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Lenvio pabomol a6ns1cs cunmes Kaavyuighochamos ¢ 8010KHUCMOU MUKDO-
CcmMpyKmypou 6 ghopme 6amvl. B ycnosusx suopomepmanviozo cunmesa uz pacmeopos
HUmpama xKanioyus u cuopogocpama ammonus 6 npucymemsuu 1 M pacmeopa kapoa-
Muoa 6 meuenue 18—52 u xunsuenus noayuen okmaxaivyutihocgpam ¢ 8010KHUCNONU
Mukpocmpykmypotu, xomopuwiti npu 37°C evicvixaem 6 sude kanvyutighocchamanoii
gamul. Bonoxnucmuiti okmakanvyutihocpam 3HauumenvHo 2uOpamuposan u nocie
omarcuea npu 800°C kpucmaniuzyemces 6 mpuxanrvyuiigocgam (80 %) u nupoghocgham
kanoyus (20 %). Kanvyutighocghammnas eama mosrcem 6vimsb UCHON308AHA 8 KAYECHEe
pe3opobupyemblx OUOMamepuaios ¢ 00CMABKOU JIeKAPCMBEHHbIX CPEOCM8.

Knwuesvie cnosa: xanvyuiihocgpamuvie duomamepuanvl, OKmMaxaibyuiigpoc-
Gam, 8010KHUCMASL MUKDOCIPYKMYPA, PE30POUPYEeMOCb
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The aim of this study was to synthesize calcium phosphates with a fibrous micro-
structure in the form of cotton wool. Hydrothermal synthesis from calcium nitrate and
ammonium hydrogen phosphate solutions in the presence of a 1 M urea solution over
18-52 hours of boiling yielded octacalcium phosphate with a fibrous microstructure,
which dries at 37°C to form calcium phosphate wool. The fibrous octacalcium phos-
phate is significantly hydrated and, after annealing at 800°C, crystallizes into trical-
cium phosphate (80 %) and calcium pyrophosphate (20 %). Calcium phosphate wool
can be used as resorbable biomaterials for drug delivery.

Key words: calcium phosphate biomaterials; octacalcium phosphate, fibrous mi-
crostructure, resorbability

B nocnegnee BpeMsi MHOTME UCCIEI0BAHUS TTOCBSIIEHBI MOTYUYEHUIO 1epopMu-
pyembix kanbiuidocdatubix (KD) 6uomarepuanon [1-4] Takux Kak TUAPOKCUATIATUT
Y €ro aHaJIOTU C BBICOKOW TMOKOCTBIO, MATKOCTBIO M 3JTACTUYHOCTHIO HA OCHOBE HAHO-
npoBoJIoK. [Ipenoxkensl pa3Hbie cTpaTeruu pemenus npodiaemMsl Xxpynkoct KP Ono-
MarepuanoB myTem co3anus KO HaHOMPOBOJIOK B KauecTBE AePOpMUPYEMBIX OrOMa-
TEPHUAJIOB JUIsl pEreHepalui KOCTEH, 3aKUBJICHUS PaH KOKH, CO3JaHUsI UICKYCCTBEHHOMN
HAJIKOCTHUIIBI, ONOMETUITMHCKOM OyMaru, paccachiBaeMoii BaThl u Jp. [ uaporepmarns-
HBIM CHHTE3 MO3BOJIIET MOIy4YaTh (PYHKIIMOHAIBHBIE MAaTepPHANbl C YHUKAIBHONW MOP-
donorueit (HaHOUYACTHUIIBI, HAHOC(EPHI, HAHOTPYOKH, HAHOCTEPKHU, HAHOHUTH, HAHO-
JUCTBI) U MUKPOCTPYKTypo#t [5—8]. Tlpumensiembie MUHEPATU3aTOPBI CIIOCOOCTBYIOT
00pa30BaHMUIO HAHOYACTHII C Y3KUM paclpeiesIeHUEM 10 pa3MepaM ¢ KOHTPOJIUPYEMO
dbopwmoii. JlobaBiaeHne Moau(pUKATOPOB MOBEPXHOCTH MO3BOJISIET MHTUOMPOBATH POCT
KpPUCTAJUIOB M CIIOCOOCTBYET MOJTYUYEHUIO HAHOYACTHI] 3aJaHHOT0 pa3Mepa. Llenbio pa-
00ThI ABISTIOCH MOMYy4nTh MATkuii KO Ouomarepuan B opme BaThl C BOJIOKHUCTOU
MUKPOCTPYKTYPOH.

['uppoTepManbHbIi CUHTE3 MPOBOAWIN B KPYIJIOAOHHON KOJIOE C XOJIOIUIbHU-
KOM Ha kumsmied BoasHou 0ane mpu 90°C B peakliMOHHOM cMecH pacTtBopoB 1,14 M
HuTpaTta Kanpius (Sigma Aldrich), 0,10 M ruapodocdara ammonus (Carl Roth), 1,0
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M kap6amuna (4., Peaxum) u 0,5 M azotHoi kuciotsl (X.4., 3A0 «baza Nel Xumpe-
aktuBoB») ¢ pH 7 B Teuenne 18—52 u kunsdeHus. Jyia uaeHTHPUKAIUKA PHIXIIbIC
ocanku BeicymuBaiy npu 37°C u omxuranu npu 800°C B Teuenue 5 4. Mopdomoruto
00pa31ioB MOCIIe BBICYIIMBAHMS U3Y4Yad Ha HACTOJIbHOM CKaHUPYIOIIEM JIEKTPOHHOM
Mukpockorne ZEM 18 (Menurek, Poccust). Pentrenodazoseiit ananus (POA) npoo-
mumn Ha gudpakromerpe Komubpu cep. Ne 6 (BypeBectHuk, Poccusi) npu
CuKo=0,15405 mm. UK-cnekrpockonuto npoBoawin Ha UK-Dypwe cnekrpomerpe
Tensor-27 ¢ Hyperion mukpockonoM (Bruker, ['epmanust) u 15-kpatasiM Gir-o0beKTU-
BoM, KP-cniekTpsl 3anuceiBanu Ha 3D ckaHHpYIOLIEM Jia3epHOM PaMaHOBCKOM criek-
tpomeTrpe Confotec MR350 (Solinstruments, benapycp) npu A=532 M (0OBEKTHB
x100). Tepmudeckuii aHamu3 NPOBOAWIA HA CHHXPOHHOM TEPMUYECKOM aHAIU3aTOPE
STA 409 PC LUXX (Netzsch, I'epmanusi) Ha Bo3ayxe npu ckopoctu Harpesa 7°C/Mun
(28 Mr Macca HaBeCKH).

Poeixubiit KO ocafgok HaunHaI (OPMUPOBATHCS TOJBKO MOCIE 5 Y KUISTYCHHUS,
JanbHeiIIee BpeMs KUIISTYEHHs CIIOCOOCTBOBAJIO 00OPa30BaHUIO OOJIBILIETO KOJIMYECTBA
0cajJKka, KOTOPBIM BBICHIXANl 0 MATKUX KOHTJIoMepaToB BaTel (puc. 1, a). CormacHo
COM, nocne 18 y kunsiuenns KO Bara npencraBieHa TOHKUMHA U TOJICTBIMA HAaHOBO-
nokHamu (puc. 1, 6), XaOTUYHO OPUEHTUPOBAHHBIMU, U OKOJIOC(HEPUUECKUMHU 3aPOIbI-
mamMu guameTpom 10 10 HM, U3 KOTOPBIX (POPMUPYIOTCS HAHOBOJIOKHA. Y BEJIMUCHHE
BpPEMEHM KUIITYeHUs 0 52 4 npuBoauiio K yroimenuo K® Bonokon 1o 30 HM (puc.
1, 8), KOTOpbIE COOMPATUCH B IJIOTHBIE MYYKU C XaOTUYHON OpUEHTaIe, okonocge-
pPUYECKHE 3apO/IbIIINA OTCYTCTBOBAJIH.

Puc. 1. ®otocaumox K® Batsl (a) u COM-u3obpaxenus KO Barel nocne 18 u (6) u 52 4 () kums-
YEHMSL.

CuHTe3upoBaHHAs B TUApOTepMaIbHBIX yenoBus KO BaTta mpencraBiieHa okTa-
kanbiuiidocdarom (OKD) popmysnoit CagH2(PO4)s S5H20 ¢ 0CHOBHBIM HHTEHCHBHBIM
pediexcom npu 260 4,7° (puc. 2, a), 4TO coriacyercsi ¢ KaproTekoit ataionoB PDF-2,
[26-1056]. YBennuenue BpeMeHn KumstueHust ¢ 18 9 10 52 9 IpUBOANIO K YBETHUCHHIO
pasmepoB kpuctauiutoB OK®, yto mpossisercs Ha qudpakTorpaMMe 3HAYUTEITbHBIM
MTOBBIIIIEHUEM MHTCHCUBHOCTH OCHOBHBIX peduiekcoB (puc. 2, a, nudpaxrorpamma 2)
6e3 usmenenus ¢pazoBoro cocraBa. Oxur npu §00°C mpuUBOAWI K KPUCTAIIU3AIUN
OK® mnpeumymiectBerHo B [-tpukanbimiidochar (B-TKD) dopmynoit Caz(POs);
(80 %) ¢ pednexcamu npu 20 29,5°, 31,0°, 34,3° u B-mupodochar kanpuus (P-I1PK)
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dbopmyoit Ca,P,07 (20 %) ¢ ocHoBHBIM pediekcom mpu 20 26,6° (puc. 2, a, nudpak-
torpamma 3). Tepmuueckue npespaiuennss OK® nmporekanu B HECKOIBKO cTaui (puc.
2 0, B), MHTEHCUBHOCTh KOTOPBIX 3aBUCENA OT JUIMTSIBHOCTH KUTISTUYEeHUs ocanka. Ha
nepBoit ctaguu nipu 38—140°C ymansnace kpuctammoruapataas Boga (16 % moreps
Macchl) 1 MHTEHCUBHO MpoTeKaa s oOpasua nocie 18 u kunsuenus (puc. 2, 6, Kpu-
Bas 1). Ha Bropoit npu 140-248°C u Tpetweit npu 248—-320°C cTtaausx 3HA0TEpMUAYE-
ckue 3QpeKTh CBI3aHHbI C JanbHemel neruaparanueit OK® u paznoxeHnem ocTar-
KoB kapbamupga (puc. 2 g). Ha derBeproit cranmuu npu 350-800°C mpoucxoauiu
penakcanmonHbie nepexoasl KO ¢ repmuueckum npespanieHueM OK® B B-IIOK u
kpuctauzanueit B-TK® (puc. 2, 8), uto cornacyercs ¢ naHHbIMU POA.
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Puc. 2. Tudbpaxrorpammsl (a) u Tepmorpammsl, Bkitouatomue TI-JITT (0) u ITA (B) xpussie, KO

oOpa3ioB nocie: 1 — 18 u kunssuenus; 2 — 52 9 kumsiuenust; 3 — omxkura npu 800°C.

Ha UK-cnekTpax BeICYHIEHHBIX 00pa3loB (puc. 3, @) NPOSBISAIOTCA XapaKTepu-
cruueckue st OK® nmonockr: mpu 1245-1020 cm™ xonebannit (P)O—H u BaneHTHBIX
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xonebanuit O—P-O, mpu 1015-600 cm? konebanuit P-O(H) u nedopMannoHHbIX KO-
neb6anuii O—P-O. Ilupokas nonoca mpu 3700-2800 cm™ cooTBeTCTBYIOT KONIE6aHUAM
H-O-H xpucramnorugpatsoit Boasl. Ilonocer mpu 1460 cm™t u 1340 cm™? coorser-
cTByeT BajieHbIM KosieOaHusiM O—C—O kapOOHAT-MOHOB, BHEAPEHHBIX B KPUCTAJUINYE-
ckyto penretky OK®. Ymmpennas monoca npu 1680-1640 cm™ otHOCHTCS K KOIEOa-
HusM C=0 u N-H xap6amuna. Ha K-criektpe OK® mocie omxura mpu 800°C (puc.
3, a, xpuBas 3) Het nosioc konebanmit H-O—-H, C=0, O—C-0O, N-H 3a cuét yganenus
BOJIbI, KapOOHAT-MOHOB M BBITOpaHUsi ocTaTKoB KapOamupaa. IlpucyrcrBue Ha UK-
CIIEKTpE 1oJI0¢ B auanaszone mpu 1190-900 cm™ xonebanunit O—P-O u mpu 1210, 720
cm! xone6anuit P—-O—P ceuaeTenbcTBYET 0 Kpuctauin3anuu OK® B [IOK u TK®. Ha
KP-cnektpax K® 00pa3ioB mocie BbICYHIMBAHUS TaK»Ke MPEACTaBICHbI XapaKTepu-
crrudeckue nosnockl OK® (puc. 3, 6): npu 437, 589 cm nepopmanoHHbIX KosteOanuii
u pu 961, 1020, 1049 cm™ BanenTHbIX Konebanuit O—P-O, npu 717 cm™! xonebanmit
xap6oHaT-HOHOB B cTpykType OK®, a nonoca npu 1164 cm™ npunagnexur N-H xo-
nebaHusIM KapbaMua.
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Puc. 3. UK-cniextpsi (a) u KP-ciextpsl (6) KO obpazuos noce:
1 — 18 u kunstuenust; 2 — 52 9 kunsuenus; 3 — omxkwura npu 800°C.

Taxum 06pazom, THAPOTEPMATHLHBIM CHHTE30M U3 PACTBOPOB HUTpATa KaJbIIHS
u ruapodocdara ammonus B npucyrcteun 1 M pactBopa kapbamuaa npu 90°C B Te-
yeHue 18—52 u kunsaeHus moyry4eH ofHO(ha3HbINA OKTaKaIbIHioCchaT ¢ BOTOKHUCTOM
MUKPOCTPYKTYpOii, KoTophbiit pu 37°C BeIChIXaeT B (popme BaThl. BOTOKHUCTHIN OKTa-
KaJbLuipocdaT 3HaYUTENBHO THAPATUPOBAH U Tociie oTxura rmpu 800°C kpucTtaiu-
3yerca B B-tpukansiuiidpocdar (80 %) u B-nupodocdart kanbuus (20 %). Cunresupo-
BaHHas KajbliukdocdaTHas BaTa IMOTCHIMAILHO MOXET OBITh MCIIOJIB30BaHA B
KaueCcTBe pe30pOrpyeMbIX Kalbli(pochaTHBIX OMOMATEPUATIOB C IOCTABKOW JIeKap-
CTBEHHBIX CPEJICTB 3a CUET BBICOKOW CIIOCOOHOCTH COPOUPOBATH, YACPKHUBATH BOAY U
pe3opOupoBaThCs.
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