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BIUIMB TEMITEPATYPU MIKPOXBIWJIBOBOI'O CIIIKAHHS HA CTPYKTYPY
I MEXAHIYHI BJIACTUBOCTI I'ITPOKCHUATIATUTHOI KEPAMIKHA

The aim of the paper was to investigate features of microwave sintering of biogenic hydroxyapatite obtained for filling
of various bone defects in medicine. The samples were prepared at high-temperature muffle furnace (1,5 kW,
2,45 GHz) at 800, 900, 1000 and 1100 °C. It was established that increasing of microwave sintering temperature did
not lead to a rapid increasing of grain size and agglomerate formation. The prepared materials have homogeneous
fine-grained structure with average grain size 0,42—0,56 Mmm and average pore size is equal to 0,5 mMm. It was
established that the porosity of materials prepared at 800—1000 °C was equal to 40 % and for materials prepared at
1100 °C reduced down to 33 %. The compressive strength increased from 31 to 59 MPa with increasing of
temperature and was close to that of cancellous human bone. Studies in vitro showed that the solubility of the
materials in physiological solution did not depend on sintering temperature and was equal to 0,1—0,15wt. %/day.
Thus, the possibility of preparation of ceramics based on biogenic hydroxyapatite by microwave sintering at 800—
1100 °C with sufficient structural-mechanical properties for medical use for the substitution of bone defects was

shown in the present work.
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Beryn

B VkpaiHi, 1K i y BCbOMy CBITi 3arajom, Bce
TOCTPIIIUMU CTaIOTh MPOOJEMH, TIOB’sI3aHi 3 JIKY-
BaHHSIM TPaBM OIOPHO-PYXOBOIO amapaTy pi3HOIo
MOXOIKeHHSI, B TOMY YMCIi 3aMillleHHsI nedeKTiB
KiCTKOBOI TKAaHWHHU. XBOPi MOTPEOYIOTh TPHUBAIOTO
W CcKJIagHOro JIiKyBaHHS, Ta MOro pe3yjabTaTh He
3aBXIM 3aJO0BiJIbHI, a Taki TpaBMM 4YacTO CTalOTh
MPUYMHOIO TIEPBUHHOI iHBaJIiAHOCTI MauieHTiB [1].
Tomy po3pobka HOBHUX i BOOCKOHAJIEHHSI BXeE ic-
HYIOUMX IMIUTAaHTAliMHUX MaTepiajiB € OOHUM i3
HalMOpiopUTETHIIMX 3aBOaHb Cy4acHOIO MaTepia-
JIO3HABCTBA.

Cepen BEeJUKOIO pPi3HOMAHITTS MaTepialis,
SKi 3aCTOCOBYIOTb y MEIMWYHIM TpakTuLli IS 3a-
MillIeHHST KiCTKOBMX He(EeKTiB — MeTalliB, KepaMi-
KU, TIOJIIMEPiB i KOMITO3UTIB, — HaMOUIbII Tiepc-
NEKTUBHUMU Ta HANIMOIIMPEHIIINMHU € Oi0aKTUBHI
MaTepiaau Ha ocHOBI rimpokcuanartury (I'A). A —
HaUOMMKUMIA aHAJIOT MPUPOAHOI KICTKM 3a XiMiu-
HUM CKJIQJIOM, TOMY BiH € HalOuIblI NMPUAHATHUM
MaTepiaJloM IJI1 BUTOTOBJIEHHS iMIUIaHTaTiB [2].
Po3zpizHsiore 'A cuHTeTUYHMIA, OTPUMAHUI TBEP-
n0(}a3oBUM CHUHTE30M, METOIOM OCaIKeHHS abo
30JIb-TeJIb METOIOM TolIo [3, 4], a TakoxX OGioreH-
Huit A (bI'A), gkuii Haityacrillle OTPUMYIOTh i3
KICTOK BeJMKOI poraroi xymobu [5, 6]. 3aBasku
30€peXEHHIO XiMIYHOTO CKJIaay, MPUPOJHIN CTpyK-
Typi Ta HEBEJWKii cobiBapToCTi omepxkaHHS BI'A
Ma€ 3HayHy IIepCHeKTUBY 3acTocyBaHHs. KpiM Toro,
3 Jitepatypu BigoMo, 1o bBI'A kpame cnpuse
MpoliecaM pereHepatii KicTKoBoi TKaHUHHU [6, 7].

Bupobu Ha ocHOBi 'A-kepaMiku OTpUMYIOTH
TPAIULIMHUMUA METOIAMU MOPOILIKOBOI METATYPil,
rapsiyuM TIpECYBaHHSIM, METOIOM IyOJIIOBaHHS
CTPYKTYPH MOJIMEpHOi MaTpuili, MeTonamu “freeze
casting” i “spark plasma sintering” [8§—10].

BukopucTtaHHsI MiKpOXBUJIBOBOTO CITIKaHHS
SIK CIIOCOOY OTpUMAaHHSI BUPOOIB MEAUYHOIO IpU-
3HAY€HHSI 3 BMCOKOIO MIIIHICTIO Ta 30epexXeHHSIM
JOCTaTHHOI MOPUCTOCTI € OOTHMM i3 HaiIepcrieK-
TUBHILIMX MeTonmiB. Hapasi MikpoxBwii HaiyacTi-
1lIe BUKOPUCTOBYIOTH misg cuHTe3dy I'A [11-13] i
MPakKTUYHO HE 3aCTOCOBYIOTb IJISS BUIOTOBJIEHHS
BUpOOiB. He moCTaTHBO BUCBITIEHO B JiTEpaTypi
0OCOOJIMBOCTI CITiKaHHS Ta (hOPMYBaHHS CTPYKTYpPHU
T'A ipu MiKpOXBUJILOBOMY CITiKaHHi.

ITocTanoBka 3amaui

3aBmaHHsA poOOTU — MOCTIIUTH OCOOJIMBOCTI
MiKpOXBWIbOBOTO crikaHHS BI'A, a Takox BcTa-
HOBUTH BIUIUB TEMIIEpATypu Ha CTPYKTYpPY i Bjac-
TuBOCTI bI'A-KepaMmiku.

Marepianu i meToam

BuxinHuM Marepiajiom y po0OoOTi BHOpaHO
BI'A TM “Ocreoanatutr KepaMiuHuii” 3 po3Mipom
YacTUHOK 10 160 MKM. MeTomoM JBOCTOPOHHLOIO
npecyBaHHa npu Tucky 200 MIla BuroTtoBieHi
3pa3Kyd UUJIiHAPUIHOI (GOpMU, SKi OyIM CIieueHi y
BUCOKOTEMIIEPATypHili MiKpOXBUJILOBIiil Mydeb-
Hiit meui (1,5 xBr, 2,45 I'Tu) 3a temneparyp 800,
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900, 100 i 1100 °C 3 BUTPUMKOIO 3a MaKCUMaJlb-
HOI TeMIepaTypu cIikaHHs npotsrom 30 xB.

MeTonoM pacTpoBOi €JIEKTPOHHOI MiKpPOCKO-
mi 3 BHUKOPMCTAaHHSM Mikpockoma POM-106M
(BAT “SELMI”, Ykpaina) 0y/i0o ZOCTIIXEHO CTPYK-
Typy OTpMMaHUX 3pa3KiB. 3a JOMOMOIOIO Iporpa-
MU aHaJli3y 300paXkeHb Ta MOIEJIOBAHHSI CTPYK-
Typ SIAMS Photolab (TOB “CHUAMC”, Pocis)
OyJIO MpOBEAEHO aHali3 PO3MOAiLY 3epeH i IIop
3a PO3MipoM. 3 BUKOPHUCTAHHSIM PEHTTeHiIBCHKOTO
nudpakromerpa Ultima IV (Rigaku, SInonis) mpo-
BEIEHO KOHTPOJb a3oBoro ckiamy. XiMiuHMIA
CKJIaJ TIEPEBIipsId METOJIOM E€HEepProaucIepCiiiHOTO
PEeHTTeH(PIYOPECLEHTHOTO €JIeMEHTHOTO aHajli3y
3a jgomnomororo anamizatopa Expert 3L (IHAM,
VYkpaina). MilHicTh Ha CTUCK BU3HAYEHO 3a JO-
IMOMOTOI0 BUMPOOyBaibHOI MammHu Ceram test
system. Bu3HaueHO TaKOX IOPHUCTICTb, O0’€EMHY
ycaakKy Ta BTpaTy Macu NpHu CHiKaHHI.

Jlts OLiHKM 0i0J0TiYHOI aKTMBHOCTI OTpU-
MaHMX MaTepiajliB 0yJ10 BUKOPUCTAHO €KCIIEPUMEH-
TU in Vifro, 30KpeMa BU3HAYEHHS PO3YMHHOCTI
3paskiB y isionoriunomy posunHi (0,9 %-Huit
BOOHMI pPO3YMH XJOpUAY HaTpil). MeTomuka
MPOBEIeHHs Tiependayae BU3HAYEHHSI BTpAaTU Ma-
CH TIPOTSTOM TIepeOyBaHHS 3pa3KiB y MOIEIbLHOMY
CepeloBUILi MPOTITOM TIEBHOTO MPOMLIKKY 4Yacy (B
HaIlIOMy BMIAAKy — 2 IO0OM) 3a Temrmeparypu 36—
37°C [14].

PesynbTaTh i ix 00rosopeHns

Ha puc. 1 306paxeHi cTpykrypu 3pa3kiB BI'A,
OTpPMMaHMUX 3a Pi3HUX TeMmIepaTyp crikaHHs. Ha
OCHOBI aHaJjli3y CTPYKTYpH BCTAHOBJIEHO, IO 3i
30UIbIIEHHSIM TeMMepaTypy CIHiKaHHS CTPyKTypa
MaTepiaay cTa€ OLIbIIl OIHOPIAHOIO Ta ApiOHO3ep-
HUCTOIO 3 PiBHOMIpHMM PO3IOALIOM TIOP.

306inpllIeHHST TeMIIepaTypy CIiKaHHS TIPUBO-
IUTh OO 3POCTAHHS MIHIMaJIBLHOTO PO3MIipy 3epeH
Big 0,1 mo 0,2 MKM, cepenHiil po3Mip 3epeH 30iJb-
myetbest Bim 0,42 mo 0,56 Mmxm (puc. 2).

MiniManbHUil po3mip mop 3poctae Bim 0,04
no 0,2 MKM MOpu MiIBUIIEHHI TeMmepaTrypu a0
1000—1100 °C (puc. 3), omHaK cepenHiii po3Mip
Mop HE 3aJeXUThb BiA TeMIepaTypu CITiKaHHS 1
craHoBuTh ~0,5 MKkM. KpiM TOro, BCTaHOBJIEHO,
1I0 He3aJIeXKHO Bil TeMrepaTypM CITiKaHHS, OCHOB-
Ha KUIbKICTh 3€peH i IIop MaloTh poO3Mip y diama-
30Hi 0,2—0,8 MkM. TakuM 4YMHOM, MiABUILEHHSI
TeMIlepaTypyd HpU MiKpPOXBUJIBOBOMY CIiKaHHi Bif
800 mo 1100 °C He TpU3BOAUTH IO CTPIMKOTO POC-
Ty po3Mipy 3€pHa Ta YTBOPEHHS arjioMepariB.

00 100um

12 50k 20pm

4

Puc. 1. Mikpoctpykrtypa 3pa3kiB BI'A, oTpruMaHuX METOIOM MiK-
POXBWJILOBOTO CITIKAHHSI 3a PI3HUX TeMIlepatyp: a —

800°C; 6 — 900 °C; ¢ — 1000 °C; e — 1100 °C

Ha ocnoBi P®A BcraHoBieHO, IO 3i 3pocC-
TaHHSIM TeMIlepaTypu CITiKaHHS (pa30BUI CKIIam
3pa3KiB HE 3MIHIOETHCS i MaTepiaa MpeacTaBIeHUN
quiie ¢azow 'A (puc. 4). Lle MOBHICTIO Y3romxy-
€ThCH 3 JIiTepaTypHUMU JAHUMU PO TEPMOCTAOIIb-
HicTb OioreHHoro I'A mo 1350 °C [15]. 3rigHo 3
JCPDS Card # 09-0432 ocHOBHi XapakTepHi Ji-
Hil mwisg ¢as3u rimpokcuamnatury (Cas(PO4),(OH))
poamillieHi B iHTepBaji KytiB 260 Bim 20 mo 60°
Ta IOBHICTIO 30IiraloThbCs 3 €KCIepHUMEHTaJIbHM-
MU nJaHuMM. Hepenuwkuii mik mpu 20 ~37,54°
(puc. 4, a), gxkuit 3uukae npu 900 °C, Ha Halry
IYMKY, MOXe OyTM MOB’SI3aHWM 3 BUHUKHEHHSIM
neeKTHOCTI CTPYKTYpH, SKa 3pOCTaE 3i 30ib-
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Puc. 2. Posmomin 3epeH 3a po3Mipamu s 3pa3kiB BI'A, oTpuMaHuX METOIOM MiKpPOXBMJIBOBOIO CITIKAHHS 3a Pi3HUX TeMIepaTyp:
a—800°C; 6 —900°C; ¢ — 1000 °C; e — 1100 °C
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Puc. 3. Posnonin mop 3a po3mipamu misa 3paskiB BI'A, oTpumaHux
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METOIOM MiKpOXBWJILOBOTO CITIKAHHSI 3a Pi3HUX TemIiepaTyp:
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(211)

e — Cas(PO,);0H, Card #9-432

OCKUIBbKM BiH 301IbLIYE TYCTUHY KiCT-
KOBOi TKQHUHM, a TaKOX 3MEHIIIYE
3amnajgeHHs [18].

Ha puc. 5 nokaszaHi 3MiHU
00’eMHOI ycagkud Ta BTpaTU Macu
npu crikaHHi 3pa3kiB bI'A 3aiexHo
Big Temneparypu. baunMo, 1110 3 1mi-
OBUIICHHSIM TeMIlepaTypu BTpara
Macu 30utbLIyeThed Bim 1,3 mo 2,2 %,
a o0’emHa ycagka 3poctae Big 0,8
mo 13,2 %. lle mop’s13aHO 3 iHTEH-
cugikaliero auy3iiiHUX MOpOLECiB
IpU IiIBUINEHHI TeMrepaTypu CIIi-
KaHHs, $Ki 3a0e3MNevyioTh YUIiIb-
HEHHS MaTepiaqy Ta #oro 3Mil-
HEHHSI.

ITopucrticTs OTpUMaHUX 3pas-
KiB B IHTE€pBaJIi TeMIIepaTyp CITiKaH-
a Hsa 800—1000 °C mpakTWU4HO He 3a-

JIEXKUTh BiJ TeMmIepaTypu i CTaHO-
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Puc. 4. [Iebaerpamu 3paskiB BI'A, oTpuMaHMX METOIOM MiKPOXBMJIBOBOTO CITi-
KaHHS 3a pizHux Temmnepatyp: a — 800 °C; 6 — 900 °C; ¢ — 1000 °C; e —

1100 °C

LIeHHSIM TemIiepatypu. [lpu momanblioMy 3poc-
TaHHI TeMmIlepaTypu IIiK 3HOBY 3’SIBISIETBCS
(puc. 4, 8, 2), ane Mae MeHIIY iHTEHCUBHICTb, IO
MOXHa TOSICHUTU TEPBUHHOIO peKpUCTaTi3aliero
CTPYKTYpPHU.

XiMIiYHMI aHajli3 TakKoX IiATBEPIKYE CTa-
OUTBHICTH CKJIaAy 3pa3KiB, OCKIJIbKM JJISI BCiX TEM-
nepatyp CIIiKaHHSI 30epiraeTecst (asa crexio-
METPUYHOrO TiApoKcuanaTuTy. TakoX BUSIBJIEHI
He3HauHi Kimbkocti Mimi (0,01 Mac. %), LUHKY
(0,02 mac. %), a takox 0,1—0,3 % 3aniza, mosisa
SJKUX € pe3yJbTaTOM HaMoJly Npu BUPOOHUIITBI
BUXigHOrO Topoiky. Kpim Toro, BussieHo 0,07—
0,08 % cTpOHILiO, AKUIA MICTUTBECA B TKaHWHAX
3IOPOBMX JIIOEi Ta TBapuH [16] i sxuii, moTpamnu-
BIUM J0 3pasKiB i3 BUXiZHOTO Marepiajly, BUKO-
PUCTOBYETHCS [IJI1 BUTOTOBJEHHS Topouiky bI'A
(B HalIOMY BMITIQJKy — KiCTOK BEJIMKOI pOraroi xy-
nmo6u). CTpoHIIil B OpraHi3Mi € CyIyTHUKOM KaJlb-
Lil0, ajie 3aBASIKY 30UIbLICHHIO JO3U CITOKMBAaHHSI
KaJIbLIil0 MOXHA 3HU3UTU 3aCBOEHHS CTPOHIIIO Ta
MiABUILIUTUA MOTO BUBeAeHH: [17], ToMy HasBHiCTb
CTabUIBHOTO CTPOHIIID y BHUpoOOAX MEAUYHOTO
MPU3HAUYEHHS B HE3HAYHIM KUJIBKOCTI HE € MPOTH-
MOKa3aHHSAM [0 iX 3aCTOCYBaHHSI Ha IIPAKTUIIL.
HagBHi TakoX NOBiZOMJEHHS TpPO TO3UTUBHUI
BIJIMB CTPOHLIIO TpU JIiKyBaHHI OCTEONOpPO3Y,

BUTL Oym3bko 39,6—40,4 %, a npu
30inblIeHHI Temmepatypu g0 1100 °C
CcTpiMKO 3MeHIIyeThes 10 33 %, KO-
penoun 3 00’€EMHOI0  YCaIKoOIO.
Ilpyu 1npoMy BiZKpUTa IIOPUCTICTH
CTaHOBUTH Oulblle 95 % Bim 3arajib-
HOI, 110 € OJHi€I0 3 HEOOXiTHUX
YMOB, $Ki BHUCYBAalOTh O TMOPUCTUX iIMIUIAHTATIB,
OCKUIBKM BiIKpUTa MOPHUCTICThb BiAIOBIAA€E 3a TMPO-
LIECU MPOHUKHEHHS 0i0JOTIYHMX PiIWH 1 MPUCKO-
PEHHSI TIPOLIECIB pereHepallil KicTKOBOI TKAHUHMU.
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Puc. 5. BrumuB TemIiepatypu Ha 3MiHy IapaMmeTpiB 3paskiB BI'A
pU MIiKPOXBUJILOBOMY CITiKaHHi: @ — 00’€MHa ycalka;
m — BTpaTa Macu

Minnicte Ha cTuck (puc. 6) 3pocTae 3 Tmif-
BUILIEHHSIM TemIiepatypu Bim 31 mo 59 MIla. Lli
3HAUEHHS € OJU3bKKWMU JI0 MIITHOCTI rybyaToi KicT-
K1 moauHu [19]. 36inblIeHHS MILIHOCTI Ha CTUCK
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Npy BIIHOCHO CTaOUIbHIM MOPUCTOCTI B iHTEpBai
temmnepatyp 800—1000 °C moxe OyTu moB’s13aHe 3i
CTPYKTYpPOIO OTpPUMaHMX MaTepialiB, $Ka CTa€
OinbII APiIOHO3EPHUCTOIO 3i 3pOCTAHHAM TeMIlepa-
TypH.
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Puc. 6. 3anexHicts MilHOCTI Ha cTUCK 3paskiB BI'A Bim TeM-
repaTypyu MiKpOXBHJIBOBOIO CITIKAHHS

Ha ocHoOBi mocnimkeHb pO3YMHHOCTI y (izio-
JIOTIYHOMY PO3YMHI BCTAHOBJIEHO, 110 PO3YMH-
HicTb BI'’A-KepaMiku MpakTUYHO HE 3aJ€XUTh Bil
TeMIiepaTypu CIliKaHHS 1 craHoButh 0,1—
0,15 mac. %/no0y.
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