1o 2,55, coepxaHusi aTOMOB KPEMHMS B IMaIa3oHe oT 2,9 1o 6 Mac.% v MOJIIPHOTO
otHoueHust Ca/(P+Si) B auanazone ot 1,50 1o 1,66. PactBop opTodochopHOM KUCTOTHI
MOMEIIAIOT B KAaNeJIbHYI0 BOPOHKY U JJOOABJISIIOT MO KATUISIM B KOMITO3ULIUIO TUAPOKCU]T
kanpuust/ TOOC, B TeueHue npumepHo 60-120 MuHyT. PeakIIMOHHYIO CMECh ITEpEMENTUBAIOT B
TEUEHHE 2 4aCOB, a 3aTEM OCTABJISIOT JUIS1 CTAPEHUST OKOJIO 24 yacoB. Bes peakuust mpoXoauT
Py KOMHATHOM TeMrepaType. 3aTeM CYCIeH3UI0 OT(PUIHBTPOBBIBAIOT C ITOMOIIILI0O BOPOHKH
Broxuepa ¢ ucronp30BaHueM PUIbTPOBAIBHON OyMaru U BakyymHoro Hacoca. ITocie
yaaeHus GUiIbTpaTa MOKPBINA (GHUIBTP-KOPXK MTOMEIIAOT B CYIIMIBbHBIN IKad 1 cymat
nipu 90°C B Teuenue 2 nuet. [1ocie yero BeICYIIEHHBIN (PUITBTP-KOPXK U3BJIEKAIOT,

Ctp.: 5
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M3MENBYAIOT B MEJIKUI MOPOIIOK C UCTIOJIb30BAHUEM CTYIKHU U IECTUKA, 4 3aTEM MOMEIIAI0T
B KAMEPHYIO IeUb U HAT'PEBAIOT B aTMOC(epe BO3ayXa 10 MAKCUMAJIbHBIX TEMIIEPATYP
oT 400°C o 900°C B Teuenue ogHoro yaca. Ckopocts Harpesa 2,5°C/MHH, CKOPOCTh
oxnaxaeHus: 10°C/muH.

DTOT crmocod MO3BOJISET MOAYYATh MOJUKPUCTATIIMUECKUN YUCTHIN UM MOHO(DA30BbIN
KPEMHUM3AMELEHHBIN TUAPOKCUATIATUT, COCTOSALIUN U3 yacTUll pazmepom 0,05-5 MKm
(v 50-5000 HM COOTBETCTBEHHO), O0JIaAAFOIIMIA OTHOCUTEIBHO BBICOKOM CKOPOCTBHIO
PACTBOPEHMS M CITOCOOHOCTHIO U3BJIEKATH JOCTATOYHBIE KOJIMUECTBA KPEMHMUSI B PACTBOP.

VYKa3bpIBaeTCsl, 4TO MPEUMYIIECTBOM KPEMHUN3AMEIIEHHOTO THAPOKCUATIATUTA 3TOT'O
n300peTeHus SABJsgeTCs Ooyiee BBICOKAs pACTBOPUMOCTD 10 CPABHEHUIO C KEPAMUUECKUM
KpPEeMHUI3aMEIIEHHBIM THAPOKCUATIATUTOM U OOBIUHBIM HEMOIU(UIIUPOBAHHBIM
TUIPOKCUATIATUTOM, a TaKxKe 00Jiee BHICOKHUI BBIXOJ KPEMHHUSI IPU KOHTAKTE C PACTBOPOM.
Takxe oTMeuaeTcst, YTO MPU BbLACPKUBAHUM KPEMHUIN3aMEIIEHHOT O THIPOKCUANIATUTA B
(bU3MOIOTMUECKOM PAaCTBOPE KOHIEHTPALUS HOHOB KaJIbIUS OCTASTCS HEM3MEHHOMN MITH
YBEIMUUBAETCS. DTO BBITOJHO OTJIMYAET €r0 OT TMIPOKCUANATUTOB C HU3KUM YPOBHEM
3aMeNIeHUs] KPEMHUS, I KOTOPBIX COAepKaHUe KaIblus B (DU3UOTIOTMUECKOM PACTBOPE
CHUXAETCS B TOT K€ MEPUO]I BPEMEHHU.

Coob1aeTcs, 4TO yaenbHasi TOBEPXHOCTh MOPOIIKA KPEMHUIM3AMEIIEHHOTO

TUAPOKCHATIATUTA, ITOJIy4YaeMOI'0 C TOMOIIBIO JAHHOTO criocoda cocraisieT oT 10 10 90

M2/T, UTO CYIIECTBEHHO IPEBBIIACT YICIbHYIO TOBEPXHOCTh TTOPOIIKA OOBIYHOTO
TUIPOKCHAIIATUTA T10CIIe HarpeBaHUs oOpa3LoB MpU TOM ke TeMiieparype. Hanpumep,
nocie Harpesa nmpu 900°C yaenbHas MOBEPXHOCTh MOPOIIKA KPEMHUN3aAMEIIEHHOTO
TMIPOKCHATIATHTA, TTONYYEHHOTO C ITOMOIIBIO JAHHOTO CI1oco6a, cocTaBiseT 27 M2/T, a
yIeJbHAsl TOBEPXHOCTh COOTBETCTBYIOLIETO MOPOIIKA HE3AMELIEHHOTO TUIPOKCUATIaTUTA
coctapisier 13 M2/r.

B 10 ke BpeMsi B OMCAaHUU YKAa3bIBAETCS, UTO UCIIOJIb30BAHUE MOJISIPHOT'O OTHOIIIEHUS
Ca/(P+Si1)=1,667 u Bblllle MOxeT nocie Harpesa rpu 900°C npUBOAUTH K MOSIBJIEHUIO ABYX
daz: dazwr Si - [AIT u 2-i1 HexemaTeabHo# ¢as3bl - CaO. Kpome Toro, otmMeuaercs, 4To
TaKol KpeMHUI3aMeIlEHHbIN THIPOKCUAIATUT MOKET OBITh MPEACTaBIIeH (HOPMYJIOi:

Cajg.5(POy)g-(Si04),(OH), _,, TAE O mpeAcTaBisieT AePUIUT KaIblysl, TOCKOJIbKY
MoJisipHoe oTHoteHue Ca/(P+Si) umeer 3HaueHue MeHblie 4yeM 1,667.

TakuM 00pa3oM, OCHOBHBIMU HEAOCTATKAMU JAHHOT'O TEXHUUYECKOTO PELICHUS SIBIIAETCS
HEJ0CTATOYHAs! OMOAKTUBHOCTD MOJIyUEHHOT' O MPOJYKTA, T.€. HEIOCTATOYHO BBICOKAS
CKOPOCTh PACTBOPEHHUs B (PU3MOIOTUUECKUX Cpefax, HEBO3MOKHOCTD ITOJTyUeHHUSI
CTaOUILHOTO MOHO(A30BOT0 KPEMHHUIMCOAEPIKAIIETO THAPOKCHATIATUTA ¢ KO3(PPUIUESHTOM
3aMeIleHUs X B IMarna3oHe ot 1 10 2 mpy MOJISIpHOM oTHolieHuu pearentoB Ca/(P+Si)=1,67,
U, KaK CIIEJICTBUE, HECTEXMOMETPUUHOCTh TAKOr'0 MPOAYKTA U3-3a AePUIUTA KATUOHOB
KaabLMsl. A, KaK U3BECTHO, HEIOCTATOK KaJIbLMsl B KOCTHBIX TKAHSIX YEIOBEKA U KUBOTHBIX
MOXeET MPUBOAUTH K 00JIee Cephe3HBIM MpOoOJIeMaM, ueM IedUIuT KpeMHUs. Takxe ciemayer
UMETh B BUJIY, YTO Y KPEMHUICOACPKAIIMX THAPOKCUATTIATUTOB, OTBEUAIOIIUX (hopMmyIie
Cao(POy4)e.x(Si04)(OH), _,, HapyLIaeTCsl IPUHLMII 3JIEKTPOHEUTPATIbHOCTU. JTO, B CBOIO
ouepe/ib, SIBISETCS OCHOBHOM MPUYUHON HECTAOUIBLHOCTH MTOAOOHBIX COeTMHEHUI U
OOBSICHSIET UX CKJIOHHOCTh K JIECTPYKIMU C BBIJEIIEHUEM TOOOYHBIX MPUMECHBIX (a3,
OCOOEHHO MpPU HarPeBaHUMU.

3anaueit n300peTeHus SBIISIETCS CO3/IaHKe criocoba MoayueHus MOHO(]a30BOTO
HAHOKPUCTAUIMYECKOTO KPEMHUN3AMEIIEHHOTO THIPOKCUANIATUTA C TOBBIIEHHOM
OMOAKTUBHOCTBIO U CO CTEMEHBIO 3aMeIIeHUs] KpeMHUS X=1-2, Mpu MOJIIPHOM OTHOIICHUU
Ca/(P+Si), 6auskoM k 1,67.

Crtp.: 6
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TexHuueckui pe3yabTar:

- MOJIy4YeHUE CTeXruoMeTpuuHoro Monodaszosoro Si-I'All co cpenmHuM pazmepom
KpUCTanoB 9,95-12,53 uM, yaenbHOM noBepXxHOCThIO 108,97-132,58 MZ/F, 4TO 00ECIIEUnBAET
MOBBIIIEHHYI0 OMOAKTUBHOCTH TOTOBOTO MPOYKTA;

- MOJIy4€HUE CTA0MILHOTO MOHO(]A30BOr0 MPOAYKTA (POPMYJIBI
Ca; (POy)e-x(Si04)(OH), _,, e 1<x<2, mpu HarpeBaHUU KOTOPOTro HE 0Opa3yIOTCs
MoOOYHBIE (pa3bl.

JI71s peleHrs IMoCcTaBICHHOM 3a/1a4M MTOJTyUYeHHUs CTAOUITBHOTO MOHO(A30BOr0
HAHOKPUCTAIUTMUECKOTO KPEMHUN3AMEIIEHHOTO TUIPOKCHUATIATUTA CO CTETIEHBIO 3aMeIEeHHUS
KpeMHHUS X=1-2, YTO COOTBETCTBYET COAEPKAHUIO KPEMHUS 10 6 Mac.%, IpU MOJIIPHOM
otHoteHuu Ca/(P+Si), 6muszkom k 1,67, mpemyioxken crocod noiayuenus Si-I'All,
BKJTIOYAIOIIUI CUHTE3 ITyTEM OCaXKJICHUSI U3 BOJIHOTO PACTBOPA PEAreHTOB, COACPKAIIMX
opTo(ochOpPHYIO KUCIIOTY, TUAPOKCU KATIbLUS U TETPAITUIOPTOCUIMKAT Iipu pH He
MeHee 9 1 MoJisipHoM oTHotennu Ca/P B quamnazone ot 2,0 10 2,5, oTCTauBaHUE s
3aBepIIeHUS mporecca pa3000pa30BaHUS, BBIICICHUE OCAIKa, BBICYIIIMBAHUE U
TepMOOOPAabOTKY OcaaKa, MpUYeM CUHTE3 BeyT IyTeM npuimuBanus 10-20%-Horo pacTBopa
opTodochopHON KMCIOTHI CO CKOpOocThIo 0,2-0,8 MII/MUH Ha JIMTP BOJHOTO pacTBOpa
KOMITO3ULUU TUAPOKCU]T KAJTbLUS/ TETPAITUIIOPTOCUIIUMKAT, IPUTOTOBJIEHHOM C
rcnojb3oBanreM 0,08-0,16%-HOro BOJHOTO pacTBOpa THAPOKCHIA KAJIBIUS U PACUETHOTO
KOJIMYECTBA TETPA3TWIOPTOCWIUKATA JJIS OJIyYEHUSI TOTOBOT'O MPOAYKTA CO CTENEHBIO
3aMelleHUsI KpeMHUeM X=1-2 1 MoJisipHbIM oTHoleHueM Ca/(P+Si), paBHbim 1,67, a
TepMOOOPabOTKy BenyT mpu Temriepatype He Huke 300°C, Ho He 6oJtee 400°C.

Crioco0 BKITIOYAET CIIEAYIOIIUE HOBBIEC MPU3HAKMU:

- ckopocTh npunuBanus 10-20%-Horo pactBopa opTodochOopHOM KUCTOTHI
cocrasiget 0,2;

- 0,8 MJI/MUH Ha JUTP BOJHOTO PACTBOPA KOMITO3ULIUU, TPUTOTOBJIEHHOM C
ucronb3osanueM 0,08;

- 0,16%-HOr0 BOJJHOT'O pacTBOpa FMAPOKCHIA KAJIbIUS U PACYUETHOTO KOJIMYECTBA
TETPA3ITUIOPTOCUIIMKATA JJIs1 ITOJIYUEHHUs] TOTOBOT'O MIPOIYKTa;

- TepMOOOPAOOTKY OcaJika BeayT mpu Temrnepatype He Huxke 300°C, Ho He 6oiee 400°C,
T.K. TepMoobpadoTrka Hwke 300°C mpuBOIUT K CHUKEHUIO OMOAKTUBHOCTH TOTOBOT'O
MpoaykTa, a Beiie 400°C - Helenecooopa3Ho U3-3a JOMOITHUTEIbHBIX SHEPro3aTpar.

Hcnonb3oBaHue BOOHOTO pacTBOpa M'MAPOKCUAA KaJlblUs ¢ KOHUEHTpauuen Menee 0,08
Mac.% Helenecoo0pa3Ho Mo SKOHOMUYECKUM ITPUYMHAM U3-3a KpaiiHe HU3KOr0 BBIXO1a
FOTOBOT'O MPOAYKTA.

[TonydeHue u UCTIOJIL30BAHUE UICTUHHOTO BOJHOT'O PACTBOpA FMAPOKCHUIA KaIbLUs C
KoHIeHTpanueit 6osee 0,16 Mac.% HenenecooOpa3HO U3-3a HU3KOM PACTBOPUMOCTH
TUAPOKCHUIA KaJIbLH.

Ckopoctb npunuBanus 10-20%-Horo pactBopa opTodochopHoi KUcIoTel MeHee 0,2
JI/MMWH Ha JIMTP BOJHOTO PACTBOPA KOMITO3ULIMU TUIPOKCUIA KAJTBIUS U
TETPAdTUIIOPTOCUIIUKATA HELEIecO00pa3HO U3-3a KpaifHe HU3KOI0 BbIX0/1a TOTOBOT'O
MPOJIYKTA.

Ckopoctb npunuBanus 10-20%-Horo pactBopa opTodochopHoit KUcinoThl 6oee 0,8
JI/MUH Ha JINTP BOJHOTO PaACTBOPA KOMITO3ULMU TUIPOKCUAA KAJIbLUS U
TETPAITUIOPTOCUIIMKATA IPUBOAUT K BO3MOXKHOCTH MOJIYyUEHHUs HECTAOUILHOTO
HECTEXMOMETPUYHOI'O KPEMHMIM3AMEIIIEHHOT'O THAPOKCHAIIaTUTa
Ca;.5(POy4)6-x(S104),(OH), .« C HAPYLIEHHBIM IIPUHLKMIIOM 3JIEKTPOHEUTPAIIBHOCTH,
KOTOPBIM Jajiee TPy HaTPEBAHUU MOXKET pa3laraThCs ¢ 00pa30BaHUEM TPEXKATbIUEBOTO
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docdara - Caz(PO,),, runpokxcuna xaneius - Ca(OH), winm okenna kansuus - CaO.

Teoperuueckoe 000CHOBAHUE MPEAJIOKEHHOTO U300PETEHUS 3aKITI0UAETCS B CIIEAYIOIIEM.
KpemuuiizamelieHHbIe TUIAPOKCUATIATUTHI MOTYT OBITh MPEACTaBIIEHbI (HOPMYIIOIA -

Ca | ((POy)g_«(SiOy),(OH), _,, rae X - ko3hGUIMEHT UM CTENEHb 3aMellieHus KpeMHus. [1pu
3TOM HaJInuue 10 5-6 Mac.% KpEMHUS B COCTaBE KOCTHOM TKAHU SBJISIETCS MPUHUMITHATIBHO
BAXHBIM JJ1s1 POPMUPOBAHUS MTOJTHOLIEHHOM €CTECTBEHHOM KOCTH C TPEOYEMbIMU CTPOCHUEM
u pynkumonanom. s obecriedeHust HEOOXOAUMOTO COACPKAHUS KPEMHUS U KATbIUS B
CHUHTETUYECKOM KPEMHHUN3aMEIICHHOM THAPOKCHATaTUTE KOAPPULIMEHT 3aMeleHust
KpPEMHHMEM B CUHTE3UPYEMOM IPOAYKTE NOJKEH OBITh B Mpeaenax x=1-2, a MoJIspHOe
otHomenue Ca/(P+Si) 6mu3kuM kx 1,67.

OnHaxko, eciau NpUPOIHbIA THIPOKCUATIATUT, OTBEUAIOLIUI 3TUM XapaKTePUCTUKAM,
ycIenHo (hOpMUPYETCS B KOCTSX YeI0BEKa U )KUBOTHBIX, TO MOIYUYEHHUE MTOJJOOHOTO
MOHO(}A30BOr0 U cTadbuibHOTO cuHTeTuueckoro Si-I'ATl, kak cienyer u3 TaHHbBIX
3apyOeXHbIX U OTEUECTBEHHBIX ABTOPOB, 10 CUX ITOP OCTAETCSl HEPEIIEHHOW TEXHUUYECKON
npoo6siemoit. @opMabHO AJ1s cuHTe3a KpeMmHuizamenieHHoro ['AIl qanHoro cocrasa B
menoyHoi pactBop ¢ pH 6onee 9 (kak ucrounuk rpynin OH™) 1oKHBI OBITH BHECEHBI UITH
MIPUCYTCTBOBATH B TPEOYEeMOM COOTHOIIEHUU CBOOOHBIE MOHBI KaIblus, (pochaT-uoHbI U
CHITMKAT-MOHBI. OHAKO CHIIMKAT-HOHBIL, B OTaH4me oT nonoB Ca’t u PO, >, uMeror oco6oe
XUMUYECKOE MOBEACHHE B BOJIHBIX PACTBOPAX, @ UMEHHO BBICOKYIO CKIIOHHOCTD K
MOJIMMEPU3ALUU C OOpa30BAHUEM OJIMTOMEPOB U JaJiee YACTHUI KOJUIOUTHOIO KPEMHE3eMa.
[Tpruem cKOpOCTh MOJIMMEPU3ALMH TPU IPOUMX PABHBIX ApAMETpax BO3PACTAET IO Mepe
YBEIMUYEHNS KOHIEHTPALMHA HOHOB SiOy*™ 1 CHIDKEHUS 1IEIOYHOCTH CPEe/IbL.

B npennaraemoM criocobe, kKak U B MIPOTOTUIIE, UICTOYHUKOM CUIIMKAT-UOHOB SIBJISIETCS
terpastuioprocuikat (TOOC), KOTOPHIM 100ABISIOT B paCTBOP TMAPOKCUAA Kanbius. B
pesynbTate menoyHoro ruapoiuza TOOC B peakiMOHHYI0 CMECh TOCTYMAIOT CBOOOHBIE
CWJIMKAT-UOHBI 10 PEAKIUHU:

C,H.0),Si+40H" — Si0,* +4C,H.OH 1
25y 4 s

Janee cBOOOHBIE HOHBI Si044' cpa3y BCTYNAIOT B PEAKIUIO C U30BITKOM HOHOB Ca’*c
00pa3zoBaHUEM MAJIOPACTBOPUMOTO CHITMKATA KAJIBIUS IO PEAKIUU:
2Ca’ +8i0," - ca,sio, |, (2)

Y TEM CaMbIM YXOZST U3 PEaKIMOHHOTO 00BbeMa.

3aTeM B peakIMOHHYIO CMECh HAUMHAIOT C 33/IaHHOM CKOPOCTBIO IO3UPOBATH PACTBOP
opTodochopHOI KMCIOTHL. B 3TOT nmepuoa mpoucxoaut popMupoBaHUe TPOMEKYTOUHOTO
npoaykra - amopgHoro ¢ocdata kanpius Caz(PO,),, KOTOpEHIt 3aTeM TpaHCPOPMUPYETCS B
TEPMOAMHAMUYECKH HAUOOJIee YCTOMYMBOE U CAMOE MaJIOPACTBOPUMOE COSTMHEHHUE B
cucreme CaO-P,05-H,0 - rugpokcuanatur (I'AIT). [Tockonbky Ca,SiO, siBisieTcs Hauboee
PacTBOPUMBIM COCAMHEHHUEM B 3TOM DIy, TO MO Mepe (GopMUpPOBaHUS HOBOM (a3l
Ca;(PO,), n nanee I'AIl, cunmkat Kajaplys HAUMHAET PACTBOPATHCS C BBICBOOOXKIEHUEM B
006beM pacTBOpa HOHOB Si0,*". DTH CHITMKAT MOHBI BCTPAUBAIOTCS B KPUCTAIUIHUECKYIO
pereTky HoBooOpa3sytomieics ¢as3bl ¢ 00pa3oBaHUEM KPEeMHHUN3aMEIIEHHOT O
TUIPOKCUATIATUTA.
3ca®™ + 2P0, — Ca,(PO,), (3)

Ca,SiO, <> 2Ca™ + Si0,* (4)
3Ca,(PO,), + Ca™ + x8i0," + (2- x)OH™ — Ca (PO,), , (Si0, ), (OH), ., + xPO,” (5)

[Tpu monyueHuun crexuomerpuuHoro Monogaszosoro Si-I'All co cTenenblo 3aMeleHust
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x=1-2 (1o 6 mac.% Si) ¢ y4eTOM BBIIIEPACCMOTPEHHOIO XUMHU3Ma MPUHLIMITHATIBHO BAXKHO
BECTH IPOLIECC CUHTE3a Ha BCEX ATarnax TakKUM o0pa3oM, YTOObI MAKCUMAJIbHO
CUHXPOHHU3UPOBATH CKOPOCTU MPOTEKAHUS COMPSIKEHHBIX MTpoueccoB (3)-(5). Eciu yactp
HOHOB Si044' nocie aectpykuuu Ca,SiO4 He ycneBaeT BCTpauBaThes B cTpykTypy ATl o
MIPOUCXOUT OBICTPAS UX MOIMMEPU3ALUS C 0OPA30BAHUEM OJIMTOMEPOB U HAHOUYACTHI]
KOJIJIOMTHOTO KpEMHE3eMa. DTa YacTh 3al0JIMMEPU30BAHHOTO KPEMHHUS YK€ HE MOXKET
y4acTBOBATh B M30MOP(GHOM 3ameleHuu ¢pocdopa, a ocaxaaeTcss Ha TBEPIBIX YaCTHUIAX
CYCII€H3UM THIPOKCHU/IA KAJIbLUS UM HAa TIOBEPXHOCTHU YK€ 00pa30BaBUIMXCS KPUCTAIIIMTOB
HezamerenHoro I'AIl. B pe3ynbrate Hapsay ¢ ¢pa3oil KpeMHUN3aMEIIeHHOT O
TUIPOKCUAIIATUTA BO3HUKAIOT TOOOYHBIE MPOIYKTHI, HAITPUMEP HECTAOUIbHBIN
HECTEXUOMETPUUHBIN TMAPOKCHATIATUT Ca . 5(POy4)g_(S104)(OH), _,, ¢ HApyLIEHHBIM
MIPUHIUIIOM 3JIEKTPOHEUTPATIbHOCTU, KOTOPBII JaJIee MOXKET pa3iarathcsi ¢ 00pa3oBaHUEM
TpexkaibuueBoro gocdara - Caz(PO,),, runpokxcuaa xaneius - Ca(OH), uinm okcuna
kanbus - CaO.

[TpennoxkeHHbI ciocod XapaKTepUsyIoT ClieAyIore GUrypsl:

@ur. 1. Iudpakrorpamma POA obpasua Si-I'All mpu cTeneHn 3aMeIeHnss KpeMHUEM
x=2;

®@ur.2. Iudpakrorpamma POA obpasua Si-I'All mpu cTeneHn 3aMeIeH!ss KpeMHUEM
x=1;

®ur.3. UK-cniektp obpaszua Si-I'All mpu x=2;

®ur.4. UK-cniekTp obpasua Si-I'AIl mpu x=1.

Penrtrenorpadudeckue ucciaemoBaHus MpoBoauia Ha audpakromerpe Rigaku Ultima IV
(Anonus) ¢ gerekropoM D/teX Ultra. CheMKy MPOBOJIMIM B PEXUME HA OTPAKEHHE
(reometpus bperra-bpenrano) ¢ ucnnons3oBanueM Cu K, -usiryuenus (1yiMHa BOJIHBI
X=1.54178 A). [TapameTpsl paboThI TeHepaTopa: yckopsitoiee Hanpsbkenue 40 kB, Tok
TpyOku 250 MA. CbheMKy TPOBOIWIM B KBAPLEBBIX KIOBeTax. JIJ1sl 3aKperieHus
MOPOLIKOBBIX 00pA3LOB HE UCIIOJIb30BAIN PACTBOPUTENH. [lapaMeTpbl CbeMKH MHTEPBAI
yrioB 20=5-85°, mar mo 200 0.02°, cKopocTh perucrpaiuu cnekTpoB 37 muH. KauecTBeHHBIM
aHaJIU3 MOJIYYEHHBIX PEHTIEHOrPaMM U MPOGUIbHBIN aHAJIU3 CIIEKTPOB, OINPE/IeTICHHE
3HAUYCHUH MMapaMeTPOB PEIIETKA MPOBOAUIM C TOMOIIBIO mporpaMMbl PDXL Qualitative
Analysis ipu ucriosib3oBaHuu 6a3 ganusix ICDD (PDF 2008).

KauectrBennbiit ananus Si-I'All Ha HamuyKe KapOOHAT-UOHOB B TE€X UJIM UHBIX MO3UIMUAX
KPUCTAJUIMYECKON CTPYKTYpbI ObLT ITpoBeneH npu nomoiu MK-cnexkrpockonuun Ha K-
®ypse ciekTpoMeTrpe Nicolet 6700 (Thermo Electron Corporation, CIIIA) ¢ gerektopom
MCT-Ax (50 MKkM).

HMK-criekTpbl MOTIIOMIEHUsT 00pa3oB perucTpupoBaiu B auana3one 400-4000 em™! co
CIIEIYIOIIMMHM MTapaMeTPaMM: YUCIIO CKAaHOB MPOOBI 32; uuciio ckaHoB 32; paspetienue 4,000;
yeunenue 8,0; ckopocTh 3epkana 0,6329; muadparma 100,00. Ananmus momydeHabix MK-
CHEKTPOB, ONPEAEIIEHUE 3HAUEHUIH BOJIHOBBIX YMCEJ TPOBOAWIN C TOMOUIBIO
nporpammuoro komiiekca OMNIC (Bepcust 7.3) npu UCTTOJIL30BAHUM aBTODWIHTPA,
0a30BOM KOPPEKIIUHU.

Onucanue cnocoba MmosICHIETCS] TpUMEpaMu.

IMpumep 1

CuHTE3 KpeMHUN3aMEIIEHHOTO TUIPOKCHANaTUTa ¢ MOJIIpHbIM oTHoleHueM Ca/(P+Si) -
1,67 1 cTeneHbIO 3aMEIICHUSI Ha KpeMHU Xx=2 (okoJ0 5,8 Mac.% Si uim 19 mac.% cunmukar-
MOHA) B ClIy4yae, KOTra KOHLUEHTPpALKs BOJHOTO pacTBOpa ruapokcuaa Kanbuus - 0,08
Mac.%, a KOHIIEHTPAIUs BOJTHOTO pacTBopa opTodocdopHoit KUCITOTHI - 20 Mac. %.

Hagecky ruapokcuaa kamabius Maccoit 0,8 T mpu KOMHATHOM TeMIiepaType 100aBIIsIIM
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K 1000 MJT IMCTUWJTTMPOBAHHOMN BOJbI, IEPEMEIIIMBAIIM C TOMOIIBIO MATHUTHON MELIAJIKU B
TeueHue 10-15 MUHYT M OCTaBJIsIIM HA 6 YACOB 0 MOJHOTO PACTBOPEHUS TUAPOKCUIA
kasbuus. [Tocne yero k 1000 mit 0,08%-HOTro BOAHOrO pacTBOpa MAPOKCUIA KaIbLUs IIPU
HemnpepbIBHOM TiepemeruBanur 1ooasisuin 0,44 ma TOOC (0,42 T, w=99%) u pacTBOp
MHTEHCHUBHO MEPEMEIINBAIIM C TOMOIIBIO JIEKTPUUECKON MEIIAJIKH e1lie B TeueHue 5-10
MUHYT.

1,72 M oprodochopHoit kucaoTsl (1,96 r 20% xouu. H;PO,) noMenianu B 1enuTenbHYIO
BOPOHKY U TOOABJISUIU MO KAIUISIM B BOJIHBINA PACTBOP, COIEPKAIIUN KOMITO3ULIUIO
ruapokcua kanbiust/ TOOC, co ckopocthio 0,6 Mi/muH. ITocme mobaBiaeHus Bcero oobema
pactBopa oprodocdopHOii KUCIOTHI TpoBepsii pH cmecu pearenToB 1 pH ocraBacs
60:ee 10, B CBSI3U C BBICOKUM MOJISIPHBIM cooTHoIIeHueM Ca/P ucronb3yeMbIX peareHToB.
Peakuuonnyto cmech nepeMeniMBaiy B TedeHre 30 MUHYT, a 3aT€M OCTABIISUIU JJIsl CTAPEHUS
OKOJI0 24 yacoB. Bcest peakuysi npoxoauiia Mpyu KOMHATHOM TEMIIEpaType.

OO6pa3oBaBIIMiiCs KOJUTOUIHBINM PACTBOP OTPHUILTPOBBIBAIN C IIOMOIIBIO BOPOHKU
Broxuepa, ¢ ucnonpzoBaHueM HUILTPOBATIBHON OyMaru u BAKYyMHOTO Hacoca. 3aTemM
0CaJIOK ¢ (PUIIbTPa KOJMYECTBEHHO MepeHoCM B (hap(opoByto yamky u cymmiu mpu 90°C
B CYIIMITBHOM IIKady 10 mocTossHHOM Macchl. [Toce atoro Si-I'AIl u3menbyany B MENKHiA
MOPOIIOK C UCTIONB30BAHUEM CTYIKHU U IECTHKA U TIOMEIATN B MY(eIbHYIO MeUb, e ero
tepmoobOpadbaTtsiBau rmpu 300°C B TeueHue 2 4acoB, CKopocTh HarpeBa 10°C/muH.
Hudpaxrorpamma PDA ob6pasua Si-I"All, mory4eHHOTO MpH CTENEHU 3aMEeIeHUs
KpeMHueM x=2, npeacrapiena Ha ¢ur.1, MK-criektp obpasua Si-I'AIl npu x=2 npeacrasiieH
Ha ¢wur.3.

ITpumep 2

CuHTE3 KpeMHUI3aMEeIIEHHOTO TUIPOKCHANaTUTa ¢ MOJISIpHbIM oTHoleHueM Ca/(P+Si) -
1,67 v cTeneHbI0 3aMEIICHUSI HA KpeMHuU Xx=2 (0koJ10 5,8 Mac.% Si uimm 19 mac.% cunvkar-
MOHOB) B ClIy4ae, KOrga KOHLUEHTpalUs BOJHOTO PAcTBOpA THApOKcUAa Kabius - 0,16
Mac.%, a KOHIIEHTpalUs BOJHOTO pacTBopa oprodocdopHoit KUcioTsl - 10 mac.%.

Hagsecky ruapokcuaa Kaiabiust Maccoit 1,6 T mpyu KOMHATHOM TeMIiepaType 100aBIIsIu
K 1000 MJT IMCTUWJTTMPOBAHHOM BOJbI, IEPEMEIIIMBAIIM C TOMOIIBIO MATHUTHON MELIAJIKU B
teueHue 10-15 MUHYT U OCTaB/IsIIM HA 6 YACOB 0 MOJHOTO PACTBOPEHUS TUAPOKCUIA
kaJibius. [Tocne yero k 1000 mit 0,16%-HOTO BOAHOTO PACTBOPA TMAPOKCUAA KAJbLUS TIPU
HeTpepbIBHOM nepemernuBanun 1oo6asisum 0,88 mia TOOC (0,84 T, w=99%) 1 BOIHbII
pPAacCTBOP MHTEHCUBHO NMEPEMENIUBAIIM C TIOMOIIBIO 3JIEKTPUUECKON MELIAIKU €LIE B
TeueHue 5-10 MUHYT.

7,4 mu1 oproocdopnoit kucnotsl (7,84 T 10% xonu. H;PO,) moMernany B 1euTenbHyIO
BOPOHKY U TOOABJISUIU IO KAIUISIM B BOJIHBIN PACTBOP, COIEPKAIIUIN KOMITO3UILIUIO
ruapokcua kKanbiust/ TOOC, co ckopocthio 0,6 Mii/muH. ITocme nobaBiaeHus Bcero oobema
pactBopa optodochopHoit kucmoTs mposepsiii pH cMmecu pearentoB u pH ocrasarcs
60:ee 10, B CBSI3U C BBICOKMM MOJISIpHBIM cooTHoIeHueM Ca/P ucronb3yeMbIX peareHToB.
Peaxuuonnyto cmech nepeMerimBaiy B TedeHre 30 MUHYT, a 3aT€M OCTaBIISUIM JUISl CTAPEHUS
OKOJI0 24 yacoB. Bcs peakuysi npoxoauiia Mpyu KOMHATHOM TEMIIEpaType.

O0pa3oBaBUIMICS KOJUTOUTHBINA PACTBOP OT(PUIBTPOBBIBAIU C TOMOIIBI0 BOPOHKHU
Broxuepa, ¢ ucnonpzoBaHueM HUIHTPOBATIBHON OyMaru u BAKYyMHOTO Hacoca. 3aTemM
0CaJIOK ¢ (PUIIbTPa KOJMYECTBEHHO MepeHOCIH B (hap(opoByto yaiky u cymmiu mpu 90°C
B CYIIMIIBHOM IIKady 10 mocTossHHOM Macchl. [Toce atoro Si-I'AIl u3menbyanu B MENKHiA
MOPOIIOK C UCTIONB30BAHUEM CTYIKU U IECTHKA U TIOMEIATN B MY(eIbHYIO MeUb, TJIe ero
TepmoobOpadbateiBasm pu 350°C B TeueHue 2 yacoB, CKopocTh Harpesa 10°C/ MuH.

ITpumep 3
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CuHTE3 KpeMHUI3aMEeIIEHHOTO TUIPOKCHAnaThTa ¢ MOJIipHbIM oTHoleHueM Ca/(P+Si) -
1,67 1 cTeneHbIO 3aMEIICHUSI Ha KpeMHU x=2 (okoJ10 5,8 Mac.% Si uim 19 mac.% cunmukar-
MOHOB) B ClIy4ae, KOrga KOHLUEHTpaUUsl BOJHOTO PACTBOpA TUApOKcHAa Kabius - 0,16
Mac.%, a ckopocTb nmoaauu 10%-Horo BOAHOTO pacTBopa opTohochOpHOL KUCIOTHI B
PEAKIMOHHYIO CMECh - 0,8 MJI/MUH.

Hagecky ruapoxcuna xanbius Maccod 1,6 T Tpu KOMHATHOM TeMIiepaType 100aBIIsIi
K 1000 MJ1 IUCTUIUIMPOBAHHOM BOJbI, NEPEMEIIMBAIINA C TOMOIIbI0 MATHUTHON MEIIAJIKY B
TeueHue 10-15 MUHYT M OCTaBIsIIM HA 6 YACOB 0 MOJHOTO PACTBOPEHUS TUAPOKCUIA
kasbuusd. [Tocne yero k 1000 mi 0,16%-HOTro BOAHOrO pacTBOpa MAPOKCUIA KaIbLUs IIPU
HeTpepbIBHOM TepemeruBanun 1ooasisuim 0,88 mia TOOC (0,84 T, w=99%) 1 BOIHbINH
pPAacCTBOP MHTEHCUBHO NMEPEMENIUBAIIM C IOMOIIBIO 3JIEKTPUUECKON MELIATKU €1IE B
TedueHue 5-10 MUHYT.

7,4 M oprodochopHoit kuciotsl (7,84 T 10% xonu. H;PO,) nomenianu B 1eMTeNbHYIO
BOPOHKY U JOOABIISUIM MO KaILIIM B BOJHBIN PacTBOP, COEPKALIUI KOMITO3ULIMIO
ruapokcua kanbiust/ TOOC, co ckopocthio 0,8 Mii/muH. IToce nobaBiaeHus Bcero oobema
pactBopa oprodocdopHOii KUCIOTHI TpoBepsin pH cMmecu pearenToB ¥ pH ocrasacs
6o:ee 10, B CBSI3U C BBICOKMM MOJISIPHBIM cooTHolIeHueM Ca/P ucronb3yeMbIX peareHToB.
Peakuuonnyto cmech nepeMeninBaiy B TedeHre 30 MUHYT, a 3aT€M OCTABIISUIN JJISl CTAPEHUS
OKOJI0 24 yacoB. Bces peakuusi npoxoauiia Mpyu KOMHATHOM TEMIIEpaType.

O06pa3oBaBIINiiCS KOJUTOUIHBINM PACTBOP OTPHUIBTPOBBIBAIN C IIOMOIIBIO BOPOHKHU
Broxuepa, ¢ ucnonpzoBaHueM HUIBTPOBATIBHON OyMaru u BAKYyMHOTO Hacoca. 3aTemM
0CaJIOK ¢ (PUIIBTPa KOJMYECTBEHHO MepeHOCIM B (hap(opoByto yamky u cymmiu mpu 90°C
B CYIIMIBHOM IIKady g0 mocTossHHOM Macchl. [Toce atoro Si-I'AIl u3menbyany B MENKHiA
MOPOIIOK C UCTIONB30BAHUEM CTYIKU U IMECTHKA U TIOMEIAN B MY(eIbHYIO MeUb, TJIe ero
tepmoobOpadbaTteiBau rmpu 300°C B TeueHue 2 4acoB, CKopocTh HarpeBa 10°C/muH.

ITpumep 4

CuHTE3 KpeMHUI3aMEIIEHHOT'O TUIPOKCHATIATUTA C MOJISIpHBIM oTHoleHueM Ca/(P+Si) -
1,67 v cTeneHbIo 3aMEIICHUSI HA KpeMHuUi Xx=2 (okoJo0 5,8 Mac.% Si uimm 19 mac.% cunvkar-
MOHOB) B ClIyyae, KOrja KOHIEHTpalUs BOAHOTO pacTBOpa THApokcuaa Kanbuus - 0,16
Mac.%, a ckopocTb moaauu 10%-Horo BOAHOTO pacTBopa opTodhochOpHOIM KMCIOTHI B
PEAKUMOHHYIO cMeCh - 0,2 MJI/MUH.

Hagecky ruapoxcuna xanbiys Maccod 1,6 T Tpu KOMHATHOM TeMIiepaType 100aBIIsIn
K 1000 MJ1 IUCTUIUIMPOBAHHOM BOJbI, NEPEMEIIMBAIINA C TOMOIIbI0 MATHUTHON MEIIAJIKY B
TeueHre 10-15 MUHYT U OCTABIISIM HA 6 4aCOB JI0 TTOJTHOTO PACTBOPEHUS THAPOKCHUIA
kaJibuus. [Tocne yero x 1000 mit 0,16%-HOTO BOAHOTO PACTBOPA TMAPOKCUAA KAJIbLUS TTPU
HernpepbIBHOM nepemeniuBanuu fooaswmm 0,88 mut TOOC (0,84 r, w=99%) u BOIHBIMN
pacTBOpP MHTEHCUBHO NMEPEMENIMBAIIM C TIOMOIIBIO 3JIEKTPUUECKON MELIATIKU E1IE B
TedueHue 5-10 MUHYT.

3atem 7,4 Mt opTrodochopHoit kucnotsl (7,84 r 10% kouu. H;PO,) nomemanu B
JIENIUTEIbHYIO BOPOHKY M T00ABJISIUIM 110 KAIUISIM B BOJHBINM pacTBOP, COACPKAIIUN
KOMITO3UIMIO Tuapokcul Kanbiust/ TIOC, co ckopocthio 0,2 Mi/muH. [locnie no6asieHus
Bcero oobema pactBopa optodochopHoi KMUCI0THI MpoBepsiii pH cmecn pearenToB u pH
ocraBasics 6oee 10, B CBS3U C BBICOKUM MOJISIPHBIM cOOTHOIIeHueM Ca/P ucrosnb3yeMbIx
peareHToB. PeaklMOHHYIO CMECh EpEMEIIMBAIIM B TeueHUe 30 MUHYT, a 3aTEM OCTaBJISIIU
JIUTS CTapeHust OKoJI0 24 yacoB. Bes peakuus mpoxoauia Npyd KOMHATHON TeMITEpaType.

O06pa3oBaBLINIiCS KOJUTOUIHBINM PACTBOP OTPUIBTPOBBIBAIU C IIOMOIIBIO BOPOHKHU
Broxnepa, ¢ ucronp30BaHueEM QUIBTPOBATBLHON OyMaru U BAKYyMHOI'O Hacoca. 3aTeM
0CaJIOK ¢ (PUIIbTPa KOJMYECTBEHHO MepeHOCIM B (hap(opoByto yamky u cymmiu mpu 90°C
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B CYIIMIIBHOM IIKady 10 mocTossHHOM Macchl. [Toce atoro Si-I'AIl u3menbyany B MENKHii
MOPOIIOK C UCTIONb30BAHUEM CTYIKHU U IECTHKA U TIOMEIATN B MY(eIbHYIO MeUb, TJIe ero
TepmooOpabaTteBamu mpu 370°C B TeueHHe 2 4acoB, CKOpocTh HarpeBa 10°C/MuH.

ITpumep 5

CuHTE3 KpeMHUI3aMEIIEHHOT'0 TUIPOKCHATIATUTA C MOJISIpHBIM oTHoleHueM Ca/(P+Si) -
1,67 v cTenieHbIO 3aMEIIeHUST HAa KpeMHuUM Xx=2 (okoo 5,8 Mac.% Si unu 19 mac.% cunukar-
MOHOB) B ClIyuae, KOrga KOHLUEHTpalUs BOJHOTO PACTBOpA TUAPOKcUAa Kabius - 0,16
Mac.%, a ckopocTb moaauu 10%-Horo BogHOTO pacTBopa opTodhochOpHOM KMCIOTHI - 1,0
MJI/MUH.

Hagecky ruapoxcuna xanbius Maccoi 1,6 T Tpu KOMHATHOM TeMIiepaType 100aBIIsIi
K 1000 MJ1 IUCTUIUIMPOBAHHOM BOJbI, NEPEMEIIMBAIINA C TOMOIIbI0 MATHUTHON MEIIAJIKY B
TeueHre 10-15 MMUHYT U OCTABIISJIM HA 6 4aCOB JI0 MTOJTHOTO PACTBOPEHUS THAPOKCHUIA
kasbuusd. [Tocne yero k 1000 mit 0,16%-HOTro BOAHOrO pacTBOpa MAPOKCUIA KaJIbLUs IIPU
HernpepbIBHOM nepemeruBanuu gooasumm 0,88 mut TOOC (0,84 r, w=99%) u BOHBIMN
pacTBOpP MHTEHCUBHO NMEPEMENIMBAIIM C IOMOIIBIO 3JIEKTPUUECKON MELIATKU €LIE B
TedueHue 5-10 MUHYT.

3atem 7,4 M1 optodochopHoit kucnotsl (7,84 r 10% konu. H;PO,) nomemanu B
JIENIUTEIbHYIO BOPOHKY M T00ABJISIIM 110 KAIUISIM B BOJHBIN pacTBOP, COACPKAIIUN
KOMITO3UIMIO TuApokcul Kanbiust/ TIOC, co ckopocthio 1,0 Mi/muH. [locne nob6aseHus
BCero oovseMa pactBopa optodochopHOit KUCIOTHI TpoBepsii pH cmecu pearenToB u pH
octaBasics 6osee 10, B CBS3U ¢ BBICOKUM MOJISIPHBIM cOOTHOIIeHueM Ca/P ucrosnb3yeMbIx
peareHToB. PeaklMOHHYIO CMECh EpEMEIIMBAIIM B TeueHue 30 MUHYT, a 3aTEM OCTaBJISIIN
JIUTS CTapeHust OKOJIO 24 yacoB. Bes peakuus mpoxoauia Npyd KOMHATHON TEMITEpaType.

O06pa3oBaBLINiiCS KOJUIOUIHBINM PACTBOP OTPUILTPOBBIBAIIN C IIOMOIIBIO BOPOHKHU
Broxnepa, ¢ ucronb3oBaHUEM QUIBTPOBATBLHON OyMaru U BAKYYMHOI'O Hacoca. 3aTeM
0caZoK ¢ GUIbTPA KOJIUUECTBEHHO MepeHOCHU B (hapdhopoByto vamky u cymumu rnpu 90°C
B CylIWIbHOM miKady 10 noctosiHHoM Macehl. [Tocne atoro Si-I'All uzmenbyanu B Menkuii
MOPOIIOK C UCTIONB30BAHUEM CTYIKHU U IECTHKA U TIOMEIATN B MY(eIbHYIO MeUb, TJIe ero
TepmoobOpadbateiBam mpu 300°C.

N3 Tabmuisl 1 BUIHO, YTO MOBBIIIEHUE CKOPOCTU A00aBIeHUsT OPTOHOCHOPHON KUCTOTHI
MIPUBOJIUT K ITOSIBJICHUIO BTOPOM (ha3bl.

ITpumep 6

CuHTE3 KpeMHUI3aMEIIEHHOT'0 TUIPOKCHATIATUTA C MOJISIpHBIM oTHoleHueM Ca/(P+Si) -
1,67 v cTenieHbIO 3aMeIlIeHUsT Ha KpeMHui Xx=1 (okono 2,85 mac.% Si wnum 9,35 mac.%
CUJIMKAT-UOHOB) IIPU KOHUEHTPALMU BOJHOTO pacTBopa ruapokcuaa kaiapuus - 0,16 mac.% u
ckopocty mogauu 10%-Horo BOJHOTO pacTBopa opTodochopHOit KUCTIOTH B peaKIMOHHYIO
cMech - 0,6 MJI/MUH.

Hagecky ruapoxcuna xanbiys Maccod 1,6 T Tpu KOMHATHOM TeMIiepaType 100aBIIsIn
K 1000 MJ1 IUCTUIUIMPOBAHHOM BOJbI, NEPEMEIIMBAIINA C TOMOIIbI0 MATHUTHON MEIIAJIKY B
TeueHre 10-15 MUHYT U OCTABIISIM HA 6 4aCOB JI0 ITOJTHOTO PACTBOPEHUS THAPOKCHUIA
kasbuusd. [Tocne yero k 1000 mit 0,16%-HOTro BOAHOrO pacTBOpa MAPOKCUIA KaJIbLUs IPU
HernpepbIBHOM nepemeniuBanuu gooasuwmm 0,44 i TOOC (0,42 1, ©=99%) u BOIHBIM
pacTBOpP MHTEHCUBHO NMEPEMENIMBAIIM C IOMOIIBIO 3JIEKTPUUECKON MELIATKU €1IE B
TedueHue 5-10 MUHYT.

3atem 9,3 M1 opTrodochopHoit kucnoTsl (9,80 r 10% konu. H;PO,) nomemanu B
JIENIUTEIbHYIO BOPOHKY M T00ABJISIUIM 110 KAIUISIM B BOJHBIN pacTBOP, COACPKAIIUN
KOMITO3UIIMIO TuApokcul Kanbiust/ TIOC, co ckopocthio 0,6 Mi/muH. [locnie no6aBieHus
BCero oovseMa pactBopa optodochopHOit KUCTOTHI TpoBepsi pH cmecu pearenToB u pH
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octaBaicst 6osiee 10, B CBSI3U C BBICOKMM MOJIIPHBIM cooTHoIIeHHeM Ca/P ucnosb3yeMbIx
peareHToB. PeaklMOHHYIO CMECh EpEMEIIMBAIIM B TeueHUe 30 MUHYT, a 3aTEM OCTaBJISIIN
JUISL CTapeHust OKOJI0 24 yacoB. Bes peakuuys mpoxoauia Npyu KOMHATHOM TeMIIEpaType.

O0pa3oBaBLIMICS KOJUIOUTHBIA PACTBOP OT(PUIBTPOBBIBAIU C TOMOIIBI0 BOPOHKHU
Broxuepa, ¢ ucnonpzoBaHueM HUIBLTPOBATIBHON OyMaru 1 BAKYyMHOTO Hacoca. 3aTemM
0caZoK ¢ GUIbTPA KOJIUUECTBEHHO MepeHOCHU B (hapdopoByto vamky u cymumm npu 90°C
B CyHlIWIBLHOM MIKady 10 mocTosiHHoM Macehl. [Tocne atoro Si-I'All uzmenbyanu B Menkuii
MOPOIIOK C UCTIONb30BAHUEM CTYIIKU U IECTHKA U TIOMEIATN B MY(eIbHYIO MeUb, TJIe ero
tepmoobOpabaTteiBamu mpu 300°C B TeueHue 2 4acoB, CKOpocTh HarpeBa 10°C/MuH.

Hudpaxrorpamma PDA ob6pasua Si-I'All, nmonydeHHOTro mpH CTENEHU 3aMeIIeHUs
kpeMHueM x=1 npeacrapnena Ha ¢ur.2, a UK-cnexTp oopasna Si-I'AlIl npu x=1 Ha ¢wur.4.

ITpumep 7

CuHTE3 KpeMHUI3aMEIIEHHOT'O TUIPOKCHATIATUTA C MOJISIpHBIM oTHoleHueM Ca/(P+Si) -
1,67 v cTeneHbI0 3aMEIICHUSI HA KpeMHui x=2 (okoJo 5,8 Mac.% Si uimm 19 mac.% cumvkar-
MOHA) B Clly4yae, KOTrga KOHLUEHTpALMs BOJHOTO pacTBOpa ruapokcuaa Kanbuus - 0,08
Mac.%, a KOHIEHTpalUs BOJIHOTO pacTBopa opTodocdopHoit KUCIOTHI - 20 Mac.%.

Hagecky runpoxcuna xanbius Maccort 0,8 T Tpu KOMHATHOM TeMIiepaType 100aBIIsIn
K 1000 MJ1 IUCTUIUTMPOBAHHOM BOJbI, NEPEMEIIMBAIINA C TOMOIIbI0 MATHUTHON MEIIAJIKY B
TeueHre 10-15 MMUHYT U OCTABIISIM HA 6 4aCOB JI0 TTOJTHOTO PACTBOPEHUS THAPOKCHUIA
kaJibuust. [Tocne yero k 1000 mit 0,08%-HOTO BOOAHOTO PACTBOPA TMAPOKCUAA KAJIbLUS TIPU
HernpepbIiBHOM nepeMemnBanuu ooasisum 0,44 i TOOC (0,42 r, ©=99%) u pactBop
MHTEHCHUBHO MEPEMEIINBAIIM C TOMOIIBIO JIEKTPUUECKON MEIIAJIKU ellie B TeueHue 5-10
MUHYT.

1,72 M optodochoproit kucnoTsl (1,96 r 20% xonu. H;PO,) nomemany B AeIUTETbHYIO
BOPOHKY U JOOABIISUIM MO KAIlIAM B BOJHBIN PacTBOP, COAEPKALIUI KOMITO3ULIMIO
ruapokcua kanbiust/ TOOC, co ckopocthio 0,6 Mi/mMuH. ITocte mobaBiaeHus Bcero oobema
pactBopa optodochopHoit kucmoTs mposepsiii pH cMmecu pearentoB u pH ocrasacs
60:ee 10, B CBSI3U C BBICOKMM MOJISIpHBIM cooTHoIeHueM Ca/P ucronib3yeMbIX peareHToB.
Peakuuonnyto cmech nepeMeninBaiy B TedeHre 30 MUHYT, a 3aT€M OCTABIISUIU JJIsl CTAPEHUS
OKOJI0 24 yacoB. Bces peakuysi npoxoauiia Mpyu KOMHATHOM TEMIIEpaType.

O06pa3oBaBIIMiics KOJUTOUIHBINM PACTBOP OTPUIBTPOBBIBAIN C ITOMOIIBIO BOPOHKHU
Broxuepa, ¢ ucnonbpzoBaHueM HUIBTPOBATIBHON OyMaru u BAKYyMHOTO Hacoca. 3aTemM
0cagoK ¢ GUIbTPA KOJUUECTBEHHO MepeHOCHU B (hapdopoByto vamky u cymumm npu 90°C
B CylIWIbHOM miKady 10 moctosiHHoM Macehl. [Tocne atoro Si-I'All uzmenbyanu B Menkuii
MOPOIIOK C UCTIONb30BAHUEM CTYIKHU U IECTHKA U TIOMEIIATN B MY(eIbHYIO MeUb, TIe ero
TepmoobOpabaTtsiBau rpu 250°C B TeueHue 2 4acoB, CKOpocTh HarpeBa 10°C/muH.

W3 tabauiel 2 BUIHO, YTO BBIXOJ KpEeMHUS TTOocie BolaepkuBaHus B SBF-pactBope,
HECMOTPS Ha BBICOKOE CoJiepkaHue KpeMHUs B 00pasle, paBHoe 5,8 Mac.%, MpUMEPHO
COOTBETCTBYET BBIXOJIy KpEMHHUs ISl oOpa3sia 1o npumepy 6, riae coaep:kaHue KpeMHus B
JIBa pa3a HUXKe. A TT0 CPABHEHUIO C ONITUMAJIBHBIMU COCTABAMU I10 IpuMepam 1-4, ¢ Takum
Ke cofep)KaHueM KpeMHuUs B oOpasiie, Bbixo1 kpemHusi B SBF-pactBop B monTopa paza
HUWXeE, YTO SIBIIIETCS MOATBEPKIACHUEM CHUKEHUSI OMOAKTUBHOCTH B PE3YyIbTATE
TepMOOTOpabOTKU Mpu TeMiiepaType Huxe 300°C.

ITpumep 8

CuHTe3 HeMOUPULIMPOBAHHOTO TUIPOKCHAaNIaTUTa 10 naTeHTy PMD No2342938.

B cBs3u ¢ TeM, UTO psa XapaKTEPUCTUK HEMOAUPUIMPOBAHHOTO HAHOTUAPOKCHUATIATUTA
He OBbLI yKa3aH B OMUCAHUU TAaHHOTO U300pETEHUS UX OMIPENETISUIN ONBITHBIM MTyTEM.
HaHoxpucrammueckuil TiApoKCcUIanaTUT ObUT OTyYEH C HOMOUIBI0 «MOKPOI'O CUHTE3a»
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nobasnenreM 20%-Horo BoJHOTO pacTBopa opTodochoproit kuciaors! (H;PO,) B
HACBILIEHHBIN pacTBOp ruapokcuaa kaneius Ca(OH), co ckopocTeio 1 Mi/MuH. YpaBHeHHe
peakuyuy MOXHO MPEICTABUTD CIIEIYIOLIMM 00pa3oM:

10Ca(OH),+6H;PO,=Ca; ((PO,4)s(OH),|+18H,0

Koneunoe 3nauenne pH noBoawiock 1o BenuuuHbl 10,2. PeakuoHHas cMech
OTCTauBAJIACh B T€UEHUE 24 yaca 1Sl 3aBEPIICHUS TPOTEKAIOLIUX MTPOLECCOB
Kpuctainnuzauuu. CUHTe3upoBaHHas 2%-Hasi BOJAHAs CyCIIEH3MsI BBICYIIMBAJIACh B
cymmibHOM kady nmpu 95°C, 3aTeM NmoayueHHbIE TOPOIIKKA TEPMOOOPaAOATHIBAIIU B
MydenbHol neun ripu 350°C B TeueHue 2 yacoB yis aeruapatanuu kpucramwioB Al u ero
KPUCTAJUTU3ALUH.

ITpumep 9 (1o mpoToTuny)

CuHTe3 KpeMHUI3aMeIIeHHOT 0 Tuapokcuanatuta mo nateHty US 20100173009 Al.

B cBsI3u ¢ TeM, UTO psaa XapaKTEPUCTUK TOAOOHOTO KPEMHUN3AMEIIEHHOTO
TUIPOKCUATIATUTA He OBLIT yKa3aH B ONMUCAHUM JAHHOTO U300pETEHUs], UX OMPEIeIsId
ONBITHBIM ITyTeM. J{J1s1 3TOTO, B COOTBETCTBUU CO CIIOCOOOM, TPUBEACHHBIM B 3TOM
U300peTeHUH, TPOBOIUIIM CUHTE3 KPEMHUM3AMEIIEHHOT O TUAPOKCUATIATUTA C MOJISIPHBIM
otHouenueMm Ca/P - 2,5, monsipubiM oTHOIeHUeM Ca/(P+Si) - 1,67 u coaepkaHueM KpEeMHUS
okoJio 5,8 mac.% (19 mac.% cuiaukaT-uoHa).

0,495 momnb rugpokcuaa kaabuus (36,679 r) nodasnsum k 1000 M1 AMCTUIIITMPOBAHHOMN
BO/IbI M BOJIHYIO CYCIIEH3MIO [TEPEMEIINBAIIM C TIOMOIIIbI0 MATHUTHOW MeIIajaku B TeueHue 10-
15 munyT. 3atem 0,099 monp TeTpastunoprocuankarta (TO0OC) (20,800 r, w=99%) nobaBunu
HETMOCPEICTBEHHO MPU MEPEMEIIIMBAHUM B CYCIIEH3UIO THIPOKCUAA KAIbLUS. DTy CMECh
repeMelBaiiu B TeueHue 5-10 munyT. [Ipurorosienue 2%-HOro pacrsopa
optodochopHoit KUCTOTHI - 0,198 Mob opTodochopHolt KUCTOTHI (22,828 T 85% KOHLI.
H;PO,) no6asnsnu B 1000 M1 AUCTUINIMPOBAHHON BOJIbI U MIEPEMELIMBAIIN C IIOMOIIIBIO
MAarHUTHOU MeNIajaKy B TeuyeHue 5-10 MUHYT. DTOT pacTBOp opTodochopHOl KUCTOTHI
MOMeEIAJIM B KaMeIbHYI0 BOPOHKY M JOOABIISIIM MO KAIUJISIM B PEAKIUOHHYIO KOMITO3ULUIO
ruapokcua Kanbiust/ TOOC, B TeueHue 60 MUHYT (CKOPOCTH To1a4uu 2%-HOTO pacTBopa
H;PO, - 16 mn/mun). ITocne no6asnenus pacrBopa opTogochopHON KUCIOTHI ITPOBEPSIIN
pH cmecu pearentoB u pH ocrasascs 6onee 10. Peakipionnyro cmech nepeMeniuBaiy B
TEUEHUE 2 4acoB, & 3aTEM OCTABJISUIM ISl CTApEHUsI OKOJI0 24 yacoB. Bes peakuus
MPOXOAUIIA TP KOMHATHOM TeMIiepaType. 3aTeM CYCIeH3UI0 OTPUIBTPOBAIIM C ITOMOIIBIO
BopoHKU broxHepa, ¢ ucnosib30BaHueM GUIbTPOBAIBLHON OyMaru 1 BAKYYMHOT'O HACOCA.
[Tocne aToro ¢unbTpat ObLT YAATEH U ObLT MOIYYEH MOKPBIA (GUIBTP-KOPIK, ETr0 MOMEIIATH
B cylIWIbHbIN mKad u cymmau mpu 90°C B Teuenue 2 nueit. [1ocne 3Toro BbICYIIIEHHBIN
(UIBTP-KOPK U3BJIEKATIM U U3MEJIbYAJIA B MOPOIIOK C UCTIOJIb30BAHUEM CTYIIKU U MECTUKA.
DTOT MOPOUIOK J1ajiee MoMelIaan B My(peIbHYI0 1abOpaTOPHYIO Meub, T/Ie ero HarpeBaju B
atMocdepe Boszayxa 10 900°C ¢ BbIIEPKKOM B TeueHUe ogHOTO yaca. CKOPOCTh HarpeBa
coctapisiia 2,5°C/MuH, cKopocTh oxjaxaeHus - 10°C/muH.

[Tonyyennsie 0Opa3upl 110 npuMepam 1-9 6pUIM TOABEPTHYTHI UCCIIEAOBAHUSAM Ha
omnpeeieHue yaeIbHON MTOBEPXHOCTH, 00BEMa U CPEIHErO pa3Mepa Mop, a TaKxKe
OMOAKTUBHOCTH.

Ornpenenexue yaenbHOM MOBEPXHOCTH, 0ObEMA U CPETHETO pazMepa Mop MaTepUaioB
ocyuiecTBisuioch no merony bOT Ha aBTOMAaTU3MPOBAHHON COPOLMOHHOMN
ycranoBke TriStar II 3020 mpousBoacTBa Micromeritics (CLLIA). Mcronb3oBanicst 0ObeMHBbIMN
BapUAHT COPOLMOHHOTO METO/1a. Y IeJIbHas MOBEPXHOCTh PACCUMTHIBANIACH IO U30TEPME
HU3KOTEMIIEpATYPHOI cOpOLMM MapoB a30Ta o ogHoToueyHOMY MeToay BOT B Touke
P/P0=0.318937093. O6pa3up! ObLIN BhIACPKAHBI B MHEPTHOM ra3e a30Ta U T'elIUs C
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OHOBPEMEHHBIM OOecreueHreM HarpeBa oopasuos mpu tremnepatype 350°C.

OnpeneneHrue OMOAKTUBHOCTU OCYIIECTBIISUIM CIIEAYIOIUM 00pa3oM: TOUHyto HaBecky 0,3
r o6pasua nmomermanu B 50 mi SBF-pacTBopa, MOAETUPYIOIIETO MEKTKAHEBYIO KUIKOCTD
opranmsma (pH=7,4; katrousr: Na* - mM, K* - 5 mM, Ca’* - 2,5 mM, Mg?* - 1,5 mM;
annonsl: Cl” - 125 mM, HCO; ™ - 27 mM, HPO, % - 1 mM, SO, % - 0,5 mM). Bpems
9KCHO3UIMH - 1 Jac.

CoiepaHue KATHOHOB Kajblus B pacTBope Ca’* ompenernsm
KOMILJIEKCOHOMETPUYECKUM METO0M ¢ moMolpio pactBopa 0,005H Tpuiona b,
uHAMKaTOpa Dproxpom yepHoro T. O6beM anmukBOTHI = 10 MIL.

CopepxaHue KpeMHUS B PACTBOPE OMPEAEIIsTU PEHTTEHO(IIOOPECHEHTHBIM METO/IOM C
UCIIOJIb30BaHMeM aHaiau3aTopa «CreKTpocKaH».

B Tabnuue 1 npeacraBieHbl GU3MKO-XUMUUECKUE XapAKTEPUCTUKH 0OPa3IoB,
IOJIYYEHHBIX 110 puMmepam 1-9.

Tabmuna 1
DuU3NKO-XMMUYECKHE XapaKTEPUCTUKU 00Pa3L0B, IOJIyYeHHBIX 110 puMepam 1-9
MaccoBas Crenenb MonspHoe Monaproe TTapameTpbl pemieTky, HM
Ob6paser . N . Ci otHomenue Ca/P+ | Kon-Bo da3
nons Si, % 3amernienus Si, X | orHomenue Ca/P si oCh - 2 OCh - C
ITpumep 1 5,8/x=2 2 2,5 1,67 1 0,9430 0,9430
ITpumep 2 5,8/x=2 2 25 1,67 1 0,9435 0,9435
ITpumep 3 5,8/x=2 2 2,5 1,67 1 0,9433 0,9433
ITpumep 4 5,8/x=2 2 25 1,67 1 0,9432 0,9432
IIpumep 5 5,8/x=2 2 25 1,67 2 0,9429 0,9429
ITpumep 6 2,85/x=1 1 2,0 1,67 1 0,9428 0,9428
Ipumep 7 5,8/x=2 2 25 1,67 1 0,9434 0,9434
IIpumep 8 o
natenty P® 0 0 1,67 1 0,9414 0,9414
Ne23429381
TIpumep 9 (1o 5.8/x=2 2 25 1,67 2 0,9431 0,6933
MPOTOTHILY )
Tabmuna 2
ITokasatenu cBOMCTB 00pa3L OB, NOIYyUYEHHBIX 110 TpuMepaM 1-9
Cpemit pasvep Vienbias KonuenTpauus nonos Ca nocne | Konuenrpauust HoHoB Si nociie
Ob6paser 2 BbLIEpKHUBaHUs B SBF- BbIAepxkUBaHusd B SBE-pactBope 1 uac,
KPHMCTAJUIOB, HM MOBEPXH., M“/T
pactBopes 1 yac, (MKI/min) (MKT/MIT)
ITpumep 1 11,68 122,22 89 34
ITpumep 2 12,53 120,34 89 33
ITpumep 3 10,89 125,62 90 37
IIpumep 4 9,95 132,58 94 38
IIpumep 5 14,31 120,52 78 27
ITpumep 6 11,37 108,97 81 20
ITpumep 7 12,40 125,97 70 22
TIpumep 8 no
nateHry PO 65,5 67,7 67 0
Ne23429381
Mpuvep 9 (o 87.6 47,0 58 17
MPOTOTHUILY )

*SBF-pactBop (anri. synthetic body fluid) - cpena, mogenupyromas MeKTKaHEBYIO
KUJIKOCTh OpraHu3Ma.

W3 Ttabnuy 1 1 2 BUAHO, YTO MOCTABIIEHHAS 3a7a4ya [0 CO3/IaHMIO clloco0a MOIyuYeHUs!
HAaHOKPUCTAINIMYECKOTO KPEMHUN3AMEIIEHHOTO THAPOKCUAIATUTA CO CTENIEHBIO 3aMEIlIeHUS
KpeMHHUS X=1-2, YTO COOTBETCTBYET COAEPKAHUIO KPEMHUS 10 6 Mac.%, IpU MOJIIPHOM
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otHoteHuu Ca/(P+Si), 6muzkom k 1,67, U ¢ mocaeayomien TepMruieckoil 00padboTKoN HUXe
TEMIIepATYypbl CIIEKAHUS, pELIeHa, U NIPU peaInu3aluu MpeaioKeHHOT O Clloco0a JOCTUTHYT
3asBJICHHBI TEXHUYECKUI Pe3yJIbTAT, 3AKJIFOYAIOLIMICS B TOM, UTO MOJy4YEH
crexruoMeTpuuHblit MOHO(Da30BbIi Si-['AIT popmyiibl Ca; ((PO,)g_(Si04)(OH),_,, T1e
1<x<2, cO CpeIHUM PA3ZMEPOM KPUCTAILIOB 9,95-12,53 HM, ynenbHON noBepxHocThiO 108,97-
132,58 M?/T 1 TIOBBILICHHO! GHOAKTUBHOCTBIO, TIPH HATPEBAHUM KOTOPOTO HE 06pa3yloTCs
1MoOOYHBIE (pa3bl.
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dopwmyia n3o0peTeHus

Cnioco6 nostydeHust MOHO(Aa30BOTO HAHOKPUCTAIIMYECKOTO KPEMHUN3AMEIIIEHHOTO
TUAPOKCUAIIATUTA, BKIIFOYAIOIINUNA CUHTE3 KPEMHUICOIEPKAILETO THAPOKCHAIIaTUTA
METOJIOM OCaXJIEHUS U3 BOJTHOT'O PACTBOPA PEATEHTOB, COJIEPKAIINX OPTOHOCHOPHYIO
KHUCIIOTY, TUAPOKCU/T KaJIbLMs U TeTpasTuiaopTocuukat npu pH He meHee 9 u MmosspHOM
otHouenuu Ca/P B quanaszone ot 2,0 10 2,5, oTcTauBaHUe AJ1s1 3aBEPILIECHUS TTpolecca
($ha3zo006pa3oBaHus, BEIICICHUE OCAIKA, BBICYIIIMBAHUE U TEPMOOOPAOOTKY Ocaaka,
OTJIMYAOIIMHICA TEM, UTO CUHTE3 BEAYT IyTeM npuimBaHus 10-20%-Horo pacreopa
opTodochopHOl KUCTOTHI cO CKOpocThio 0,2-0,8 MJI/MUH Ha JIMTP BOJHOTO PAcTBOpa
KOMITO3ULMU TUAPOKCU]T KAJTbLUS/ TETPAITUIIOPTOCUIIUMKAT, IPUTOTOBJIEHHOM C
rcrojb3oBanreM 0,08-0,16%-HOro BOJHOTO pacTBOpa THAPOKCHIA KAJIBIUS U PACUETHOTO
KOJIMYECTBA TETPA3TWIOPTOCWIUKATA JJIS OJIyYEHUSI TOTOBOT'O MPOAYKTA CO CTENEHBIO
3aMeIleHUs] KPEMHHUEM X, PaBHBIM 1-2, U MOJIIpHBIM oTHOIIeHHeM Ca/(P+Si), 6m3kum
K 1,67, a TepMm0o00OpaboTKy BeayT mpu Temiepatype He Huke 300°C, Ho He 6oiee 400°C.
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