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COETMHEHU S HCHOIB3YIOT OpymmT c
BJIQ)KHOCTBIO 5-55%, COOTHOIIIEHUE
«OpymmT/OyepHbIil pacTBOp» MO Macce JISKUT B
WHTEpBaje 1/80-1/100. ITpogomkuTenbHOCTD
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unrepBaie 400-700°C B TeueHue 1-2 dYacos,
UCTIONB3ysl ~ BHECEHWE  MOpollKa B  II€Yb,
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ocHOBe (ochaToB KampIMsA C TIOKa3aTeleM
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(54) METHOD OF PREPARING MIXTURE FOR PRODUCING CERAMIC BIODEGRADABLE MATERIAL

(57) Abstract:
FIELD: chemistry.
SUBSTANCE: invention relates to medical

material science and can be used in producing
materials for trauma surgery and orthopaedics,
maxillofacial surgery and dental surgery, as well as
carriers for medicinal agents. The disclosed method
involves synthesis of octacalcium phosphate from
partially soluble calcium phosphate in an acetate
buffer aqueous solution of CH;COOH/CH;COONa
at temperature 55-65°C and pH 5.5-5.8, separating
the residue, washing the residue, drying the residue
and thermal treatment. The partially soluble
compound used is brushite with moisture content 5-
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55% and the weight ratio of brushite/buffer solution
is in the range of 1/80-1/100. Synthesis is 30-60
minutes long. Thermal treatment of the powder is
carried out at 400-700°C for 1-2 hours by putting the
powder into a furnace which is preheated to thermal
treatment temperature. Brushite is pre-synthesised
and the storage life of brushite after synthesis is
0.1-24 hours.

EFFECT: obtaining a calcium phosphate-based
mixture with phase distribution homogeneity in the
range of 20-40 nm for producing ceramic
biodegradable material consisting of
pyrophosphate and tricalcium phosphate, with phase

calcium

distribution homogeneity in the range of 50-100 nm.
2cl, 1ex,1tbl
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M3o6peTeHre OTHOCUTCS K 00JIACTH MEAUIMHCKOT'O MAaTEPUAJIOBEICHUS, MOXKET OBITh
MIPYMEHEHO IIPU CO31aHWU MATEPUAJIOB [IJIs1 UCIIOJIb30BAHHUS B TPABMATOJIOTMU U OPTOIEANH,
YeJTIOCTHO-JIMIEBOM XUPYPTUU U XUPYPTrUUECKOM CTOMATOJIOTHUH, & TAKXKe IS
UCTIOJIb30BAHUS B KAU€CTBE HOCUTEIIEH JIEKAPCTBEHHBIX CPECTB.

[Mupodocdar kanbuus Ca,P,0; (IIOK) u tpukansuuiipochar Caz(PO,), (TKD)
SIBIISTIOTCS. OMOIErpaiuPyEeMbIMU MaTepUajiaMy HapsIy ¢ IpyrumMu pochataMu KanbLys, B
KOTOPBIX MOJIbHOE cooTHolieHue Ca/P menee 1,67. Ilepuoa Bpemenu nerpananyu TKD mpu
UCTIBITAHUSAX in ViVO COCTaBJISIET OKOJIO 6 MecsleB, a nepuo Bpemenu aerpagamuu [IOK
cocTaBisieT 0KoJ10 3 MecsiteB. Cpoku Guoaerpaganuu® (a - Guoaerpagands MaTepuia -
SBJIEHUE, IPU KOTOPOM IOJ] AEUCTBUEM CPEbI )KUBOT'O OpraHU3Ma MPOUCXOIUT Aerpadalus
MaTepuana, T.e. YMEHbIIEHHE MACChl, U3MEHEHUE CTPYKTYPbl, U3BMEHEHUE XUMUUECKOTO
cocTaBa, pacTBOpeHue) - GropesopoupoBanus® (b - GHOPe30pOUPOBAHUE MATEPHATIA -
ABIJIEHUE, IPU KOTOPOM KOMITOHEHTBI MaTepHasa mocie Aerpajaluy Mo IeHCTBUEM CPEbl
opraHuzma (MeXKJIETOYHOM KUAKOCTH, CIIEIUANIBHBIX KJIETOK) UCIIOIb3YIOTCS OPraHu3MOM
KaK UCTOYHHMK 3HEPTrUM WK 1Ji1 PopMUpOBaAHUSI HOBBIX TKaHEl) MaTepyalia in vivo B
KaXXOM pacCMaTpPUBAEMOM CIIy4yae 3aBUCST OT UHAUBUIYATbHBIX OCOOEHHOCTEN 0OMeHa
BEIIECTB OTAEIbHOT0 NanuenTa. [loatomy 3aaHHOe (WK pEryInupyeMoe) coueTaHue
pe3opoupyeMbIx a3 B MaTepHuaje UMILIaHTaTa OyIeT CIY>KUTh OCHOBOM JIJIs ydeTa
UHAUBUIYaJIbHBIX OCOOCHHOCTEN MalUEeHTA.

OCHOBHBIM IIPUHIMIIOM ITPU CO3JaHUM OMOMATEPUAIIOB 711 KOCTHBIX UMILJIAHTATOB
MEPBOTO MOKOJIEHUS OBLIO COOTIOACHNE UIEHTUYHOCTH XMMHUECKOTO U (ha30BOr0 COCTaBa
TaKUX MaTepUaIOB KOCTHON TKaHU WM €€ HeOpraHuueckou cocrapstoliett [1]. B kauectse
OCHOBBI JJIsI CO3/IaHUsI OOMaTepUaTOB ISl KOCTHBIX UMILUIAHTATOB paccMaTpUBAIIU
rugpokcuanatut Ca, o(PO,)s(OH), (I'AIl), mocKoIbKY HEOpraHuuecKkas COCTaBIISIONIAS
KOCTHOM TKaHM IPECTaBIIeHa B OCHOBHOM KapOoHaT ruapokcuanaturoM (KI'AIT). Onnako
KI'AIT He equHcTBeHHBIN ocdaT Kalblys, TPUCYTCTBYIOIIMI B OPraHU3MeE.
Bbuonerpanupyemblie pocdaTsl Kaablys, TAKUE KAK KATbIUAASPUIUTHBIN THAPOKCUATIATUT
(Ca-AT'AIT) u rugpatupoBanubiii [IDK, ucroab3yemMble 171 CO3aHMs] KOCTHBIX
UMIUJIAHTATOB, ObLJIM OOHAPYKEHBI B CyCTABAX WJIM MSTKMX TKAHSIX MAlUEHTOB C apPTPUTOM
WM apTPO30M IIpU HapyllleHuH oOMeHa BeriecTB [2]. OO6pa3oBaHue JaHHBIX (hochaToB
00YCITOBJICHO TIPUCYTCTBHUEM MOHOB Kajblys, opTodochaT-uoHoB u mupodochar-uoHoB,
y4acTBYIOIIMX B OOMeHe BellecTB opranusma. [Ipu npaBuibHOM 0OOMEHE BEILIECTB JaHHbBIE
MOHBI HE 00pa3yI0T MaJI0pPaACTBOPUMBIX COEAUHEHUH, SIBJISIOIMXCS IPU3HAKOM 3a00JI€BaHU.

PazButre perenepaTMBHOrO MOAXO/1a JIEUEHUS 3a00I€BaHUI KOCTHOM TKaHU YKa3bIBAET
Ha [eJIecO00Pa3HOCTh UCITOJIb30BaHUS OMOACTpaupyeMbIX (Onope3opoupyeMbix) ochaToB
KaJIbLUsI TPU pa3paboTKe MATEPUAIIOB IJI1SI KOCTHBIX UMILJIAHTATOB.

TpaauuMOHHOM cTaIuel MPU MOJTYYEHUH KEPAMUUECKMX KOMITO3ULMOHHBIX MaTepUajIoB
SIBJIIETCS IIOATOTOBKA UCXOAHOM OJHOPOIHON ITOPOILIKOBON CMECH - IIUXTHI, IACTHI UIIU
CYCIIEH3UHU B 3aBUCUMOCTH OT MPEANOYTUTEILHOrO criocoba (hOpMOBAHMUS: TPECCOBAHMUS,
TJIACTUUECKOTO (POPMOBAHUS UM JIMTHSI COOTBETCTBEHHO [3]. MicxomHast oqHOpOIHAS
MOPOIIKOBAS IMKXTA MPEACTABISET COOOI CMech MpeKypcopoB LeneBbIxX (as. [Tocie
dbopmMoBaHMs, 0OECTIEUMBAIOIIETO MMPUAAHUE 3aTOTOBKE KeJlaeMoi (popMBblI, Uzfienue
00XUTAIOT, UCTIOJIB3YS TPEOYEMBIil TEMIIEPATYPHBIN PEXUM, XapaKTEePU3YIOIUICS
CKOPOCTBHIO HATpeBa, TEMIIEPATYPOH 00KUra, BpeMEHEM BBIJIEPKKH ITPU KOHEUHOMN
TeMIlepaType, UCIIOIb3yeMol aTMocheport ooxura.

[Tpexypcopamu ms dpazer TKD B kepamuueckoM KOMIIO3UIIMOHHOM MaTepuaie
sBisitoTes mopoinku Ca-JIIATT unmn amopdubii hocdat xkambius (ADK-1,5), koTopsie, Kak
u TK®, umeror MmonbHOE cooTHomeHre Ca/P=1,5 [4]. OqHako KOHTPOJIb JepUIUTA 11O
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kanbuuio B Ca-JII"AlIl ocnoxxHeH u onpeaensieTcs kak cooTHomenueM Ca/P ucnonb3yeMbix
PACTBOPUMBIX COel Kamblus Uik (pochaToB, Tak U 3aMemenneM Ha rpymmsl CO; 2,
KOTOPOE TPYAHO KOHTPOIUPYETCS, TAK KaK UJAET MO ABYM MO3ULUIM, CIIOCOOCTBY S
hopMHUpOBaHUIO KapOOHATTUAPOKCHAIIATUTA, UMEIoIero aedunuT mo kanbnuio (Ca-JATAlT)
nByx TUroB A wim b, a wame cmemanroro A-b tuma. [Tonyuenue ADK-1,5 Bo3MOXKHO TTpu
CHW)KEHUU TeMmIlepaTyphl cuHTe3a Huxe 20°C, yMEHbIIIEHUU BPEMEHU OCTAPUBAHUS U
ucnonb3oBanud pH Hwke 7. OcHoBHBIM HemocTaTkoM ADK-1,5 sBisiercs To, YTO OH
oOpa3yeTcsi B BUJIE TejIeo0pa3HoM TPpyaAHO PHUIBTPYEMOI MacChl, KOTOpas 3aTeM TpeOyeT
JUIMTENIbHOM cyliKu. braarogapst mposiBISIOMIMMCS BSIKYILIMM CBONCTBAM IOCIIE CYLIKH
A®DK-1,5 o6pazyer NpoAyKT, KOTOPBIN 1ake MOCe Je3arperaui He CTAaHOBUTCS
BbICOKOUCTIEpCHBIM. TBepaodasubiii cuate3 TK®D MokeT OBITh OCYIIECTBIICH U3
PA3IMYHBIX IByXKOMIIOHEHTHBIX cMeceil. Kaaplii KOMITOHEHT TaKOW CMECH UMEET
cootHotenue Ca/P, ornuyaromeecs: oT TakoBoro B TK® B 60J1bI1yI0 U MEHBIIIYIO CTOPOHY.
XVMMHYECKUI COCTAB U MACCOBOE COOTHOLLIEHUE KOMIIOHEHTOB B CMECH BBIOMPAIOT TAKUM
o0pazoM, uToObl obecrieunTh cooTHotenue Ca/P=1,5, coorBercrBytonee TK®D.
ITpumepamu TakuX ABYXKOMIIOHEHTHBIX CMeceH SIBIIAIOTCS cMecH, cocTosiiue u3 CaO u
(NH4),HPO,, CaCO5; u H3PO,, Ca(OH), u CaHPO,, Ca; ((PO4)c(OH), u Ca,P,0 [5].
TBepaodasublii cMHTE3 CTOCOOCTBYET (POPMUPOBAHHUIO TPYOO3EPHUCTHIX TOPOIIKOB U HE
MOXET OBITh MPUMEHEH ISl TOATOTOBKM AKTUBHBIX K CIIEKAHUIO MOPOIIKOB, HEOOXOUMBIX
JUISL TIOJTYYEHUST KEPAMUKHU.

[Tpexypcopom azsl IIDOK MoxeT ObITH U3MENbUCHHAS CTEKIITHHAS (PPUTTA B CUCTEME
CaO-P,05 [6, 7]. OnHako B nporecce BapkH (pochaTHOro crekna, Kak IpaBuiIo, TPOUCXOAUT
HEKOHTpoIMpyemoe yineryurBanue P,Os, KOTOpoe TPUBOAUT K U3MEHEHUIO COOTHOIIEHHUS
Ca/P. Oprodocdats! kanbius ¢ cooTHoteHueMm Ca/P=1, T.e. 6pymut CaHPO,-2H,0 wnu
MonetuT CaHPO, Taxke MOTyT OBITH pacCMOTPEHBI B KauecTBe MPeKypcopoB ¢aser [TOK.
OpHako 1mocie CMHTe3a YacTUIbI UMEIOT INIACTUHYATYIO popmy, kKoTopyto [IDK nacrenyer
nociie TepMooopaboTku [8]. ADK-1 ¢ cooTHomennem Ca/P=1 umv ruapaTUpOBaHHBIMI
[TDK Ca,P,0,-2H,0 Takke MOTYT OBITh UCIOJIB30BAHBI B KAUECTBE MPEKYPCOPOB (ha3bl
[1®OK B kepamunueckoM matepualie. [Ipu cuHTE3€ 3TUX COEIMHEHUI U3 PACTBOPOB B KAYECTBE
UCXOJHBIX COJIEH UCTIONB3YIOT PACTBOPUMBIE MUPOdochaThl HATPUS, KATIUSI U AMMOHUS U
pacTBOPUMBIE COJM Kajiblus. JlaHHbIN MOIXO MO3BOJISIET CHHTE3UPOBAThH MOPOIIOK
runpatupoBaHHoro ADK, ¢ monbHbIM cooTHomIeHreM Ca/P=1, cocTosuii U3 yacTull ¢
dhopmoit 6m3Kkol K u3oMeTpudHOM [9]. OgHAKO UCITOIB30BAHUE COJICH HATPUS UM KaJTbIUs
npu cuHTe3e (pochaToB KaAIbLUsI U3 PACTBOPOB HEM3OEIKHO MTPUBOIUT aACOPOIUH HA
noBepxHocTH yacTuy PK u K 3aXBaTy CONYTCTBYIOMMX TPOAYKTOB CUHTE3a, KOTOPBIE 1aXe
OyJyur XOpOILIO PACTBOPUMBIMU TPYAHO YIAAJSIOTCS U3 IOPOLIKA C pa3MEPOM
WHJIMBUYATIbHBIX KpUcTAITUTOB Ttopsiaka 30-100 um [10]. ITpumenenue cunteza ADK-1
(Ca/P=1) u3 nupodochara aMMOHHS OTPAaHUICHHO OTCYTCTBHEM Ha PBIHKE JAHHOTO
XUMHUYECKOTO PEAKTUBA C yIOBJIETBOPUTEIbHBIMU XapaKTepucTukamu [11].

OnHUM U3 TPAIUIMOHHBIX METOAOB MOJATOTOBKH IIMXTHI JI MOJyUYE€HHS KEPAMUYECKOTO
KOMITO3ULMOHHOTO MaTepuaa sIBJISIETCS TIIATEIbHOE CMEIIMBAHUE MTOPOIIKOBBIX
MIPEKYPCOPOB LENEBbIX (a3, MPEANOUYTUTEIHHO CUHTE3UPOBAHHBIX OJTHUM U3 XUMHUUECKUX
Coco00B. B KOMITO3UIIMOHHBIX KEPAMUUYECKUX MaTepualax Ha OCHOBE (hochaToB KaIbLUs
(PK) uenebie pazbl 00pa3yrOTCs WK MTyTEM TEPMHUUECKON KOHBEPCUU UM B PE3YIIbTATE
MpoTeKaHus rerepoda3HbIX peakiuii MeX 1y UCXOIHBIMU KOMIIOHEHTAMU HIUXTHI TPU
HarpeBaHuu [12]. OqHaKO MOPOIIKOBBIE TPEKYPCOPHI B TON WIIM UHOM CTEIICHU
arperupoBanbl. M1 3T0 He MO3BOJISIET TOCTUUb BBHICOKOM CTETIEHH TOMOT€HHOCTH CMECeH axe
Ha YPOBHE pa3Mepa MHIUMBUAYAIbHBIX YACTULl (KPUCTAIIIMTOB), KOTOpbii At DK,

Ctp.: 5
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CHHTE3MPOBAHHBIX U3 PACTBOPOB, cocTaBisieT 30-50 HM (30-50-107° m). O6bI4HO, maKe C
MIPUMEHEHUEM BBICOKOIHEPTETHUECKOTO 000pyA0BaHUs (HalpuMep, TiJIaHeTapHOM
MENBHUIBI) TPY CMEITMBAHUNA MOPOIIKOBBIX MTPEKYPCOPOB - XUMUYIECKU CUHTE3UPOBAHHBIX
MOPOIIKOB, TOMOTEHHOCTh MTOPOIIIKOBBIX CMECEH OIEHUBAETCS Ha YpOBHE OT 1-15 Mkm (1-

15-10° m), uto COOTBETCTBYET HauOOJIee BEPOSTHOMY pa3Mepy arperatoB nopoikoB @K,
CUHTE3UPOBAHHBIX METOJIOM XMMUUYECKOTO OCaXAEHUs U3 pacTBOpoB. [Ipu monyuennu
HEKOTOPBIX BUAOB KEPAMUKU, HAITPUMEP HAa OCHOBE CTAOWIM3UPOBAHHOTO UM YACTUYHO
CTAOWMIM3UPOBAHHOIO TUOKCHIA UUPKOHMUS, IPEACTABISAIONINX COOO TBEPABIH pacTBOp
crabunuzatopa (OKCUIOB KaJIbLUs, MATHUS, UTTPUS U T.11.) B ZrO,, WM KEpAMUKU
9BTEKTUYECKOI0 cocTaBa B cucreme Al,O3-ZrO,(Y,03) A1 1OCTUXKEHUS BBICOKOT'O YPOBHS
($ha30BOI TOMOTE€HHOCTH ITPUMEHSIOT METOJI COBMECTHOT'O OCAXKIACHHUSI HEPACTBOPUMBIX
COEIMHEHMI, HarpuMep ruipokcuaoB. Ho npu nosiyyeHun kepaMuku Ha OCHOBE
OOJIBIIIMHCTBA HEOPTaHUYECKUX OKCUIHBIX TOPOIIKOB TAKOW METO/ HEIPUMEHUM, T.K.
YCIIOBUSI OCAXK/IEHUS PA3JIMYHBIX HEPACTBOPUMBIX COETMHEHU (IIPEKYPCOPOB 3aJaHHBIX
¢da3) cymectBeHHO oTiMyaeTcs. @ocdaThl KalbLuUs HE SBIISIOTCS UCKIIIOUeHUEM. Tax,
Hampumep, o0macTb ycroituuBoro cyuectBoBanus ['AIl naxogurcs B untepsane pH 6-12,
Opymmra - 2-6, a TK® Bo0OI111€ HE MOXKET OBITH CHHTE3UPOBaH U3 pacTtBopa [13, 14, 15].
CregoBaTenbHO, METOJI COBMECTHOT'O OCaXAEHHSI HE MOKET OBITh MPUMEHEH IPU
MOJIrOTOBKE IIMXTHI JIs MOJTyUYEHHUsI KePaMUUYeCKOTO OUOAETrpaupyeMoro MaTepuaja Ha
ocHoBe TK® u I1DK.

Panee Ob11 paccMoTpeH crmocod MojTydyeHUs KOMITO3UIMOHHOTO KEPAMUIECKOT O
ouoaerpaaupyemoro matepuaia, cogepxkaiiero [IMOK u TK®, Ha ocHOBe MOPOIIKOBOM
cMecH, cocrosient u3 ruapokcuanatuta (IAIT) u monetura CaHPO,, npeacTaBistoniero
o000l AeruapaTUPOBAHHBIN OPYyIIUT [16], BKITFOUAIOIINI ITOATOTOBKY IIIMXTHI,
MIPEACTABIISIONIEH COOOM CMeCh CUHTE3UPOBAHHBIX U3 PACTBOPOB MopoikoB DK,
dbopmoBanue u 00xur. Hemocratkom 3TOT0 cioco0a sBIIsieTcs] KaK HEBO3MOXKHOCTh
JIOCTUXKEHHUS BBICOKOM CcTeTneH! (a30BOM OJHOPOTHOCTH IUXTHI, TAK M UCTIOJIb30BAHUE B
Ka4yeCTBE OJTHOTO U3 KOMIIOHEHTOB MIUXThI OpyiuTa [17] uinu monerura [16]. M3-3a
yJaJIeHus BOJIbI ITpy KOHBepcuu 3Tux BemecTB B [IDK npu 06xure kepaMuku BeJiMKa
BEPOATHOCTH (DOPMUPOBAHHUS HEOJHOPOAHON MUKPOCTPYKTYPBI KEPAMUUECKOTO
OuoerpaIupyeMoro MaTepualia ¢ MOBBIIIEHHON MOPUCTOCTHIO.

Ewe onuH croco6 mosty4eHusi KOMIIO3UIMOHHOTO KEPAMUYECKOTO OUOAET paAUupPyEeMOTO
Matepuaia, coaepxariero IIMOK u TK® npeacrasien B 3asBke [18]. B ranHOM criocobe
IIpY TOATOTOBKE OJTHOTO M3 KOMIIOHEHTOB IUXThI TPOBOIMIN TEPMOOOPAOOTKY C BHICOKOM
CKOPOCTbIO HarpeBa. BbICOKOI CKOpOCTH HarpeBa JOCTUTAJIU, BHOCSI CAHTE3UPOBAHHBIN
MOPOIIOK OPYIIUTA B MIPEIBAPUTENILHO Pa30TpeTyio rneub. HTeHCUBHOE BbIIE/IEHUE
00JIb1IOTO 00BbeMa Ta3000pa3HOI BOJIBI, COJEPIKAIIETOCS B KPUCTATUIMUECKON CTPYKTYpe
o6pyuura (CaHPO,-2H,0), oGecrieunBaeT 10MOJHUTETLHOE TEPMUIECKOE JTUCTIEPTUPOBAHUE
YaCTUIl TOPOIIKA. YPOBEHb TOMOT€HHOCTHU (OTHOPOIHOCTH) (ha30BOr0 COCTABA ITOTO

KepAMUYECKOT0 MaTepHasa ONpenesieTcst pa3MepoM 3epHa 1 coctassier 1-2 mxm (1-2-107°
M). B maHHOM citydae BbICOKas CTENeHh TOMOTeHU3auu ¢a3 BHYTPU OTAEIHHOTO 3epHA
KEpaMHUUECKOT 0 MaTepuaia TakKe He HaOII01aeTcsl.

ITo naHHBIM Hay4YHOW M MATEHTHOM IMTEPATYPHI IJ1s1 00kUra KepamMuky Ha ocHoBe DK
NPUMEHSIIOT TeMnepatypsl B uHTepBaje 600-1300°C [19, 20, 21, 22, 23, 24]. B HEKOTOPBIX
Clly4asix BEpPXHsISl TPaHUIA TEMIIEPATYypPbl 00KHUTa MOKET ObITh OrpaHUYEHA
HEOOXOIMMOCTBIO MPEIOTBPATUTH BO3MOKHOCTD MPOTEKaHUs (pa30BOro mepexoaa co
3HAUUTEJIbHBIMU 00beMHBIMU U3MeHeHusIMU [S]. Hke Temnepatypsl 600°C miporecce
cnekaHus B cunTteTnueckux @K mporekaer ¢ HEOOBIION CKOPOCTHIO [25, 26].
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ITpeasapurenbHas TepmooOpadoTka nopoiko MK Obl1a UCoIb30BaHa B psijie
UCCJIEIOBAHUM /11 TAK Ha3bIBAEMOI'0 «OTpPYyOJIEHUS» TOPOLIKOB, T.€. 1 YBEIUYEHUS
pa3Mepa 4acTull, CHHTE3UPOBAHHBIX OCaXACHUEM U3 pacTBOpOB. CriekaHUe OKCUIHBIX
MOPOIIKOB C PA3MEPOM HACTHI MOPSAIKA | MKM XOPOIIO U3YYEHO, TPEACKAZYEMO U
MPAKTUYECKU HE BBI3BIBAET MPOOJIEM MPU MOJTyUYeHUU KepaMuku. [loayueHue kepaMuku us3
MOPOIIKOB C PA3MEPOM HAaCTHUI MHOT'O MEHBIIIE MUKPOHA UJIU MTOPOIIKOB C pa3MepOM
yactull MeHee 100 HM T10CTaTOYHO MPOOIEMATUYHO U SIBIISIETCS ITPEIMETOM
MHOTOUMCIIEHHBIX MCCIIEAOBAHUI HE TOJIBKO MPU MOIYYEHUN KepaMUKU U3 nopoukoB DK,
HO Y IIPU MOJIYYEHUH KePaMUKU Ha OCHOBE JIPYTUX COEAMUHEHUM.

Takxum 00pa3zoM, TOATOTOBKA KOMIIOHEHTOB IIMXTHI IS TOTYYEHUs] KEPAMUUYECKOT O
KOMITO3UIMOHHOT O MaTepuaia Ha ocHoBe DK BKIIIOUAET CUHTE3 MOPOIIKA (T.€. MOIYyUYEHUE
CYCIEH3MH, OTJeJIEHUE OCA/IKa, CYIIKY MPOAYKTa, Ie3arperauuio), TepMooopadoTKy U
Jie3arperaluio Nopolika mnocie TepMooopadoTku. [1pu 3ToM TepMO0O6PabOTKY UCIIONIB3YIOT
WK JJ1s1 OTpyOIieHHs opolka (6osee ynpaiisieMbli TPOLECC CIIEKaHU), 1S yIaJIeHUs
BOJIbl U3 KPUCTAJUIMUECKON CTPYKTYPhI (ITPEAOTBPALLEHHUE U3TTUIITHENR TOPUCTOCTH MOCTIE
00’KHra) WK repeBojia TuAPATUPOBAHHOTO MpeKypcopa (haszbl KOMITO3ZUIUOHHOTO
MaTepuia B HeruapaTupoBaHHyto ¢dopmy (Hanpumep, CaHPO, B Ca,P,0, wmu Ca,P,0,-2H,0

B Ca,P,05); 11 TONOIHUTENBHOTO TEPMUYECKOTO IECIIEPTUPOBAHUS IIPY BBIACIIEHUU
00JIbIIMX 00BEMOB ra3000pPa3HON BOBI, COAEPKAIIENCS B CTPYKTYpE IpeKypcopa
(manpumep, Ca,P,07-2H,0 i Ca,P,0,-2H,0). IToaroroBka muXThl BKIIOYAET
CMEIIMBAHUE TTOPOIIKOB (MIPEKYyPCOPOB UHIUMBUAYAIIBHBIX (Pa3) HA OJTHOM U3 CTA Ui
Jle3arperaluuu, Tak Kak TEXHUUYECKH U JIe3arperauys U CMEIIMBAHUE PEATTU3YIOTCS C
UCIIOJIb30BAHUEM OJHOTO U TOTO ke 000pyA0BaHUS (HATIPUMED, INIAHETAPHON METbHUIIBI).

Cpenu obmmpHoro cnucka @K ocoboe BHUMaHKE MTPUBJIEKAET OKTAKAIbIUEBBIN
dochat Cag(HPO,),(PO,4)4-5H,0 (OK®D), MmonpHOE cooTHOomeHue Ca/P koToporo
coctasiseT 1.33. Kpucrammueckas crpykrypa OK® npencrapisieT co00i COBOKYITHOCTh
YepeayIOIIUXCS CII0€B, aHATOTUYHBIX 1o cTpyKType Call’AIT (vmu Tpukanbuuiidocdat
runpaty Ca;(PO,),-xH,0) n 6pymmury CaHPO,4-2H,0. 1 xumnyeckas popmyna OKD
«Cag(HPO,),(PO,)4,5H,0» MOxeT ObITh 3alMCaHa Kak
«2(Ca3(P0Oy),-0,5H,0)-2(CaHPO4-2H,0)» [27].

Hccnenopanue mpoayktoB Tepmoimsza OK®D, cogeprkaliero kapookcuaaT-uoHbI,
I0Ka3aJlo, YTO Mociie TepMooOpaboTku Ipu TeMiiepatype Boiiie 600°C B TeueHUe 5 4acoB
oopasytorcs 'AIL, TK® u I1DK [28]. JanHbIi (paKT CBUAETEIBCTBYET O TOM, YTO
BBIOPAHHBIN PEXXUM TEPMOOOPAOOTKH He 0OecrieunBaeT JOCTHKCHUS (a30BOH
OJHOPOJHOCTH ITOPOLIKA.

da30BbIli COCTAB KEPAMUKHU MOcTie TepMoobpadoTku mpu 900°C B TeueHue 3 4acos,
nojyueHHol u3 nopourka OK®, cMHTe3upOBaHHOTO B MPUCYTCTBUU IMMOHHOW KUCIOTHI,
owu1 ipeactaniieH [IOK u TK® [29]. Oqnako paccMaTpuBaeMblii CHHTE3 U3 PACTBOPOB B
MPUCYTCTBUU PA3TTUUHBIX KOJIUUECTB TMMOHHOW KUCIOTHI, KaK MUIIYT aBTOPbI, TO3BOJISIET
MOJIyYUTh MOCTIE CHHTE3a XOPOIIO 3aKPUCTAIIIM30BAHHbIN OM(a3HBIN, 2 B HEKOTOPBIX
clly4asix ¥ MHOTO(a3HbIi mopoinok. CorjacHo MPUHLUITY HACIIEAOBAHUS CTPYKTYpOH
KepaMUKU CTPYKTYPBI MOPOIIIKA OTCYTCTBUE (ha30BOM OAHOPOTHOCTH MOPOIIKA MTOCTE
CUHTE3a YKa3bIBAET Ha HEBO3MOXKHOCTD JIOCTHMIKEHUSI BLICOKOM cTereHu (a30Boli
OTHOPOAHOCTH KEPAMUKH I10CIIe 0OKHUTa.

B HayuHoOI1 TuTEepaType MOKHO HAWTHU MHOECTBO MyOJIMKALUIA, OTTUCHIBAIOIINX CUHTE3
OK®, koTOpBIi, KAK TPABUIO, TPUMEHSIIOT IS JICYCHUSI KOCTHBIX e(DeKTOB, B BUIIE
TpaHyJI, WM MPUMEHSIOT KaK KOMIIOHEHT KOMITO3UIIMOHHBIX MATEPUAJIOB C MOJIUMEPHOMI
Matpuieil. B Takux pa6orax OK® paccmaTpuaetcs B kauecTBe npekypcopa ATl
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00pa3yrolIerocs Nocie UMIJIAHTAUUU B IIPOLIECCE B3aUMOAEUCTBUS CO CPEON OpraHu3Ma in
VIVO WY C aHAJIOTaMU MEXTKAHEBOM KUIKOCTH in vitro. Beiencrsue 6;11M30cTH
KPUCTALTMYECKUX CTPYKTYP 3TUX pochaTtoB OKD tpanchopmupyercs B [All npu
B3aUMO/IEMCTBUU CO CPEION OpraHu3Ma MIIEKOMUTAIOLIETO UM MPU UCIIBITAHUSIX in Vitro
[30, 31].

Bce mHOTOOOpAa3ue cmoco6os cuaTe3a OK® M0OXHO pa3aenuTh Ha HECKOIBKO OOJIBIITMX
CpyII:

- CUHTE3 U3 BOJHBIX pacTBOPOB [29, 32, 33] wiM U3 CyCeH3Uil MaJIopacTBOPUMOrO
coequHenus (Hanpumep, CaCOs) [34];

- TuapoIu3 MantopactBopuMbix @K [35];

- CMHTE3 M3 BOJHBIX PACTBOPOB B IPUCYTCTBUM SBFC, MOIMAIEKTPOIIUTOB U IPYTUX
OpraHu4eckux n100aBoxk [29, 36, 37, 38, 39];

- TuapoIi3 MastopacTBopuMbix coequHenuii (TK® [40], ADK [41, 42], OpymmTa [43, 44])
B ITPUCYTCTBUM MOJMIJIEKTPOJIMTOB, IPYTUX OPraHUUECKUX JOOABOK WIIM B pacTBOpaX,
MMUTUPYIOIIMX Cpely opranusma [45].

Cunte3 OK® u3 BOAHBIX paCTBOPOB MPOU3BOJIAT, UCTIOIB3YSI B KAUECTBE PACTBOPUMBIX
COJIeH Kbl auerara, XJopuaa, Hurpara, noauaa [46], Ca(H,PO,),-H,O [29], a B kauecTBe
pacTtBOopuMBIX pochaToB cmecs Na,HPO,/NaH,PO,, KH,PO,. /115 nonaepxanus
Tpedbyemoro ypoBas pH ucnonsiytor pactBopsl KOH, HCI [47], NH,OH [48], TpucOydepa,
UHBIX Oy(pepHBIX pacTBOpoB. HemocraTkamu criocoOOB CMHTE3a U3 PACTBOPOB SIBJISIOTCS
MCIOJIb30BaHME pa30aBIEHHBIX PACTBOPOB, 00YCIaBIMBAIOIIMX HU3KYIO
MIPOU3BOANTEILHOCTH (MaJIblii BBIXOJ LIEJIEBOTO MPOIYKTA), a Takke (hazoBas
HEOTHOPOJHOCTh CHHTE3UPOBAHHOTO MPOAYKTa, coaepskatiero Hapsay ¢ OK® npyrue OK.

I'inponus manopacrsopumbix @K (Hanpumep, TKD) Takke mpoBOIAT €
UCTIOJIb30BaHUEM Oy(epHBIX PaCTBOPOB (HAIIPUMED, alleTaTHOrO Oydepa
CH;COOH/CH;COONa) niis noanepxanus 3agaHHoro pH cpenst [49].

Hawnbomee 61u3kuM K ipeuiaracMoMy U300peTeHUIO SIBIIseTCs crtocod [49],
BKJTIOUATOLIUI TUAPOIU3 2 MMOJIb MasiopacTBopumoro @K B 18 mit anetatHoro 6ydepHoro
BogHoro pacrsopa CH;COOH/CH;COONa ¢ pH B untepsaie 3,9-4,7 B TeueHue 3-24 yacoB
nipu 50-70°C, oTaeneHue ocajaka okTakanbiueBoro gochara OKD oT MaTOUHOTO pacTBOpA,
MpOMBIBaHUE Ocaaka, cymky mpu 50°C B TeueHue 24 yacoB. HegocraTkom gaHHOTO crioco6a
SIBIISIETCS OOJIBIION pa3mep (1o 10 MKM) Y4acCTHIl KCXOTHOT'O TTOPOIIKA MaJIOPaCTBOPUMOTO
@K, B KayecTBe KOTOPOTro UCTOJNB3YIOT TK®D, uTo OTpUIIaTeNIbHO CKA3bIBAETCS HA CTETICHU
dazoBoit ogHOpoaHOCTH Mopoika OK® mocie cuaTe3a U TepMmooopadbotku. Kpome Toro,
pactBopumocth TK® xoTs 1 6onbine uem, Hanpumep, y I'All, HO Bce-Taku TOCTaATOYHO
HU3Kasl, a 9TO TpeOyeT YBEeIUUYEHUs ITPOJOJDKUTETIBHOCTH MPoLecca THAPOIU3A.

Llenbro HacTosIIeTO M300pETEHUS SBIIIETCS pa3padoTKa crocoda MoAroTOBKU IIUXTHI C
nokasatenem? (¢ SBF - simulated body fluid, d - B HacTOsI1IEM ONTMCAHUU «I1OKA3ATEIb
OJHOPOJHOCTH (DA30BOTO pacHpeieleHUs» 03HAYAET MPOTSIHKEHHOCTh KaX 1o u3 (a3 B HM)
OTHOPOJIHOCTH (a30BOTO pacipeaeiacHuss B uHTepBase 20-40 HM I MOTyYeHUs
KepaMHYeCcKoro ouoaerpaaupyemoro matepuaia, cocrosiiero u3 [IOK u TKD, ¢
IoKa3aTejaeM OQHOPOJHOCTH (ha30BOr0 pacmpeneiacHus B uHTepBaie 50-100 HM.

Llenp 6bL1a TOCTUTHYTA HACTOSIIIIUM U300pETEHUEM.

Cnoco6 moAroTOBKU MIMXTHI JISl TOTYUYEHUS] KEPAMUUYECKOT0 OMOIerpaupyeMoro
MaTepuaa, BKIIFOYAIOIIUN CUHTE3 OKTaKaIblFeBoro (GocdaTa U3 MaaIopacTBOPUMOTO
dochata kanpuus B aneraTHoM 0ydepHoM BogHoM pacTBope CH;COOH/CH;COONa npu
TeMrepatype B uHTepBase 55-65°C, oTaeneHue ocagka, IpOMbIBAHUE OCaJKa, CYIIIKY OcaaKa
U TepMOOOPaOOTKY, OTIUYAOIIUICS TEM, UTO B KAYeCTBE MAJIOPACTBOPUMOI'O COEAMHEHUS
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HCIOJIB3YIOT OPYIIUT C BIIAXXHOCTHIO 5-55%, pH cuHTe3a 1e)KUT B MUHTEpBase 5,5-5,8,
COOTHOIIIEHUE «OpyImUT/Oy(hepHbIii pacTBOP» IO Macce JISKUT B uHTepBae 1/80-1/100,
MPOAOIIKUTEIBHOCTh CUHTE3a cocTaBisieT 30-60 MUHYT, a TepMOOOPAOOTKY MOPOIIIKA
npoBoaAat B uHTepBatie 400-700°C B TeueHue 1-2 4acoB, UCIOJIb3YsI BHECEHUE MOPOLIKA B
TeYb, MIPeIBAPUTEILHO PA30TPETYIO 10 TeMIepaTypbl TepMooopadboTku. [1pu aToM cpok
XpaHeHus: OpylIuTa mocje cuHTe3a cocrasiseT 0,1-24 yaca.

[Mopommox 6pymmra CaHPO4-2H,O cHHTE3UPYIOT B COOTBETCTBUM ¢ peakuueit (1) u3
BOJIHBIX PACTBOPOB HUTpATA Kajiblus U ruapodochata aMmmonus ¢ koHueHTpanueit 1M-2M.
Ca(NO,), + (NH,),HPO, + 2H,0 — CaHPO, -2H,0 | +2NH,NO, (1)

KoHueHTpamm UCXOIHBIX PACTBOPOB, KAK HUTpATA KaIblvs, Tak U TuapodochaTa
aMMOHHUS, JiexkaT B uHTepBajie 1 M-2M. KoHueHTpaus peareHToB B BOJHOM pacTBOpE
MeHee | M nenaer JaHHYIO CTaAuI0 MEHee MPOU3BoAUTENIbHONU. KOHIEHTpausi peareHToB B
BOJIHOM pacTBope 6osiee 2M npuBOAUT K (POPMUPOBAHUIO CIIUIIIKOM T'YCTOM CyCIIEH3UH
OpylIMTa B MATOUHOM PACTBOPE, UTO 3aTPYAHSIET €€ MepeMellIuBaHuUE.

ITocne puIbTpOBaHUS OCATOK ITPOMBIBAIOT 5-8 pa3 AUCTUUTMPOBAHHOM BOToM. MeHbIIee
KOJIMYECTBO MPOMBIBAHUI HE MO3BOJISIET YAAIUTh COMYTCTBYIOLIUI MPOAYKT PEAKLUU 10
nonycrumoro ypoBHs. [IpombiBanue ocasika Oosee 8 pa3 HelenecooopasHo, T.K.
JIOIyCTUMBIN YPOBEHB CONEPKAHUS COMTYTCTBYIOLLEr0 MPOAYKTA PEAKIUU YK€ TOCTUTHYT, &
JIOTIOJTHUTEIbHOE TPOMBIBAHUE YBEIMUMBAET BPEMS MOJTOTOBKM MOPOIIKA OPYILIUTA.

IToce mpoMbIBaHMS OCaOK OPYIIMTA OT(PUIBTPOBBIBAIOT HA OyMaXXHOM (UIBTPE 10
BJIA)KHOCTHU 55% w B niepuon 0,1-24 yaca nmocjie CMHTe3a NEPEHOCAT B MMOATOTOBJIEHHBIN

6ydepusiit pacrBop CH;COOH/CH;COONa ¢ pH B unTepBase 5,5-5,8° (° - naHHbIi
uHTepBa) pH moaaep>xuBaercs, eciiu UCTIOIB3YIOT AleTaTHbIN Oy(epHbIii pacTBOD, B
kotopoMm KoHueHTpauus st CH;COOH u anst CH;COONa cocrasnset 0,1 M) u
Temiiepatype 55-65°C npu MaccOBOM COOTHOIIIEHUU aucniepcHas daza (Opymur)/
mucriepcuonHas cpea (0ydepHsiit pactBop) B unTepBase 1/80-1/100. Cunate3 OKD u3
MaJIopacTBOPUMOTO (hocdarta Kambiusi OpyIIMTa OCYIIECTBISETCS B pe3yJIbTaTe MPOTEKAHUS
peakuuu ruapoian3a (B3auMOAEeNCTBUS BEILIECTBA C BOJIOM), SBJISIIOLLEICS YACTHBIM CIIy4aeM

OOJIBIIION IPYIITBI peaKlyi MPOTOJIUTUUECKOTO B3aUMOACHCTBUS (2).
8CaHPO, - 2H,0 + 2CH ,COONa — Ca,(HPO, ),(PO, ), * 5SH,0 + 1 1H,0 + 2CH,COOH + 2NaH ,PO, (2)

ITo xpatineit Mepe, TpeOyeTcss HEKOTOpoe BpeMs (He MeHee 6 MuH, T.e. 0,1 yaca), 4ToObI
OTJIEJIUTh CUHTE3UPOBAHHBIN IMOPOIIOK OPYIIUTA OT MATOYHOT'O PACTBOPA U IIPOMBITH €TO.
B ToMm cityyae, eciii TOpOIIOK XPAaHUTCS 10 BHECEHUS B Oy(epHbIit pacTBOp Ooitee 24 4acos,
€ro BJIAYKHOCTh CTAHOBUTCSI HUXKE 5%, 4 3TO HE MO3BOJISIET IPOBECTH CUHTE3 (PEaKIHUIO
ruaponusa opymmura ¢ oopazoBanreM ogHodazHoro OK®) B teuenue 30-60 mun. [1pu pH
MEHbIIIeM 5,5 U TeMIiepaType MeHbliel, yeM 55°C cylecTBYIOT YCIOBUS IS CYIIIECTBOBAHUS
kak OK®, tak u 6pymuta. [Tpu pH 6ombiiem 5,8 u temnepatype Bbiie 65°C co3narorcs
ycnoBust 1uist popmupoBanus ['AIl. OTkIIOHEHHE OT YKa3aHHBIX UHTEPBAJIOB TEMIIEpaTyp U
pH B 00bIIIYIO WIIM MEHBIIIYIO CTOPOHY MOXKET MpUBECTU K oO6pa3zoBanuto cmecu DK, uto
HE TTO3BOJIUT PACCMATPUBATH CUHTE3MPOBAHHBIN MOPOIIOK B KAYECTBE MPOMEKYTOUHOTO
MPOIYKTA, MO3BOJISIONIETO MOCTIE TEPMOOOPAOOTKH MOIYUUTH IIIUXTY C BBICOKUM
rokaszaTtejieM OJHOPOAHOCTU (hazoBoro pacmpenenenus. [Ipumenenue 6oee
KOHIIEHTPUPOBAHHOM CYCIIEH3UH, UeM C COOTHOIIIeHHEM «OpyuT/0ydepHbiit pacTBop» 1/80
HE MO3BOJIUT MOJIEPKaTh HEOOXOAUMBII TS TostydeHust ogHodazHoro npoaykra (OKD)
untepBai pH. [Ipumenenue 0osee pa3daBiIeHHOMN CYCIIEH3WH, YeM C COOTHOIIICHUEM
OpymmT/0ydepHbIit pacTBop 1/100 HeremecooOpa3HO ¥ MPOCTO YBEIUUUBAET 00bEM
peaxMoHHOM cMecu. B3aumopeiicTBue OpyimTa u 0ygepHOoro pacTsopa
MPOJOKUTEILHOCTHIO MeHee 30 MUHYT HEJOCTATOYHO, TAK KaK HE BECb BHECCHHBIN B
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OydepHbIit pacTBop Opyrmmt npeppaiaercs B OK®D. Bzanmoerictue Opymmra u
OydepHOro pacTBOpa MPOIOHKUTEILHOCTBIO OoJiee 60 MUHYT HElelecoo0pasHo,
MOCKOJIbKY KoHBepcust Opymmra B OK® yike 3aBepiiieHa 1 BOZMOXKHO MPOTEKAHUE
MPOIECCOB PACTBOPEHUSI-KPUCTAIUIM3AIMH, BEAYIIIMX K yBeIMueHUuIo pazmepa yactun OKO.

Ocanox OK® oTaenstoT OT MaTOYHOTO pacTBOpa (GUILTPOBAHUEM. 3aTEM OCATOK IS
yaaJIeHus aJIcCOpOMPOBAHHBIX HOHOB OydepHOro pacTBOpa MPOMBIBAIOT 5-8 pa3. MeHbliee
KOJIMYECTBO MTPOMBIBAHUI HE MO3BOJISET yIAIUTH aACOpOUPOBAHHbBIE HOHBI OyhepHOro
pacTBopa nocjie peakiuyuy TMapoan3a 10 JonycTuMoro yposHs. [IpombiBaHue ocagka
6otee 8 pa3 Helernecoodbpas3Ho, T.K. JOMYCTUMbIN YPOBEHb COACPIKAHUS aACOPOUPOBAHHBIX
HMOHOB YK€ JOCTUTHYT, a JOTIOJTHUTEIbHOE MPOMBIBAHUE YBEIIMUMBAET BPeMs TOATOTOBKHU
nopoika OKO®.

ITocne otnenenus OK® ot OydepHOro pacrBopa M MIpOMBIBAHHUS OCAJIOK CyIIaT B
ToHKOM citoe. OK® mocre cyliky Ae3arperupyioT B alleTOHE B IUIAHETAPHON MeNTbHUIIE.
JlezarperupoBaHHBIN MOPOIIOK MOABEPTraoT TepMooOpadoTke B uHTepBase 400-700°C B
TeyeHue 1-2 4acoB, UCIIOJIb3YsI BHECEHUE MOPOIIKA B Me€Yb, IPEIBAPUTEIHHO PA30TPETYIO 10
TeMIiepaTypbl Tepmooopabotku. TepmoobpaboTka nmpu Temnepatype Huxe 400°C B
TEUYEeHUE 2 4acOB He 0OecrieunBaeT MoJiHoM TepMudeckoit konBepcun OK® B nmpoaykT,
cocrosiumit u3 [TOK u TKD® ¢ BeicokuM mokaszatesieM OqHOPOAHOCTH (Pa30BOTO
pacnpenenenus. TepmooopaboTka mpu Temriepatype Boire 700°C B TeueHue 1 yaca
MPUBOJUT K YKPYITHEHUIO YACTUL BCIEICTBUE MpUneKkanus yactuy nopomka @K apyr k
JIPYTy U CHWXKEHMIO aKTUBHOCTU nopoluka DK k crekaHuro.

ITo nanubM [29] B mopoikoBoii cucteMe Ha ocHoBe OK® npu HarpeBaHUM MPOTEKAIOT
MOCIeI0BATEIbHO XUMHUUECKUe peakiuu 3-5. B nanHol paboTe oTMeuaeTcs, 4To MpoLece
CIIeKaHMS TTOPOIIKOBBIX 3aroToBOK Ha ocHoBe OK® nporekaer B untepBae 750-1150°C.
~200°C : Ca,(HPO, ),(PO, ), *5H,0 — 0,5Ca, (PO, ),(OH ), + 3CaHPO, + 4H,0 (3)
400°C :3CaHPO, — 1,5Ca,P,0, + L5H,O (4)
900°C: 0,5Ca,, (PO, ),(OH), + 1,5Ca,P,0, — 2Ca,(PO, ), + Ca,P,0, (5)

[Tpennaraemslii B HACTOALIEM U300PETEHUH TEMIIEPATYPHBIN PEXUM, IPU KOTOPOM
nopoiok OK® BHOCUTCS B TpeIBAapUTEIHLHO PA30OTPETYIO MeUb, 00ECIIeUUBAET KAK
JTIOTIOJTHUTEIbHOE TEPMHUUECKOE AUCTIEPTUPOBAHME, TAK U CO3MIAET YCIOBUS TS
dbopmuposanus nopourka @K (IOK/TK®D) ¢ BICOKMM MOKa3aTeleM OJHOPOTHOCTH
dazoBoro cocraa. [Tpu 3TOM yacTUYKa MOPOIIKA MPEACTABIISET COOO KOMITO3HUT C
paBHOMepHO pactpeneneHHbIMUA pazamu [TOK u TKD. ITpoTskeHHOCTh JaHHBIX (a3
(mokxazaTelb OTHOPOTHOCTH (ha30BOTO pacipeiesieHust) cocTaBiseT 20-40 HM.
Oco6eHHOCThI0 TPOAYKTOB TepMuueckoi kKouBepcuu OK® no npenioxkeHHOMY
TeMIIEpaTYpPHOMY PeXUMY, peacTasstonmx cooor cmech [IMK u TK®D, sBisercs Beicokas
CTENeHb TOMOTEHHU3AIIMH, TTOCKOJIBKY MTPEKYPCOPHI JAHHBIX (ha3 MPeACTaBIIIIOT COOO
Yepenyronrecs: KpUCTaIIorpaduuecKue CIIOM XUMUUYECKUX COETMHEHMI, aHAJTOTUYHBIX TTO
crpykrype Call’AIl (mmm Tpukansuuiidocharrunpaty Caz(PO,),-xH,0) u 6pymmTy
CaHPO,4-2H,O0.

[Tocne oxnaxaeHus MOIYYEHHBIH B pe3yIbTaTe TEPMUUECKON KOHBEPCUM TPOAYKT
Je3arPerupyIoT U UCTIONB3YIOT Tl popMoOBaHuUs 00pa3IOB.

[IuxTy c BRICOKMM TTOKa3aTeaeM (pa30BOH OJJHOPOJIHOCTU MPECCYIOT B BUAE OaloUueK
10x5%3 MM, a 3aTeM oOxuraroT rmpu temmepatype 1000-1100°C B Teuenue 1-3 yacos.

OO6xur matepuana npu temnepatype Hwke 1000°C ¢ BbIIEp)KKOM MTPU 3TOM TeMIepaType
MeHee | yaca He oOecrieunBaeT MOJIYyYeHUs! B JOCTATOYHOMN CTEIEHU CIIEYEHHOT 0 MaTepuaa.
OG6xur nipu Temniepatype Baiie 1100°C ¢ BbIAEPKKOM MpH 3TON TeMIiepaType 6osee 3 4acoB
BEET K ACTrpaJalid MUKPOCTPYKTYPbl KEPAMUUECKOTO MaTepHaa, CBI3aHHOIO C
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AHOMAJIbHBIM POCTOM 3€PEH.

Hcnonb3oBaHMe MIUXTHI C BBICOKAM MTOKa3aTelIeM OJJHOPOJTHOCTH (pa30BOTo
pacrpezesieHus: TO3BOJISIET P UCIIOIBL30BAHUM YKA3aHHOTO PEXXKUMA 00XKUra MoIydaTh
KepaMu4eckuii OuoaerpaaupyemMoiit Mmatepual, cocrosiuii u3 [TOK u TKD, ¢ nokazartenem
OTHOPOIHOCTH (ha30BOTO pacipeaeiacHuss B uHTepBasie 50-100 Hm.

M3o0peTeHune WLTIoCTpUpyeTcs: IPUMEPOM.

ITpumep

CunTe3 6pyuTa NpoBOIAT, mpuiuBas 1 11 1,5M BoaHOTr0 pacTBopa HUTpATa KaJbLUUs
Ca(NO3), BogHoro pacrBopa rugpodochara ammonust NH,HPO, x 1 1 1,5M nipu
KOMHATHOM TeMIEpaType B COOTBETCTBUU ¢ peakuuer (1). [Tpu cnmBaHuy pacTBOpoOB
dbopmupyetcs OydepHast cMech, KoTopas oomagaet pH 5,5-5,6 [17].

ITocne puIbTpOBaHUS MOTYUYEHHBIN 0CAIOK MMPOMBIBAIOT JUCTUIUIMPOBAHHOM BOJION 6
pas. [Tocie mpoMbIBaHMs OCaOK OpYIIMTAa OTGUIBTPOBBIBAIOT HA OyMaKHOM (UIIBTPE 10
BITAXXHOCTU 55%. Uepe3 12 yacoB mociie CHHTEe3a MOPOIIOK OpyIIUTa ¢ BIaxXHOCTbIO 30%
Maccort 13 r (10 r 6pyiuunTa u 3 T BOJIbI) MEPEHOCAT B MOATOTOBJICHHBIN Oy(hepHBIit pacTBOP

CH;COOH/CH;COONa o6nemom 900 it ¢ pH 5,6 (f - untepsan pH 5,5-5,8
MOJIICP>KUBAETCSI, €CIIU UCTIONB3YIOT alleTATHBINM Oy(epHbIit pacTBOP, B KOTOPOM
koHueHTpauusa st CH;COOH u st CH;COONa cocrasiser 0,1 M) u temnepatype 60°C
P MacCCOBOM COOTHOIIICHUH JUcTiepcHas (aza (OpyImT)/mucriepcioHHas cpeaa
(6yepnsIit pacTBOpP), paBHOM 1/90, 171 MPOBEACHUS peaKIUK THIPOIIN3A.

ITpoaomKUTEIPHOCTD CHHTE3a (B3aUMOICICTBUS OpyIuTa U 0ydepHOro pacTBopa),
obOecnieunBaroiee oopazopanue OK®, cocrapisier 45 MUHYT.

Ocamox OK® oTaenstoT OT MAaTOYHOTO pacTBoOpa (pUabTpoBaHUEM. 3aTeM OCaIOK IS
yIaJIeHUs aJICOPOMPOBAHHBIX HOHOB Oy(hepHOTr0 pacTBOpa MPOMBIBAIOT 6 pa3.

ITocne otnenenuss OK® ot OydepHOro pacTBOpa OCagoK CymaT B TOHKOM ciioe. OK®D
MOCJIE CYIIKH Je3arperupyioT B alleTOHE B IJIAaHETapHOW MebHUIEe. Jle3arperupoBaHHbIM
MOPOIIOK MoABEeprarT TepMoodpadoTke nmpu 550°C B Teyenue 1,5 4acoB, UCMIOIb3YS
BHECEHHUE MOPOIIIKA B MeUb, MPEABAPUTEIILHO Pa30TPETYIO A0 TEMIEpaTyphl
TEPMOOOPAOOTKH.

ITocne oxnakieHust MOJYYEHHBIN B PE3yJIbTaTe TEPMUUECKON KOHBEPCUM MTPOAYKT
JIe3arPETUPYIOT U UCTIOIB3YIOT I hopMoBaHust 00pa3noB. LIIUXTy ¢ BBICOKUM
roxasatesieM (ha3oBOM OTHOPOIHOCTH IpeccytoT npu AasiaeHun 100 MIla B Buae 6anouek
10x5x3 MM, a 3aTeM oOxuraroT rmpu Temmnepatype 1050°C B TeueHue 3 4acoB.

Hcnonp30BaHKMe MIMXTHI C BBICOKUM TTOKa3aTeIeM OJTHOPOJIHOCTH (ha30BOTO
pachnpeneneHus Mo3BOJISIET IIPU YKA3aHHOM PeKHMMe 00KKra MmojydyaTh KepaMUYeCcKon
ouoaerpaaupyembiii Matepua, cocrosiiei uz [IOK u TKD, ¢ nokazarerem oqHOPOTHOCTH
(dazoBoro pacnpenenenus B uaTepBaje 50-100 HM.

AHAIIOTUYHO OBIIM U3TOTOBIIEHBI OO PA3Ibl KEPAMUIECKOTO OUOALT PaIUPyEMOTO
Matepuana, cocrosero uz [IOK u TKD c nokazatenem ogHOPOAHOCTH (pa3oBOTO
pacnpenenenus B uHTepBaje 50-100 HM (cM. Tabnuiy).

Takum 00pa3zoM, IKCIIEpUMEHTAJIbHbIE JaHHBIE, TPE/ICTABJIEHHBIE B TA0JIHIIE,
MOKAa3bIBAIOT, YTO MPUMEHEHHUE 3asIBJIEHHOT'O CIIOCO0A MO3BOJISET MOJIYYUTh IIUXTY Ha
OocHOBE (pocaToB KaJIbIUs C TOKA3ATEIEM OJJHOPOIHOCTU (ha30BOT0 PACIIPE/IEIICHHUS B
uHTepBaie 20-40 HM U1 TOJIyYeHUS] KePaMUUECKOTO OMOoIerpaupyeMoro MmaTepuaa,
cocrosiero u3 [IOK u TK®, c nokazaTteneM oqHOPOAHOCTH (a30BOr0 pacrpeaesieHus B
uHtepsaie 50-100 M.
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Ne MapameTpbl npovecca nonyyexns OKO Tepmoobpabotka XapaKTepucTuKa WKXThI Ycnosus obxura CBOVICTBa Kepamukm
rmaponuaomM Gpywmra nopotka OK® nocne TepmootpaboTkn nocne o6xura

BnaxHocTb pH | T, °C | Bpemsa, | CooTHowehnwne | T, °C | Boiaepxka, | ®asosbii Mokazatens T, °C | Boigepxkka, | ®asosbin Mokasatens
Bpywwura, % MUH | Bpywnt/Bydep yac cocTas 0fiHOPOAHOCTH Yac coctas Of\HOPOAHOCTH
LUMXTb azosoro KepamuKkm ¢asosoro

pacnpesenexus, nocne pacnpenenexvs,

HM HM
1 5 55| 55 60 1/80 400 2 TKO/MOK 20-40 1100 2 MNOK/TKD 50-100
2 30 56 | 60 45 1/90 550 15 TKO/MOK 20-40 1050 3 MOK/TKD 50-100
3 55 58 | 65 30 1/100 700 1 TKO/MOK 20-40 1000 4 MOK/TKD 50-100
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dopwmyia u3o00peTeHUs

1. Crtoco6 mMOATrOTOBKM IIMXTHI JJIsl MOTYYEHUS] KEPAMUUECKOT 0 OMOIerpaiupyeMoro
MaTepuaa, BKIIOYAIOIIUN CUHTE3 OKTaKaIblueBoro gocdara U3 MaaopacTBOPUMOTO
docdata kanpuus B aueraTHoM 0ydepHom BogHoM pactBope CH;COOH/CH;COONa npu
TeMrepatype B uHTepBase 55-65°C, otaeneHue ocajaka, IpOMbIBAHUE OCaKa, CYIIIKY OcaaKa
U TEpMOOOPAOOTKY, OTIMYAIOLIHMICS TEM, YTO B KAUECTBE MAJIOPACTBOPUMOTO COEAUHEHMUSI
HCIOJIB3YIOT OPYIIUT C BIIAXXHOCTHIO 5-55%, pH cuHTe3a 1eKUT B MUHTEpBase 5,5-5,8,
COOTHOIIIEHUE «OpyImUT/Oy(hepHBIii pacTBOP» IO Macce JISKUT B uHTepBae 1/80-1/100,
MPOIOJIKUTEIBHOCTD cUHTe3a cocTaBiisieT 30-60 MUH, a TepMOOOPaOOTKY MOPOIIIKA
npoBoaAaT B uHTepBase 400-700°C B Teuenue 1-2 4, UCIOIB3YsI BHECEHHE TTOPOIIIKA B I€Ub,
MPEABAPUTEIBHO Pa30rPeTyIO A0 TEMIIEPATYPbl TEPMOOOPAOOTKH.

2. Crioco® moAroTOBKM MIMXTHI TSl TTOJTYYEHUS] KEPAMUYECKOTO OUOIEr paIuPyeEMOTO
Marepuasa 1o 1.1, B KOTOpOM CPOK XpaHEHHs MaJIopacTBOpUMOTO (ocdarta Kambius
Opymmra 1nocie cuHTe3a coctapsiet 0,1-24 u.
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