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B mocnenHee BpeMs BO BCEM MHpPE BEIAYTCS pa3pabOTKH OMOCOBMECTUMBIX MAaTEPHAJIOB C IIEIBI0 HX
UCIIONIb30BaHMsl B TPABMATOJIOTHH, OPTONENUU M cToMaroiorud. Hanbonee OIM3KMMHU K MHUHEPaJbHOU
COCTaBJSIIOIIIEH KOCTHOM TKaHM SIBIISIOTCS MarTepuajbl Ha OCHOBE THIPOKCHAIIATUTA KallbIHs
(Ca;o(PO4)s(OH),). U3BecTHO, uTO OHMOIOrMYECKash COBMECTHMOCTh, a TaKke B3aumojehcTBue I'A ¢
KHUBBIM OOBEKTOM B II€JIOM 3aBUCHT OT €r0 XUMHYECKOH YUCTOTHI, pa3Mepa U MOP(OIOTHH KPUCTAIIIOB.
[losToMy moNy4eHHE CHHTETHYECKOrO aHajora MHHEPaJbHOW COCTaBISIONICH KOCTH SIBISETCS
aKTyalbHOHM 3amadyeil. B naHHO# pabore mpoBomwics nmouck 3((EeKTHBHBIX CIHOCOOOB MOTYy4YEHUS
MOPOLIKOB ~ T'HJIpPOKCHAnaTtuTa, O00JaJalomuX  BBICOKOH  CTENEHbI0  KPHCTAJUIMYHOCTH U
CTEXMOMETPUYECKOro cocTaBa. Jlnms MOCTMXKEHHMS OTOHW LEIH IPOBOAMICSH CHUHTE3 IIOPOIIKOB
THIPOKCHAINATUTa METOJIOM OCaKIIEHHS U3 KUAKOHW (a3bl C MCIONb30BAHUEM TPEX PA3IMYHBIX Hap
npekypcopoB  (Ca(OH),-H;PO4; CaCO;-(NH,),HPO,; Ca(NO,),4H,0 - (NH,),HPO,) ¢
MOCJIEAYIONIMM HCCIIeIOBaHHEM HX (pa30BOro coctaBa METOJIOM PEHTIeHOCTpYKTypHOro anaiuza (PCA).
PesysnbraThl WccnenoBaHMM TNOKaszaiw, 4To HauOosiee I(PQEKTHBHBIM SBISETCS CHOCOO CUHTE3a, B
KOTOpOM B KadecTBe Ipekypcopos ucmonbsytorcs Ca(NO;),4H,0 u (NH,),HPO,. Ilonyuennsie
JAHHBIM METOJIOM CHHTE3a IMPOAYKTHl MPEACTaBsLIM CcOOOM ~ XMMHYECKHM YHCThIC IOPOIIKH
THIPOKCHAINATUTa, O0JIaJaloNIie BBICOKOH CTENEeHbI0 KPHUCTAJUIMYHOCTH M CTEXHOMETPHYECKOTO
cocraBa

KJIIIOYEBBIE CJIOBA: ruapokcuanmaTUT, METOA OCAKICHUSA M3 XKHUIKOW (a3bl, HPEKypcopsl,
CTEXHOMETPHSI.

OTPUMAHHSA NOPOUIKIB I'TJPOOKCIAIIATITY KAJBIIIO BIOMEAUYHOI'O
MPU3HAYEHHSI METOJIOM OCAJI’)KEHHS 3 PIJIKOI ®A3U
0.C. Yyoykin
Xapriscokuii nayionanvhuti meouunuii ynieepcumem, 61022, Xapkis, np.Jlenuna, 4

OcTraHHIM 9acoM y BCbOMY CBITI BEIyThCS PO3POOKH 010CYMICHMX MaTepiajiB 3 METOIO iX BUKOPUCTaHHS
B TPaBMATOJIOTi, OpTomeii Ta croMarosorii. HaiOimbIn OIM3bKUMH MiHEpPAJIbHOI CKIIAZOBOI KiCTKOBOT
TKaHWHM € MaTepiajl Ha OCHOBI Timpokcuanatuty kanblito (Ca;o(PO,)¢(OH),. Bizomo, mo Oionoriuna
CYMICHICTB, B TaKOXK B3a€EMOJisl TiIPOKCHAIATHTY C XMBUM 00 €KTOM 3aJIeKHTh BIJ XIMIYHOI YHUCTOTH,
po3Mipy Ta mopdonorii kpucraniB. ToMy OTpuMaHHS CHHTETHYHOTO aHAJIOI'y MiHEpaJbHOI CKJIaJ0BOL
KICTKH € aKTyaJbHOI Mpo0ieMoro. B 1iit poOoTi mpoBOAMBCS MOIIYK €PEKTUBHUX CIIOCO0IB OTPUMaHHS
MOPOIIKIB TiAPOKCHANIATUTY METOAOM OCa/KEHHs 3 PiaKoi ()a3u 3 BUKOPUCTAHHSM TPHOX PI3HHUX Iap
npekypcopis (Ca(OH),-H,PO,; CaCO;- (NH,),HPO,; Ca(NO;),4H,0 - (NH,),HPO,) 3 macrymaum
JIOCTI/DKEHHSIM  1X  (pa30BOr0O CKJIaxy METOJOM peHTreHocTpykTypHoro anamizy (PCA). Pesympratu
JIOCITI/DKEHb TOKa3aly, MI0 HAaWOUIhIl e()eKTHBHHM METO/IOM € CIIOCO0 CHHTE3y Y SKOMY B SIKOCTI
npexypcopi BukopucroBytotses Ca(NO;),4H,0 rta (NH,),HPO,. Orpumani uum meromom cunresy
MIPOJYKTH SIBJISTA COOOK0 XIMiYHO YHUCTI MOPOIIKH TiPOKCHATIATUTY 3 BUCOKUM CTYIIEHEM KPHCTaJIiqyHOCTI
Ta CTEXIOMETPUYHOT'O CKIIAJY.

KJIFOYOBI CJIOBA: riapokcHanaTuT, METON OCaPKEHHS 3 PiaKoi (ha3u, MPeKypCopH, XiMidHa YACTOTA,
CTEX10MeTpisl.

© A.C. YyOykuH, 2013



75
[TonyueHue NOpPOIIKOB rMAPOOKCHANIATUTA KAJIbLIUA OMOMETULIUHCKOTO ...

OBTAINING OF HYDROXYAPATITE POWDERS FOR BIOMEDICAL APPLICATIONS BY THE
LIQUID PHASE DEPOSITION METHOD
A.S. Chubukin
Kharkov National Medical University, 61022, Kharkov, Lenin av.,4

In recent years all over the world are being developed biocompatible materials for use in traumatology,
orthopedics and dentistry. The closest of the mineral component to bone are based materials, calcium
hydroxyapatite. It is known that biological compatibility, and also interaction of hydroxyapatite with
living object as a whole depends on its chemical purity, size and morphology of its crystals. Therefore
obtaining of chemically pure synthetic analogue of bone mineral component is the actual task. In the
present work the effective producing methods of chemically pure hydroxyapatite powders with high
degree of crystallinity and a stoichiometric composition was searched. For reaching this purpose
synthesis of hydroxyapatite powders by deposition method from a liquid phase using three various
pairs of precursors (Ca(OH),-H,;PO,; CaCO;- (NH,),HPO,; Ca(NO,),4H,0 — (NH,),HPO,), with the
subsequent analysis of their phase composition by a X-ray diffraction analysis method (XRD). The
results of analysis have demonstrated that the most effective synthesis method was that one where
precursors Ca(NO;),4H,0 and (NH,) ,HPO,. are used Derived by this method of synthesis products
represented the chemically pure hydroxyapatite powders with high degree of crystallinity and a
stoichiometric composition.

KEY WORDS: hydroxyapatite, liquid phase deposition method, precursors, bioactivity, chemical purity,
stoichiometry.

WuTepec k ruipoKcHanaTuTy o0ycaoBiIeH OOJIbIIMM 3HaYEHUEM €ro i OMOJIOTHYECKUX
UCCIIEIOBAaHUN M TNPAKTUYECKON MEIUIUHBI BCIEACTBUE TOTO, UYTO OH SBJISETCS TJIaBHOU
HEOPraHMYECKON COCTaBJISIOUIEH KOCTHOM TKaHHW KMBOIO OpraHu3Ma M 00JiaJjaeT BBICOKOM
OMOJIOTUYECKOW COBMECTHUMOCTBIO. [ MIpOoKcHanaTUT NMPUMEHSETCS B KayecTBe Marepualia
BpeMsi HMIUIAHTAaTOB M TMOKPBITMA B CTOMATOJIOTMM M opTonenuu. Jus 3Tux wnenei
UCIOJIb3YEeTCSI KaK €CTECTBEHHBIM (OMOJIOTHYECKH) TUAPOKCHANIATUT, TaK U HUCKYCCTBEHHO
CUHTE3UpOBaHHbIN. [Ipu 3TOM MOIy4yarOT MOPOLIKKM C LIMPOKUM CHEKTPOM JUCIIEPCHOCTH
gactury oT 2 mo 100 mxm. BsammopeicrBue I'A ¢ XUBBIM OOBEKTOM 3aBHUCHUT OT €r0
XMUMHUYECKOM YHUCTOTBHI, pa3Mepa U Mopdojoruu KpuctamwioB. Ilostomy mnosydenue
XMUMHMYECKH YUCTOTO CUHTETHUUYECKOTO aHajIora MUHEPaIbHOW COCTaBJISIONICH KOCTH SIBIISIETCS
3aJlauell akTyalbHOU U BOCTPEOOBAHHOIA.

[Ipu cozpannm OMOCOBMECTUMBIX MAaTEPHAJIOB 33JaHHOTO COCTaBa U MOP(OIOrUM OCTPO
CTOUT MpoOieMa pa3pabOTKH METOI0B MX CHHTE3A.

OcHoBHBIMU MeTOJaMHM cuHTe3a ['A  SBIsAIOTCA pacTBOpPHbIE U TBEpIOQa3HBIE.
PacTBopHBIE METO/BI BKIIOYAIOT OCAaXACHUE, T'HAPOTEPMAIbHBIA CHUHTE3,  THJIPOJIHU3
¢docdaroB kampuus [1]. OTu Meroapl Hambosiee MHOTOOOpa3Hbl M, MPHU HCIOJB30BAHUU
Pa3IMYHbIX TEXHUYECKUX IPUEMOB, MO3BOJISIIOT MOJy4aTh XUMUYECKH YHMCTHIE MOPOILKH C
perynupyemoir  ¢GOpMONM  KPUCTAJIOB,  CTEMEHbI0  KPUCTAUIMYHOCTH,  3aJaHHBIM
cootHomenueM Ca/P (mns 6uonoruueckoro I'A onpeneneno ornomenue Ca/P=1,67).

Xopomme pe3ynbTaThl M0 CTENEHU KPUCTAIUIMYHOCTH M XUMHUYECKOW YHCTOTE ObUIH
MOJIyY€Hbl TIPU  KCIOJB30BAHMM METOJOB OCAaXACHHUS M3 BOJHBIX PpacTBOPOB C
WCIIOJIb30BAHUEM PA3IMUHBIX HCTOYHUKOB Kasbliust U ocdopa [2, 3].

Lenbto 3TOM  paboThl SBISUIOCH oOMmpefesieHne Haumbosee 3PPEeKTUBHBIX CIOCO0OB,
MOJIyYEHUSI XMMHYECKH YUCTBIX MOPOIIKOB ['A C BBICOKON CTENEHbIO KPUCTAUIMYHOCTU U
CTEXMOMETPUYECKOTO COCTABA.

MATEPHUAJIBI U METO/bI
Cunres nopoukos I'A mpoBoAUIHN TpeMs criocoOaMu.
IlepBoIii cocod cunTes3a sBiseTcss Moaudukanuein 6oxee panHero [2]. DToT cocod
OCYILIECTBIISIETCSI IPOCTHIM CMEILIMBaHUEM KalbLus U (pochaToconepx aiiux CycneH3ul B
CTCXUOMETPUUCCKOM COOTHOIICHWH, IPUBOAAINIUX K 06p330BaHI/IIO rugpokcuarnarura. B
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KayecTBE HMCXOJHBIX KOMIIOHEHTOB (IIpeKypcopoB) ucnoib3oBanuchk pactBop Ca(OH), u
H3PO4. Xumuueckre peakiiy 3Toro METo1a CUHTE3a IPUBEIEHbBI HHXKE

CaCO3me) — CaOne) +CO2) (D)
CaOme) + H200c) > Ca(OH)2(me) (2)
10Ca(OH)2(¢) + 6H3PO4 ) > Caio(PO4)s(OH)20) + 18H20 ) 3)

[TepBbiM 1marom, Owu10 monydeHue CaO u3z CaCOj; ¢ mocineayromuM HCIOIb30BaHUEM
THJIPAaTUPOBAHHOTO OKCH/IA KAJIBIHs B KAUECTBE BOJHOPACTBOPEHHOTO MCTOYHHKA KalbIus. B
npouecce npuroroBiaeHust Ca(OH), cnepsa 100 rpammos CaCOs npokanuBanucs npu 1010°C
B TeueHue 2,5 4 ¢ mocuenyomum noiaydennem CaO. 3arem Ca(OH), momyuyanu myrem
cmemenus cycnensun CaO ¢ guctwumpoBaHHOW Bojou. [lodydeHHYIO CyCHEH3UIO
npocymuany npu 60°C B Teuenue 2 yacos, s noaydenust Ca (OH),.

Jst mpurotoBiiennss 'A mopomkoB otaenbHo cmemuBanu 60 rp Ca(OH), u 30 mn
HsPO4 ¢ 1000 mn pewonmsupoBaHHOW Bojpl. Ilpurotosnenmne cycnensuun Ca(OH),
MIPOU3BOMIIOCH IYTEM CMEUIMBAHHS THX KOMIIOHEHTOB B TE€YEHHE 2 4ac, ¢ J0OaBJICHHUEM
KaIlIs 10 Karie B UCXOAHbIN pacTBop oprodoconoit kucinorsl H3PO4. [lonyuennyro cmech
BbIepkuBai B TedeHue 30 mHeil. B TedeHme sTOoro Tmepuona, Ui M3YYCHUS KUHETUKU
ocaxaeHus ¢az, uepe3 onpeneIeHHbIe HHTEPBAIbl BPEMEHH IMPOBOIMIICS OTOOP 00pa3IoB st
PEHTTCHOCTPYKTYpHOTO aHanmu3a OKOHYATEeNbHO CYCIIEH3WIO, COJEPXKAIIYI0  OCaIKH
¢unbTpoBanu U cymmwiu B Bakyyme npu 80°C B teuenue 2 yacoB. Ilocne yero, TBepabie
MOPOIIKOOOpa3Hble MPOAYKTHI ITpokaiuBanu npu temneparype 1000°C B Teuenue 3 yacoB

Bropoii cnmocod cuHTe3a, npezacraBiseT coOOil METOAMKY, B KOTOPOHl B KadecTBe
npexypcopoB ucmosb3ytorcs nopomwku CaCOs u (NH4),HPO,. O uMe0T OTHOCUTENBHO
HU3KHE 3HAYCHUS PACTBOPHUMOCTH TIO CPaBHEHHUIO C TEMH, YTO HCIOJB3YIOTCS B IIEPBOM
METOJIE.

XUMHUYECcKast peakius JUsi 3TOro croco0a CHHTE3a MPUBEIeHa HIKE

10CaCO3(mg + 6(NH4)2HPO4(me)—>Caio(PO4)s(OH)2me) + H2O ) TCO2¢) 4)

CHayala B OJMHAKOBOM  KOJIMYECTBE  JEUOHM3UPOBAHHOM  BOJBI  OTJAEIBHO
MpUroTaBiIuBaid pacTBophl, coctosdmue u3z 0,5 momps CaCO; u 0,3 mons (NH4),HPO, ¢
M30BITOYHBIM KOJMYECTBOM pacTBopsieMoro BemiectBa (5%) mo Becy. M30biTounoe
konuuectBO  (NHy4),HPO4 noGaBnsuioch miii yCKOpEHHUsI PACTBOPEHMSI MajOpacTBOPUMBIX
CaCOs3 nopouikoB. PactBop (NH4),HPO, BeimuBanu B cycnensuto CaCOj;, 1 HarpeBaiu mnpu
MHTEHCUBHOM IepemerrBanuu a0 80 ° C.

Bo Bpems npurotoBieHus perucTpupoBaINCh 3HaYeHUsI KUciIoTHOCTH pH.

B nponecce BblepKKH, Yepe3 MOCTOSIHHbIE MHTEPBAJIbl BPEMEHH OTOMPaIUCh 00pa3Lbl
JUISL KCCIIEI0OBAHUS OCAXACHHBIX (a3.

[locne BBIIEPXKKM B TeueHUE 2 JHEH, BOJHYIO CYCHEH3UI0 (UIBTPOBAIU JUIs
BOCCTAHOBJIEHUSI TBEPJOro OcCajaka, a U30BITOYHBIN Qocdar ynansaaum HpOMbIBAHUEM B
JNEMOHU3UPOBAHHON BoJie. 3aTeM TBepAblil mpoaykT BeicymnBanu npu 80°C B TeueHue 2
yacoB. 3ateM npoBoauioch npokanusanue rnpu 1000°C B Teuenue 3 yac.

Tpernii cmocod cuHTE3a NPOBOAMICA B COOTBETCTBUM C YCOBEPIIECTBOBAHHOMN
Metoaukoi [3]. B aTom ciydae B kadecTBe mpekypcopoB ucnoin3zoBanuck Ca(NO3)-4H,O
u (NH4):HPO4, B nannom ciydae TBepJblil MpeKypcop Kajblus 001aan OTHOCHUTEIbHO
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BBICOKOM PacCTBOPUMOCTBIO. Xumudeckas peaKknuga Ajid 3TOro croco0a cUHTE3a IMpUBCICHA
HUXKE.

10Ca(NO3)2:4H2O¢me) + 6(NH4)2HPOs(mg) + 8(NH4OH) o) —

Cai0(PO4)s(OH)2(me) + 20(NH4NO3)() + 40(H20)) &)

ITepponaganero 0,5 moms Ca(NO,),"4H,0O m 0,3 mons (NH,),HPO, pasnensno
cmemuBayid ¢ 50 MJ JEMOHU3MPOBAHHOW BOJbl U MHTEHCHBHO IE€pEMEIIMBAIU. 3HAUYEHUS
kucinotHoctd pH pactBopos Ca u P noBoaunu o pH = 11-12 no6asnennem NH,OH.

[Tocne no6aBiieHns: BceX KOMIIOHEHTOB, KOHEUHBIM pacTBOP MEpEeMELINBaIN B T€UEHUE 2
4yacoB Iocie KoppekTupoBku ypoBHsa pH=11-12. 3arem pactBop HarpeBanu a0 80°C u
nepeMemMBany B TedeHue 1 4 mpu stoi Temneparype. Ilocne HarpeBanus 3HaueHue pH
coctaBimsio 6,5. Uepes 1 1 Harperyro Maccy OXJaxiald A0 KOMHATHOM TeMIepaTyphbl
€CTECTBEHHBIM OXJIQXKJIECHUEM Ha BO3IyXe M IepeMmemuBain okoio 20 wyaco. PactBop
(GUIBTPOBAIM U HETIPEPHIBHO MPOMBIBAIN BOJIOH, 4TOOBI yaanuTh 000l n30biTok NH4OH.
OtdunbrpoBanHblil ocanok cyumiu rnpu 80°C B TeueHue Houu u npokanuBaiu npu 1000°C B
Te4YeHHE 3 Jac.

Ocy1iecTBi€eHHE KOHTPOJI YHUCTOTHI XMMHYECKOro M ()a30BOTO COCTaBa IMPOBOAMIIOCH
Ipy TOMOIIM  peHTreHocTpykrypHoro anamu3za (PCA) Ha  aBTOMAartu3upoBaHHOM
mudppaxromerpe JIPOH 4-07 («bypeBecTtHuk», Poccus) B pexxume oTpaxkeHUs (reomerpust
Bbperra-bpenrano) ¢ ucnons3oBanuem Cu Ko uzmydenus nmpu yckopsromeM HanpspkeHun 40
kB, Ha yrinax orpaxenus 20 ot 20° o 40°.

PE3YJBbBTATBI U UX OBCYXJIEHUE

Kak mokazan peHTreHOCTPYKTYpHBIA aHaJIU3 MPOJYKTOB, TMOJYYCHHBIX B PE3YJIbTATE

cunte3a mnepBeiM  MetogoMm (I'A-1) , ocaxmaemas ¢aza HE SABISIETCS YUCTHIM
rugpokcuanaTuToMm (puc.l).
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Puc.1. PenTtreHorpamMMbl TBEpIbIX OCaJKOB C(HOPMHPOBAHHBIX B TEYCHHUE PAa3HOTO BpPEMEHHU
BBIIEP)KKH TIPH cHHTe3¢ noporka ['A-1

[IpuBeneHHbIE BbIIIE PEHTIEHOIPAMMBI JEMOHCTPUPYIOT (Da30BBI COCTaB MPOAYKTOB,
OCAXJAOIINXCS U3 MATOYHOTO pacTBoOpa Ha 3-i1, 8-, 15-i1 u 30-ii neHsb.
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Kak BuaHO u3 peHTreHorpamMm, oOpa3zoBaHHE cIab0N KPUCTAIUIMYECKOW CTPYKTYpPbI
rUpOKCUAanaThuTa HaduHaeTcs uepe3 31HsA. Bmecre ¢ ruapokcuanaTUTOM, HENpPEpbIBHO
ocaxkmaercs npyras daza docdara kanpuus — auruapodocdar kaneuus (CaHPO4-2H,0). B
KOHLIE TEepPHOJIa BBIIEPKKH B PacTBOPE AIUTENbHOCTHIO B 30 aHEH, 00beM OCa)KJaeMoro
IUIPOKCUANaTUTa YBEJIIMYUBAJICS, HO OCaX/1eHHas (aza Tak U HE CTAaHOBHWJIACh YUCTOU. UYepes
30 nmHell, B ocaakax TMO-TIPEeXKHEMY HAONIOAATIOCh  3HAYUTEIBHOE  KOJUYECTBO
muruapodocdara KanbLUusl.

[IpuunHbl 00pazoBaHusi BTOPOW (ha3bl M3ydaaUCh IYTEM HCCIIEIOBAHUS XUMHUYECKOTO
COCTaBa pacTBOpa U KOHTPOJISI KUCIOTHOCTH pH MaTouHOro pactBopa BO BpeMsl OCa)JIEHUS.
bouio ycranosneno, yto 3HaueHus: pH pactBopa Haxoaunoch B uHTepBasie mexay 11,5 u 13
enl.

Takas BeMurMHa KUCIOTHOCTH PacTBOpa CBUAETEILCTBKET O TOM, UTO OCaXK/IEHUE BTOPO
(da3pl CBA3aHHO CO CTeXHOMeTpuyeckuM oTkiIoHeHusMu Ca, P u monoB OH B MaTtouHOM
pactBope. Ilpum ycTpaHeHMM TakKUX CTEXMOMETPHUYECKHX OTKJIOHEHHH BEpOSTHOCTH
noJtydeHus (azbl YUCTOTO TUIPOKCHUAIIATUTA OYEHb BBICOKA.

[IpoBeneHHbIE 5SKCHEPUMEHTHI IOKa3ajld, 4YTO HpU J10OABIEHUU HE3HAYUTEIHLHOTO
kosmuectBa (1-10 mur) oprodocdopnoit kucinorsl (H3;PO4) B MaToOUHBIN pacTBOp MPOUCXOIUAT
(dbopMHpoBaHHE PAKTUYECKH YUCTON (pa3bl T'MIPOKCHUAIIATUTA.

OpHako, Takoe MOAM(PUIIMPOBAHHE MATOYHOTO pacTBOpa MO3BOJSET IMOJIy4aTh YHUCTYIO
¢azy 'A nump Ha OPOTSHKEHUM HE3HAYMTENIBbHOTO MNEpHoJa BPEMEHM BBIIEPKKH IOCIE
noGasnenust B Hero H3;POs Ilpu yBenuueHun mnepuojia BBIIEPKKH — OCaXACHUE
TUIPOKCUANIATUTa BCE PaBHO CONPOBOXKAAETCS 3HAYMTEIBHBIM BbIJECJICHUEM BTOPOH (a3l -
muruapodocdaTa KanbLUusl.

[Ipu wucrnosib3oBaHuM BTOpOro Meronaa cuHre3a nopomkoB (I'A-II), ¢ unonb3oBaHuem
kapoonara kanpuus CaCOj;, 005aAaOIIEr0 OTHOCUTENILHO HU3KOW PpacTBOPUMOCTHIO, B
MOJTy4aeMbIX MPOayKTax oOHapyxuBamuck cienbl CaO. Pentrenorpamma mpoaykros ['A-II
MIOKa3bIBa€T JIMHAMUKY 00pa3oBaHusA NPOAYKTOB THJpokcuanatuta ['A oT BpeMeHu
ocaxxaenus (Puc. 2)

PeHTreHoCTpyKTypHBIM aHanu3 MPOBOWICA Ha 00paslax OCaJIKOB, IMOJIYYEHHBIX B
TedeHue 2, 4 u 6 nHel BIAEPKKU pacTBopa. PedynpraThl PCA mokassiBaroT, 4ToO B MpoIecce
o0Opa3oBaHusl THIpOKCHANaTUTa B 00pasliax OCagKOB, NOJYYEHHbIX B TeueHue 2 u 4 nHei
BBIZIEPKKH HaOmoaaercs popmupoBanue CaO. OnHako, Ha 00pa3iax MoJy4eHHBIX B TEUCHUE
6 onHel BBIACPKKM HUKAKUX Jpyrux (a3, Kpome ciabo KpUCTAIU3YIOIIETOCs
IUIpOKCUANaTUTa, He HAOII0AaI0Ch.

B Cay(PO,)s(OH),
e Ca0

WHTEHCUBHOCTD

20 25 3 35 40
20
Puc.2. PentrenorpaMMbl 0caakoB, MONy4eHHBIX MpU cuHTe3e mopomkoB ['A Il B TeueHue pa3znuuHoro

BPEMEHU BBIICPKKU.



79
[TonyueHue NOpPOIIKOB rMAPOOKCHANIATUTA KAJIbLIUA OMOMETULIUHCKOTO ...

To ecTh ATOT MpoAyKT mpencTarisii cobor (azy umcrtoro ['A B cBEXEOCAKIECHHOM
cocrosiHuu. Kak noka3zano Ha peHTreHorpammax nocie npokaiusanus npu 1000°C B Teuenue
3 4, cTeneHb KPUCTAUTMYHOCTH ['A MOPOIIKOB CYIIECTBEHHO yaydiaercs (puc. 3)

B nomosHeHWe K 3TOMY, BHIHO, YTO IIOCIIE TMPOKATMBAHUS HAYMHAET (OPMHPOBATHCS
CaO. ®dopmupoBanune CaO mociie MpoKaaTuBaHUS TOKa3bIBaeT, uTo cooTHomneHue Ca/P
MpeBBIIIAET cTexuoMerpuueckoe otHomenue Ca /P = 1,67

T ® Cay(PO,)«(OH),
e Ca0

WHTeHCUBHOCTL

20 25 30 35 40

Puc.3. Penrrenorpammel nopomka ['A-II mpokanennoro mpu Temmeparype 1000 °C B Teuenue 3
JacoB.

Tpernit cnoco0 cuHTe3a wuirotoBineHust mnopomkoB ([A-III) mnpoBomwmiics ¢
ucnoisib3oBanueM npekypcopo Ca(NOs),.4H,O wu (NH,),HPO,, o6nagaromux O6oinee
BBICOKOH PAacCTBOPUMOCTHIO B CPAaBHEHUIO C TEMH, YTO HCIOJIB30BAIMCH B MPEIBIIYIINAX
ciIydasx.

m B Cay(POy)s(OH),

MHTE@HCUBHOCTL

20 " 25 ' 30 I 35 ) 40
Puc. 4. Pertrenorpamma cBexeocaxieHHoro rnoporuka I'A- I11.

Pentrenorpamma mpoaykroB caexeocaxkaeHHoro ['A (I'A-III), mosyueHHoro stuUM
CIIOCOOOM CHHTE3a IOKAa3bIBAET, YTO KpoMme AU(PPakUMOHHBIX NUKOB OoT ['A mocne 24
YacOBOI'0 OCAXKJCHHSI HUKaKUX JPYTUX HE MUKOB HaOmonaercst (puc. 4).

[Tocnie mpoBeaeHNs peHTIT€HOCTPYKTYPHOI'O aHAIM3a, CBEXKEOCAXKIECHHBINA MOpomok ['A-
Il npoxanusamu npu temneparype 1000°C B teuenue 3 u. Ilocne mpokanuBaHusi NOPOILOK
I'A-III noxBeprancs peHTTeHOCTPYKTYPHOMY aHaJIU3y OBTOPHO.

Pentrenorpamma npokanenHoro ['A-III mopomka AEMOHCTPUPYET OCTpPBIE, SIPKO
BBIDOKEHHBbIE JU(PPAKIMOHHBIE IHKH, HMEIOIIUME BBICOKYI0 HHTEHCUBHOCTb, KOTOpPbBIE
YKa3bIBaIOT HA YBEJIMYEHHUE CTENEHU €ro KPUCTANIMYHOCTH (pHC. 5).
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W ® Ca(PO,)s(OH),

WHTEHCUBHOCTh

20 ' 25 ' 30 ' 35 ' 40
20
Puc. 5. Peatrenorpamma nopomika I'A-III mpokanennoro npu 1000 °C B Teuenue 3 u.

[TosiBnennst Kakux-1u00 MOTOJHUTENTBHBIX (Pa3 cHOPMUPOBAHHBIX MOCIE MPOKATUBAHUS
He HaOMoAaeTCs. JTO MOATBEPKIACT XUMUUYECKYIO YACTOTY U CTEXHOMETPHIO TTOJYIEHHOTO
T'A B cBEXEOCAKIEHHOM COCTOSTHUH.

BbIBO/1bI

B nanHoll paGore mpoBoAmics NOUCK S(P(GEKTUBHBIX CHOCOOOB MOJTYyYEHHUS
XUMHUYECKH YHUCTBIX MOPOILIKOB THAPOKCHANaTUTa, 00JIalarolNX BBICOKOM CTENEHbIO
KPUCTAJUIMYHOCTU M CTeXHOMeTpuueckoro cocraBa. C 3TOH 1LeNbl0 HCCIEI0BAINCH
MPOAYKTBI, MOJYyYEHHBbIE B PEe3yJbTaTe€ MCIOJIb30BAHHUS METOJAa OCAXKICHUS W3 KUIKOU
¢da3pl ¢ MCIOJIB30BAaHUEM TpeX pasiuuHbIX nap npekypcopon (Ca(OH),—-H;PO,; CaCO;—
(NH4),HPO,; Ca(NO;),.4H,0 — (NH,),HPO,).

Pe3ynbraraMu pEeHTreHOCTPYKTYPHOTO aHajiv3a ObLIO YCTAaHOBJIEHO, 4TO Haubosee
3G GEeKTUBHBIM CIIOCOOOM TOJYYEHHUsS] XMMUYECKH YHUCTBIX MOPOILIKOB THUJIPOKCHAINATHUTA,
00J1a1alOIMX BBICOKON CTENMEHbI0 KPUCTAJUIMYHOCTH M CTEXHOMETPUUYECKOrO0 COCTaBa
ABJSAETCS CHHTE3 TIOPOILIKOB TI'MJPOKCHANATHUTA, IPOBOJMBIIUICA C HCIOJb30BAHUEM
npexypcopos Ca(NO;),.4H,0 wu (NH,),HPO,. Tloayuaempie 3TM cIocoGOM IPOMyKTHI
OCXJICHHS HE COJEp)KaT HHUKAKUX Apyrux (a3 Kpome TUAPOKCHAmaTHTa ¥ 00NanaroT
BBICOKOW CTENEHbI0 KPUCTAINIMYHOCTU U CTEXUOMETPUUECKOTO COCTaBa.
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