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(54) CNOCOB U3rOTOBNEHNA MOPUCTbLIX KEPAMUYECKUX TPAHYT ®OCPATOB KAJbLIUA

(57) Pedepar: 1,67, npurotoBneHun cycneHsun ¢  10-%Hbim
MopucTble kepamudeckue rpaHynbl Ha OCHOBE pacTtBopoM xenatuHa B cooTHoweHun 0,5-3 mn

rmapokcunanatuta (FA) MoryT GbITb MCMONBb30BaHbI Anst
3anofHEeHMs KOCTHbIX OedeKToB B TpaBmaTonornm u
opToneauu, YenCTHO-NULEBOM Xvpyprum "
XUPYpPruyeckon CTOMaTonornu. TexHunyeckui
pe3ynbTaT U300peTeHns - WU3rOTOBMEHWE MOPUCTbIX
chepuyecknx rpaHyn ¢ peryampyembiM pasmMepom U

oTkpbITOn  nopuctocteto  20-80 06.%. Cnocob
narotosrieHns rpaHyn A 3akniovaetcs B
npeaBapuTenbHOM CVHTE31pPOBaHNN nopoLuka

doccata Kanbums ¢ cooTHoweHuvem Ca/P ot 1,5 go

pacTBopa xenaTvHa Ha 1 I MopoLUKa npu Temneparype
pactBopa 10-39°C. CycneHsnio [A B BOOHOM
pacTBope >xernaTuHa AuchneprnpoBann B HenTpanbHOn
XWOKOW cpefe pacTUTenbHOro macna, nepemelumBanu
CMeCb NONacTHOW MeLLarnikon CO CKOPOCTbIO BpaLleHus
100-1500 006/MUH. MNopn nencTBMEM cun
NOBEPXHOCTHOrO  HaTsxeHus  obpasoBbiBanucb
rpaHynbl cepunyeckon opMbl, KOTOpblE NPOMbIBaNM,
cylwmnu 1 noasepranv Tepmudeckor obpaboTke npwu
Temnepatype 900-1250°C. 1 Tabn.
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(54) METHOD OF PREPARING POROUS CERAMIC CALCIUM PHOSPHATE GRANULES

(57) Abstract:

FIELD: medical-destination materials and products.

SUBSTANCE: preparation of hydroxyapatite-based
porous ceramic granules, which can be used to
fill bone defects in traumatology, orthopedics,
maxillofacial surgery, and surgical stomatology,
comprises  preliminary  synthesis  of  calcium
phosphate powder with Ca/P ratio 1.5-1.67 and
preparing suspension with 10% gelatin solution in
proportion of 0.5-3 mL solution per 1 g powder at
solution temperature 10 to 39° C. Suspension of

hydroxyapatite in aqueous gelatin solution is
then dispersed in neutral liquid vegetable oil,
resulting mixture is stirred by blade stirrer at
rotation speed 100 to 1500 rpm. Under effect of
surface tension, spherical granules are formed,
which are washed, dried, and subjected to heat
treatment at 900-1250° C.

EFFECT: enabled preparation of granules with
controlled size and open porosity occupying 20 to
80% of the volume.

1 tbl, 4 ex
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M300peTeHne oTHOCUTCS K 06n1acTy kepaMudecknx MaTtepuanoB Ans MeamumHbl, 8 MUMEHHO
TpaBMaToONoOrMn U opToneamm, YentoCTHO-NNLEBOM XUPYPIrUN U XUPYPrMYECKONn CTOMATONOru, 1
MOXET MCMONb30BaTbCs ANA U3roTOBMEHMA MaTepuarnoB, NpeaHasHayYeHHbIX 418 3anofiHeHNs
KOCTHbIX 4EedEKTOB.

Kepamuuyeckne rpaHynbl MOryT ObiTb M3rOTOBIEHbI pa3HbIMK criocobamu, BkNoYvas gpobneHne
OnokoB ¢ nocneaytoLlelrt 0O0KaTKOW, pacnbIfIUTENbHOM CYLLKOW, 3aKankon B XXUOKOCTH,
rmapoTepmarbHbIM CUHTE30M, C MOMYyYEHUEM rpaHy HeperynapHom unm 6nIunskon K cepuyeckon
reomeTpun (1-4). MNMocnegHAa NpeanodTUTENbHA Kak A4S npeoTBpalleHns BocnanmTenbHbIX
peakuuii opraHmama, Tak n ans npouecca octeouHTerpaumm (5, 6).

V3BecTeH MeToA, OCHOBaHHbIM Ha cheponamsanmm XnakMx Kanerb 3a cHeT cun
NOBEPXHOCTHOIO HaTSKEHWUSA, peannayemblin NpyY NCNOSIb30BaHUN CMECEN CYCMNEH3NN
rmgpokcuanaTmTa B pacTBOpe CBA3YOLLEro (XMto3aHa) u xugkoro napadumHa (5). Cnocob
Nno3BosieT Nnonyyatb NOPUCTLIE rpaHyIbl cdhepudeckor hopMbl, OTKPbLITLIE NMOPbLI B KOTOPbIX
0obpasyoTcst 3a c4eT BbbkMraHusi cBasku. OgHako HeJoCTaTkmM cnocoba cBs3aHbl C
NCMornb30BaHNEM pacniaBfeHHoro napaguHa 1 HA3KON NOPUCTOCTBLIO NOyYaemMoro matepuana.

Hanbonee 6nNM3kNmM TEXHUYECKNM peLLleHEM SIBIISIeTCS cnocob nosfydeHus rpaHys Ha OCHoBe
rmapokcuanaTmTa, 3aKnovaoWmnincs B CMeLIMBaHNN rmapokeuaa Kanbumsa 1 MOHO3aMeLLLEHHOTo
docdaTa Kanblms, MOHOrMapaTa B MOfbHOM COOTHoLlleHmMn Ca/P=1,67, gobaBneHnn K aTon
CMEeCK BOOHOro pacTeopa, coaepallero rmgporenb ¢ KoHueHTpaumen nonumepa 0,01-10,0
Mac.%, nepemelIMBaHUN AaHHbIX BellecTB npu temnepatype 20-41°C npu HENTparnbHOM
3Ha4eHumn pH6,8-7,2 ¢ nocneayowem hunNbTPOBAHNEM U BbICYLLMBAHWEM OCaXKLAEHHOTO
KOHEYHOro NpoayKkTa B Buae rpaHyn npu temnepatype 105-160°C (7).

TexHn4ecknin pesynbTaT npegnaraeMoro n3obpeTeHnst - cnocob N3roToBneHns chepnyeckmx
NMOPUCTbIX KEPaMNYECKMX FPaHyn C perynupyemMbsiM pasMepoM M OTKPbITOM NopuUcTocTbio oT 20 oo
80 06.%, pasmepom o1 50 go 6onee yem 2000 MKM, cocTaBa OT TpexkanbLneBoro gocgaTta
(Ca/P=1,5) no rugpokcuanatuta (Ca/P=1,67).

[ns 0OCTMXKEHMsT TEXHUYECKOro pe3ynbTaTta npegnaraeTcsi CyCrneH3MoHHasi TEXHOMOrus,
OCHOBaHHasi Ha NpUHUUNEe HECMELUMBAIOLLUXCH XUAKOCTEN C nocnenyoLwen TepMmyeckon
obpaboTkoin. NMopoLuok ocdaTta KanbLms OT TpexkanbumeBoro docdara 4o rmapokcuanarmta
CMeLLMBaIOT C paCTBOPOM XefaTuHa B AUCTUNNIMPOBAHHON BoAe, KOTOPLIN cnocobcTByeT
CLieNseH1IO YacTuL, NopoLLIKa, NPy TemMnepaTtype pacTeopa B UHTepearne ot 15 go 39°C.
KoHueHTpaums cycneHaumn sapbupyetcs ot 0,5 go 3,0 mn 10%-Horo pacTteopa xenatmHa Ha 1
r. nopoLuka ¢pocara kanbums. Nocne 3Toro cycneHsuo BBOAAT B ANCNEPTMPYIOLLYIO cpeay, B
KayecTBe KOTOPOWN MCMNONb3yeTCHA pacTUTENbHOE Macro, NepemeLllnBas SIoNacTHOM MELLAKOM.
CkopocTb nepemelumBaHns BapbupyeTtca B npegenax ot 100 go 1500 06/MuH, ANUTENBHOCTL
nepemeLumBaHuns - ot 5 go 60 muH. Nocne oTcTanBaHusA B TeYEHNE 5 MUH OCafoK B BUAE
chepuryecknx rpaHyn oTuUNbLTPOBLIBAKOT, OTMbIBAKOT OT Macna 3TUIOBbIM CMIMPTOM, CyLLaT U
noasepratoT TepMuyeckor obpaboTtke npu Temnepartypax oT 900 go 1250°C ¢ BblaepKKoK npu
aTux temnepatypax ot 30 go 300 MuH.

M300peTeHne unnocTpupyeTcs cregyowumMmm npuMepamMu.

Mpumep 1. 5 r nopowka cdoccata kanbums ¢ Ca/P=1,67 cmewmsatot ¢ 10%-HbIM pacTBOPOM
XenatnHa B ANCTUNNMPOBaHHOK Bofe npu Temnepatype 20°C B COOTHOLLEHUN NMOPOLLIOK-
xngkoctb 1 /1,5 mn. CycneHaunio nomeLLaoT B pacTUTENbHOE Macno Npu KOMHaTHOM
TemnepaType, KOTOpoe NepemMeLlnBaeTCs fIonacTHOW MeLlankonm co ckopocTbio 200 06/MuH B
TeyeHne 15 muH. MNMocne oTcTanBaHus, PUNLTPOBAHUSA, MPOMbIBKM U CYLLKW rpaHynbl NogBepratoT
TepMmyeckon obpaboTke npu Temnepatype 1200°C c Bbiaepxkkon 60 MrUH. OBOXKEHHBbIE
06pasubl UMEOT NOPUCTYHO CTPYKTYPY C cCoaepkaHmem oTKpbITbiX nop 39-41%, pasmepom nop ot
1 oo 10 mkm. Paamep nonyyaembix rpaHyn Haxoautcsa B npeaenax ot 1000 go 10000 mMkm.

Mpumep 2. 5 1. nopoluka ocpata kansums ¢ Ca/P=1,60 cmewmsatoT ¢ 10%-HbIM pacTBOPOM
XenaTtnHa B ANCTUNNMPOBaHHOW BoAe nNpu Temnepartype 25°C B COOTHOLLEHUN NMOPOLLIOK-
xugkoctb 1 /2 mn. CycneHsuio noMeLLarT B pacTUTENbHOE Macno Npu KOMHaTHOW TemnepaType,
KOTOpOe nepemelLMBaeTcsl JIONacTHOM MeLlankom co ckopocTbio 500 06/MUH B TeueHue 15 MuH.
Mocne oTcTanBaHus, UNbLTPOBaHUSA, MPOMbIBKA U CYLLKX FpaHynbl NoABepraT TEPMUYECKON
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obpabotke npu Temnepatype 1200°C c¢ Bbigepxkon 60 MyH. O0oXCKeHHBIE 0Opa3Lbl UMEKT
NOPUCTYIO CTPYKTYPY C codepkaHnem oTKpbITbIX nop 53-55%, pasamepom nop oT 1 4o 10 Mkm.
Paamep nonyyaembix rpaHyn Haxogutcd B npegenax ot 600 go 7000 mMkm.

Mpumep 3. 5 r nopouka coccata kanbums ¢ Ca/P=1,58 cmewwmsatot ¢ 10%-HbIM pacTBOPOM
XenatnHa B ANCTUNNMPOBAHHONK BoAe npu Temnepatype 35°C B COOTHOLLEHUN NOPOLLIOK-
xngkocTb 1 /2,5 mn. CycneHaunio NomeLLaoT B pacTUTENbHOE Macno Npu KOMHaTHOM
TemnepaType, KOTOpoe NepemMeLlnBaeTCs NIoNacTHOM MeLuankon co ckopoctbto 1000 06/MuH B
TeyeHne 30 muH. Mocne oTcTanBaHmst, PUNLTPOBAHUSA, NMPOMbIBKM U CYLLIKW rpaHynbl NogBepratT
TepMumyeckon obpaboTke npu TemnepaTtype 1000°C c Bbiaepxkkon 60 MrUH. OBOXKEHHBbIE
0o6pasubl UMET NOPUCTYHO CTPYKTYPY C COAepKaHMeM OTKpbITbIX nop 70-72%, pasmepom nop ot
0,5 go 15 mkm. Pasmep nony4daembix rpaHyn HaxoguTtca B npegenax ot 50 go 900 mMkm.

Mpumep 4. 5 r nopowka coccata kanbums ¢ Ca/P=1,50 cmewwmsatot ¢ 10%-HbIM pacTBOPOM
XenatvHa B AUCTUNNMpoBaHHoK Boge npu Temnepatype 39°C B COOTHOLLEHUM MOPOLLIOK-
xugkoctb 1 /3 mn. CycneHsunio noMeLLaT B pacTUTENbHOE Macno Npu KOMHaTHOW TemnepaType,
KOTOpOe NnepemelLMBaeTCsl JIONacTHOM MeLlankon co ckopocTbio 1500 06/MUH B TeveHne 60 MUH.
Mocne oTcTamBaHusi, OUNbLTPOBaAHUS, MPOMbIBKA U CYLLIKX IpaHynbl NoABEpraT TEPMUYECKON
obpaboTke npu Temnepatype 900°C ¢ Bbigepkkon 60 MuUH. OBOXKEHHbIE 006pa3Lbl UMET
NOPUCTYIO CTPYKTYPY C codepkaHnem oTKpbITbIX nop 79-81%, pasamepom nop ot 0,5 Ao 15 Mkm.
Paamep nony4yaembix rpaHyn Haxogutca B npegenax ot 50 go 400 mMkm.

B Tabnuue npuBeaeHbl XapakTepUCTUKN rpaHyn docdaToB Kanbuus, nomnydaemole npu
pasnU4HLIX pexnmax npoBeaeHus npouecca. lNpu TemnepaType CycneH3nn u ANCnepCuoHHoM
cpeabl HMxe 15°C npouecc rpaHynMpoBaHus He peannayem mn3-3a 6bICTPOro TBEpAEHUS
cycneHsun, a npu Temnepatype Boile 39°C - cpefHuUiA pasMmep nonyvyaembiX rpaHyn coctaenseT
meHee 50 mkMm. Npu ckopocTu nepemelumBaHms meHee 100 o6/MuH nponcxoguT
arnoMmepupoBaHue rpaHyn, a npu ckopoctu 6onee 1500 06/MWH - rpaHynbl UMEKT CPeaHNI
pa3mep meHee 50 MkM. [Npu TemnepaType TepmoobpaboTkm Huxe 900°C He npoucxoanT
chnekaHuna nopoLlka goccaTa Kanbumsa, a npu temnepaType Bbiwe 1250°C pe3ko cHuxaeTcs
NOPUCTOCTb.

;Zggz:t:pmcmm rpaHyn docaToB KanbLins, Nony4aemble NpU pasMyHbIX pexvmax npoBeaeHns npoLecca.
Ne [Temnepatypa|KoHueHTpaumus |CkopocTb AnutensHocTb | TemnepaTtypa Bpems Pa3avep |OtkpbiTas
pactBopa, °C |cycneHauu, Mn/r|nepemMeLLnBaHus, |nepemeLLnBanus, | TepmoobpaboTku, °C|Bblaepxku,| rpaHyn, [(nopuctoctb, %
06/MyH MUWH MWH MKM
1 10 1 200 20 - - - -
2 10 2 500 40 - - - -
3 10 3 1500 60 - - - -
4 15 1 200 20 950 30 1500-1900 36
5 15 2 500 40 1100 120 900-1300 53
6 15 3 1500 60 1250 300 500-900 84
7 20 1 200 20 950 30 1200-1600 36
8 20 2 50 40 - - - -
9 20 3 1500 60 1250 300 400-800 87
10 25 1 200 20 950 30 800-1200 39
11 25 2 500 40 1100 120 400-800 55
12 25 3 1500 60 1250 300 200-500 83
13 30 1 200 20 950 30 800-1200 33
14 30 2 500 40 1100 120 300-700 54
15 30 3 1500 60 1250 300 100-500 84
16 35 1 200 20 950 30 300-700 33
17 35 2 500 40 1100 120 100-500 52
18 35 3 1500 60 1250 300 100-200 87
19 39 1 200 40 950 120 200-600 37
20 39 3 1500 40 1250 120 50-100 85
21 45 1 500 60 1000 120 MeHee 50 37
22 25 2 500 40 850 120 - -
23 25 2 500 40 1300 120 400-800 23
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dopmyna n3obpeTeHus

Cnocob 1M3roToBneHMs NOPUCTbIX CHEpPUYECKMX FpaHyn docdaTa KanbLus, 3aKmnoyarLwuincs B
NPUrOTOBIIEHUN CYCMNEH3NN NPeaBapuUTENIbHO CUMHTE3NPOBAHHOIO NopoLlka docdaTa Kanbums ¢
cooTHoleHnem Ca/P ot 1,5 o 1,67 ¢ 10%-HbIM pacTBOpPOM enaTuHa B cooTHoweHun ot 0,5 oo
3,0 mn pacTBopa xenaTtuHa Ha 1 r nopoLuka npu TemnepaType pacteopa ot 10 go 39°C ¢
nosly4yeHnem CycrneHsum NopoLLKa B pacTBOpE XenaTtunHa, AobaBneHne 3aTon CycrneH3nm B
pacTuTenbHOe Macrno, NepeMeLIMBaHNE CMECH NTONACTHOW MELLAnKOM CO CKOPOCThIO ee
BpaLleHus ot 100 go 1500 o6/mMuH ¢ nocneayoLLen NPOMbIBKOW FPaHyIT U UX TEPMUYECKOW
obpaboTkon npu TemnepaType ot 900 go 1250°C.
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