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Abstract: The possibility of preparation of graphene incorporated corundum ceramic samples is described in
this paper. The advanced ceramics are characterized by high melting temperature, high thermal stability and wear
resistance, but its application is limited due to low crack resistance and poor electrical conductivity. Introduction of
fillers into ceramic matrices appears to be an effective approach to address these issues. As a representative of two-
dimensional materials, graphene is a promising filler in this respect due to its outstanding properties: excellent
mechanical properties, high electrical conductivity, high thermal conductivity, etc. The incorporation of graphene
nanostructures in ceramics offers new opportunities to improve existing and impart a variety of new properties to
ceramic materials The reinforced corundum ceramics samples were studied mainly by X-ray phase analysis, electron
microscopy and FTIR analysis.
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BBBEJIEHUE

KepamuuynuTe MaTepuanyu Ha OCHOBaTa Ha BUCOKOOTHEYHNOPHHU OKCUIH (HOpMHUpAT €AUH Kiac
TEXHHYECKa KepaMMKa, HapuuaH 4ecTO OKcHJHA KepaMmuka. OCBEH BHCOKaTa OTHEYMOPHOCT (Han
1770°C), Te3u mMaTepuaiu Chb4yeTaBaT U JPYTd CBOMCTBA, KaTO BHCOKAa MEXAHWYHA SKOCT, KOSTO
YecTo ce 3ama3Ba IMpU IMOBHILIEHA TemrepaTypa, J00pH eneKTpopU3MYHM KayecTBa, Ba)KHU
tormmousnyHu cBoiictBa. ToBa ompenens M rojeMHus HHTEpeC KbM OKCHJIHATa KepamHMKa U
Pa3HOOOPA3HOTO ¥ MPHIIOKECHHE.

B nocnenHuTe roguHM ce 10Ka3a, Y€ MaTepUaINTE Ha OCHOBA BBIJIEPOJ €A OT U3KIIIOUUTEIIHO
3HaYEHHE 3a ChBpPEMEHHATa TEeXHUKa. BbriepoarpagurHute Marepuaid NOpuTekaBaT BHCOKa
XMMHMYHA, TeMIeparypHa W TepMuyHa yctonuuBocT (Hax 4000°C), MexaHMuYHa SIKOCT, HHUCKa
IUTBTHOCT, BUCOKA €JIEKIPO- ¥ TOIJIONPOBOHOCT, ClIEU(UYHH TOBbPXHOCTHHU U SIIPEHH CBOWCTBA,
BB3MOKHOCT 332 MeXaHWyHa o0paborTka, Ouonormyna cweBMecTHMocT W Ap. (['epacumos, E. u
konekTB, 2003). TexHudueckara KepaMHKa ce XapaKTepU3Upa C BHUCOKATa SKOCT Ha Or'bBaHe,
BHUCOKa TEMIIEpaTypa Ha TONEHE, T4 € TEPMO- M HM3HOCOYCTONYMBA, HO IPUIOKEHHETO U €
OTPAaHMYEHO IIOpaJAM HHUCKaTa YCTOMYMBOCT Ha IYKHATHHU M JIOIIATA EJIEKTPOIPOBOJUMOCT.
BHacsiHeTO Ha IBJIHUTENH B KEpAaMHUYHUTE MAaTPUIIM Ce SBSBA €(PEKTHBEH MOIXO0/1 33 PEIIaBaHETO Ha
Te3u mpobaemu. Karo npencraBuren Ha IByMEpHUTE MaTepHalid, TpaQeHbT € oOelaBall IbJIHUTEN
B TOBAa OTHOIIECHUE, TOPAAHN U3KIIOUYUTEIHUTE CH CBOWCTBA: OTVINYHU MEXaHUYHU CBOWCTBA, BUCOKA
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CIIEKTPOIPOBOIUMOCT, BHcoKa ToronpoBoanoct u ap. (Porwal, H., Grasso, S., & Reece, M.J.,
2013), (Huang, Y., & Wan, Ch., 2020).

B®B BpB3Ka ¢ TOpe M3I0KEHOTO, [EJITa Ha HACTOsIIAaTa padoTa € MmojlydyaBaHe U M3CIICIBAHE
Ha KOPYHJIOBU KepaMUYHU 00pa3Iy C BKIIOYCHH IpadeHOBU CTPYKTYPH.

N3JIO’KEHUE

[TonyyaBanero Ha KepaMMyHU oOpa3lu C BKIOYEHU TpadeHOBU CTPYKTypu Ha Oasa
KOpYH/IOBa KE€paMHKa € OCBILIECTBEHO IO METOja Ha TBbpAoQa3HO crnuyaHe. B moBeueTo ciaydau
TOI € ce M3I0JI3Ba 3a IOJIy4aBaHETO Ha CIelHajHa KepaMuKa M MPOTHYa JOCTAThYHO IIBJIHO,
KOraTo U3XOJIHUTE MAaTEPUAJIA Ca BbB BUJ HA BUCOKOJIUCIIEPCHUTE MIPAXOBE.

H3x00HU cypouHU U CbCMABU HA WUXMUME

3a CHHTE3MpaHETO Ha KOPYHJOBHM KEPAMUYHM MaTepHaM, KaTo H3XOJHM CYpPOBHMHHU ca
U3M0JI3BaHU: YicT BUcokoaucnepceH mpax ot Al2Os (Sigma Aldrich), nea nzrounuka Ha rpadeH -
G3 (rpaden, cunrtesupan B Yuusepcuter «IIpod. a1-p Acen 3marapoB — byprac (Markovska, .,
Yovkova, F., Georgiev, D., Mitkova, M., 2019)), Gn (graphene nanoplatelets (Sigma Aldrich) u
BbBekgaHe Ha T102, kato 1n00aBKa, CHIHO IOHWKaBalla TEMIleparypara Ha CcOH4YaHe. 3a
MPOBEXKJAHE Ha M3CIEABAHETO Ca IMOATOTBEHH penuia IMUXTH M Ca CHUHTE3HpPAHH CEpUU OT
KepaMUYHM O0pa3ly NpU pa3IMyHU PEXKUMU W IpPHU Ppa3IMyHM KOMOMHALIMKM HA HU3XOJHHUTE
komrnoHeHTH. B Tabimna 1 ca npeacraBenu yact ot pabotHute cberaBu — A0, Al u A2.

Tabmuua 1. PaboTHH ChCTaBHM Ha YacT OT CHHTE3UPAHHUTE 00pa3uu

Ne Ha CbcraB Ha mIMXTUTE, Mac. %o Temmneparypa Ha
npodara CIIMYaHe Ha
Al203 G3 Gn TiO2 odpasuure, °C
A0 100 - - 3
Ala2s) 80 20 - 3 1450
A21.23) 80 - 20 3

Dopmyeane u usnuyane Ha KepamuyHume oopa3yu

[IIuxTUTe Cc€ NPUrOTBAT KATO C€ MPETEIVIIT CHOTBETHUTE KOJWYECTBA OT HM3XOJHUTE
KOMITOHEHTH, CMECBAT C€ U C€ XOMOT'€HM3UpAT. 3a IIacTU(UIIUPAHE HA TaKa IPUTOTBEHUTE IIUXTH
ce npubaBs 4 %-eH BOJEH pa3TBOp Ha mnonuBHHWIOB ankoxon (IIBA) u crneaa momycyxo
¢bopMyBaHe Ha mpoOWUTE ¢ MOMOLITA HAa pbYHA XHUApaBiIMYHAa mpeca npu HansraHe 40MPa.
OOpasiuTe ce Cylar B CYIIWIHS TIPH CIIeAHus TemieparypeH pexum: 120°C — 70 min, 180°C -50
min, KaTo BUCOKOTEMIIEpaTypHOTO m3nu4yane € npu Temmneparypa 1450°C. Llenra e makcumamHo
YILTBTHSIBAaHE Ha OCHOBA TBBPAO(A3HO CIIMYaHE M MOJydYaBaHE Ha MaTepuai ¢ J0OpH MEXaHWYHU
XapaKTePUCTHKU MPU CPaBHUTEIIHO HUCKA TeMIlepaTypa Ha cuHTe3. M3nuuaHeTo ce u3BbpIIBa MpH
IIOCOYEHMsSI TEMIIEPATYpPEH PEXHUM, KAaTO CE MpaBAT HAKOJIKO 3aJpBKKHM, 3a J1a HE CE HaIlyKaT
n3nenusta npu usrapsHero Ha [IBA: npu 200°C - 3agpwxkka 20 min, npu 300°C - 3aapbxka 20
min, npu 400°C - 3aapwxka 20 min, npu 500°C - 3aapwxka 30 min, npu 800°C - 3agpbxka 30
min, npu 1100°C - 3aapwxka 30 min, npu 1300°C - 3aapwxkka 30 min, a mpu MakKcUMaiHaTa
temneparypa 1450°C — 3agppxka ot 60 min. [TonmwkeHnata TemnepaTypa Ha CHHTE3 Ha KepaMHKaTa
ce ABJDKM Ha BbBEJECHaTa B M3XojHaTa muxrta nobaBka oT TiO2 (3 mass%). Ts oOpa3yBa TBBPI
pa3TBOp C KOpyHJa W Taka criomara 3a JedeKTHpaHe Ha peleTkaTa My M pPecHeKTHBHO 3a IO0-
JECHOTO CIIMYaHE Ha KepaMMKaTa IpH IO-HUCKa Temreparypa. Ilo-romsiMo koiamdecTBo Ha
nobaBkata O J0BEJO 0 BJIOIIABaHE CBOMCTBATA Ha KepaMHKaTa, MO-KOHKPETHO JI0 BJIOIIaBaHE Ha
HEeHUTE (PU3UKO — MEXaHUYHM MTOKa3aTes I , IOpaIy 3aCHiieHa PEeKPUCTAIU3AIIUA.

PE3YJITATHU U JUCKYCUA
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H3zcnedsanus 6vpxy ceovicmeama Ha noayueHume oopasyu Ha 6a3a KOpyHO08a Kepamukda ¢
epagenosu cmpykmypu

3a oxapakTepu3MpaHe Ha U3XOAHHS Ipax M IMOIYYECHHUTE OT HEro KepaMU4IHU OOpasiy ca
u3non3Banu meroautre Ha POA, MUC, CeTiiMHHaTa MUKPOCKOTIHSI.

Penmeenogpazos ananusz

Upes pentrenoa3oB aHajan3 ca ONpPEeIeHU OCHOBHUTE KPHUCTAIHU (ha3u B CHHTE3MpaHaTa
Kepamuka. Pesynrarure or ananuza 3a o0pasinu cbe chetaBu AQ, Al u A2 ca mokaszanu Ha dur. 1 -
3. da3oBuAT aHaIM3 IMOKa3Ba, 4e B aHanu3upanara npoda AO ce cpabpka: xopyHna - 100%.
Jlannute OT ¢ur. 2 coyar, 4e moyiyueHara Kepammka cbc c¢bcTaB Al cpabpika: kopyHa — 95,5%,
TUTaHO-aTyMUHUEB okcul — 2,5% wu tutaHoB okcun — 2,00%. B cunTe3upanutre KepaMU4YHH
obOpa3iu cbe cbecTtaB A2 ce chabpxkar: KOopyHO - 94.1%, TurtaHo-amyMuHHEB OKcun — 5,6% u
tuta"HoB okcun — 0,3%.

V

Counts

A0-14500C-HAI203_Gonio_3-100_15 min_1_4slits_1
=

04-010-6476

4000 —

2000 —

10 20 30 40 50 60 70 80 90
Position [°26] (Copper (Cu))

®ur . 1 POA na obpasern cbe cbeTaB Al

Counts l ‘ l ‘ l
A1-14500C-HAI203_g3_Gonio_3-100_15 min_1_4slits_1
Corundum, syn 95.5 %
Titanium Aluminum Oxide 2.5 %
[ Titanium Oxide 2.0 %
.Unassigned Peaks

4000 —

2000 —

10 20 30 40 50
Position [°26] (Copper (Cu))

@ur . 2 POA Ha nonydyeHa kepaMuka cbC cbeTaB Al
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Counts | L0 D PP P PP

6000 A2-14500C-HAI203_Graphene_Gonio_3-100_15 min_1_4slits_1
Corundum, syn 94.1 %

Titanium Aluminum Oxide 5.6 %
Titanium Oxide 0.3 %
Unassigned Peaks

4000 —

2000

Position [°26] (Copper (Cu))

®ur . 3 POA Ha cuHTe3MpaHu KepaMHYHUA 00pa3I CbC ChCTaB A2

Hugppauepsena cnekmpockonust (FT-1R)

C nmomomnira Ha UHGpauepBEeHATa CIIEKTPOCKOIHUS Ca YCTAHOBEHW OCHOBHUTE ()YHKITMOHATHH
IpynH B ChCTaBa Ha KepaMuyHUTe oOpasuu — Tabn.2. Ha ¢wur. 4 — 7 ca npeacraenu MY-cnextpu
Ha U3XOJHUTE IIMXTHU U U3IIEYEHATa KEPAMUKa CbC ChOTBETHUTE ChCTABH.

Tabmuua 2. ViBunuy Ha nmorireinane u (pyHKIIMOHAIHYU TPYIH B ChCTaBa HA U3XOJHUTE MIUXTH U
U3IIeYEHUTE KepaMUYHUTE 00pa3Lu

N3caenBanu npodu ¢bC ChOTBETHUTE CHCTABH
Bpnb3ka
U3X. IUXTA - | U3X. IUXTA - crevyeH creyeH creyeH
. Al A2 obOpa3sen - o0pa3sen - oOpasen -
= A0(1450°C) | A1(1450°C) | A2(1450°C)
5 3450,98 3446,34 - - - O-H
5 1637,12 1632,33 - - - O-Hu C=C
= 1070,71 1069,50 - 1089,22 1088,43 C-O0
= - 841,30 - - - C-C
s 734,10 733,74 - - - C-O0
Z - - 637,85 648,95 648,96 Al-O
= 614,18 606,80 594,98 614,21 614,16 Al-O
- - 487,29 460,02 459,98 Al-O
- 432,23 452,17 - - Al-O

VBunuTe Ha TOTTBIIAHE, TIOSABSBAIIM ce TpHu ~3450,98 cm™ (pur. 4) 1 ~3466,34 cm™ (dur. 5)
— M3XOJHU HIMXTH CbC CchCTaBu Al u A2, oTroBapsAT Ha JAedopMallMOHHHUTE KOJIeOaHUs MpU
MOTITBIIAHETO HA XUIPOKCHIIHUTE TPYIH. Moke Jla ce TBBP/IH, Y€ TOBA € YeCTOTaTa Ha BAJICHTHHUTE
CUMETPUYHH U aCUMETPUYHM TpenTeHus Ha Bpb3kaTta O—H B Monekynara Ha Bojara. ToBa 1mokassa,
4ye B M3XOJHWTE IMXTH WMa HalM4Me Ha Bjara, Hal-BepOSITHO amcopOupaHa oT Bb3ayxa. [lpm
CIleYeHHUTe KepaMUYHM 00pasly Bara He ce oTkpuBa. TpentenusTa npu ~1637,12 cm™ u ~1632,33
cm (¢ur. 4 - 5) MoraT 1a 6BAAT OTHECEHH, OT €[HA CTPaHA KbM 1e()OPMAIMOHHHUTE TPENTEHUS HA
BojHuTe Mosekynu (8-H20), a ot gpyra crpana morat ga ce cBbpkar ¢ C=C Bpb3KH B
W3TOYHUIIUTE Ha rpadeHa. Pezynrature mokas3par, ye KOJMYECTBOTO HAa BOJaTra B HM3IECUCHHUTE
o0pa3uy € 3HAYUTEIHO I[O0-MAJKO OT TOBa B MU3XOAHWUTE Marepuand. lIpm BcHYKH 1poOH,
ChABpXKAIIK Tpad)eHOBU CTPYKTYpH (M3XOIHH IIMXTH U CIIEYCHU 00pa3in) ce MOsSBIBAT MUKOBE MPHU
~1070,71 cm*, ~1069,50 cm™, ~1089,22 cm™, ~1088,43 cm® (¢ur. 4 - 7), KoeTo 03HauaBa, ue ciuex
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TepMUYHATa 00pabOTKa YacT OT BBIVIEPOJHUTE CTPYKTYpHU CE 3ama3BaT M OCTaBaT B KOPYHIOBAaTa
KepaMHKa.

Pesynrature ot MY anamm3a cBHIETEICTBAT 3a TOJIEMH IMUKOBE B YECTOTHaTa 00JIACT OT
~648,96 cm™ 1o ~432,23 cm™ (¢pur. 4 - 7). Te ca XapakTepHu 3a TpenTeHUsTa Ha Bpb3kute Al-O B
Al>O3. TIpu u3X0MHUTE MUXTH UBUIHTE TIpH ~614,18 1 ~606,80 cm™ (dur. 4 - 5) mpunuceame Ha
a-Al;03. TToBeueTo OT MMKOBETE, KOUTO Ca PErUCTPUPAHHU Ca TP M3IIEYCHUTE KEPAMUUHHI 00pa3iu
I'M OTHAacsSME KbM TpPENTEHUsiTa Ha Bpb3KkuTe Al-O BBB BHCOKOTEMIIEpaTypHaTa o- Moaupukamnms
Ha Al2O3 (kopyHm).

i 14

et

@ur. 4 FT-IR cnexkTpu Ha U3X0/IHA IIUXTA ChC ®ur. 5 FT-IR cnexTpu Ha U3X0/IHA IIUXTA ChC
cecraB Al ceeraB A2

S

o w0 W W W 0 An & e w0 Wm0 w8 ]

@ur. 7 FT-IR cnexTpu Ha criedeH oOpa3zer npu
1450°C cbe cberaB A2

@ur. 6 FT-IR criektpu Ha crieuen obOpaser npu
1450°C cbe cberaB Al

H3zcneosane na nogvpxmocmma Ha Kepamukama
Ha ¢ur. 8 ca mnpencraBenn wmukpodororpaguu Ha HOBBPXHOCTTa Ha KOPYHIOBUTE
KepaMu4yHH 00pasiu cuHTesupanu npu 1450 °C ¢ nobGapsue Ha 20 % TpadeH OT pasIUUHH
U3TOYHHUIM, KbM H3XOJEH BHcOKojucnepceH npax oT Al2O3. MHUKpPOCKOICKHUTE HM3CIEIBAHUS Ca
U3BBpIICHH ChC cBeTianHeH Mmukpockon Celestron 5 MP LCD Deluxe Digital Microscope. Ot
NpUIOXKeHnTe GoTorpaduu SICHO JTUYM, Y€ TIOBBPXHOCTTa Ha kepamuka A2 c rpaden Gn e mo-
rpamnaBa U MO-HEXOMOTeHHa, OoT Ta3u c¢bC cbeTaB Al ¢ rpaden G3. Ilpu obpazeny A2 ca BbBeAeHU
rpad)¢HOBU HAHOIUIACTUHKHU B IIMXTaTa. BB3MOXKHO € 4yacT OT TAX MOA JAEHCTBHETO Ha BUCOKHUTE
TEeMIIepaTypu J1a ce MPHIBMXKBAT B Mpobara, Ja arjioMepupar Ha MOBBPXHOCTTA M U3rapsilku 1a

IpUaBaT rpanaBiHa Ha MOBbPXHOCTTA HA KEPAMHUKATA.
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A) - Al ¢ 20% rpaden G3 Bb) — A2 ¢ 20% rpaden Gn

Qur. 8 dororpaduu Ha MOBBPXHOCTTA HA KOPYHIOBH KEPAMUIHHU 00pa3IH
¢ 20% rpaden
N3BOIU

Ilo merona Ha TBBPAO(]A3HO CIUYaHE ca MOJIYYEHHU KOPYHIOBU KepaMHYHHM oO0pas3lu ¢
BKJIIOYCHH TPa(eHOBH CTPYKTYpH. B KaduecTBOTO Ha WM3XOJHM CYpOBHHHU Ca HM3IOJI3BAHH. YUCT
BUcokoaucnepceH npax or Al2O3 u nBa m3tounuka Ha rpadgeH - G3 m Gn. 3a noHmxaBaHe
TeMmIeparypara Ha cnuyaHe € BbBeneHa no0aBka oT TiOz. IloarorBeHu ca penuia MIMXTH U ca
CHUHTE3MPaHM CEPUU OT KEPaMUYHU 00pa3Lyl IpU PA3INYHU PEKUMHU U IIPU Pa3InYHU KOMOMHALIUU
Ha U3X0AHUTE KoMnoHeHTH. [Ipobute ca hopMyBaHM MOIYCyX0 ¢ MOMOINTA HA PhYHA XHUIPABIUYHA
npeca npu Haysirane 40MPa. OGpa3uure ca M3CyIIEHH B CYUIMJIHS IPU TEMIIEPATypeH PEeKHUM:
120°C — 70 min, 180°C -50 min. BucokoTemnepaTypHOTO H3MHYaHE € IPOBEACHO IpU
temneparypa 1450°C.

W3XoaHUSIT MaTeprall ¥ TOJTYYEHUTE OT HETO KOPYHIOBH KEPaMUYHU 00pa3ly ca M3CIIeABAHN
U oxapakrepusupanu nocpeacrsoM meroautre Ha PDA, MYC, CeernmHHata Mukpockonus. Upes
peHTreHoa3oB aHAIM3 ca ONpeAeNiCeHH OCHOBHHUTE ()a3u - KOPYHJ, THTaHO-ATYMHHHEB OKCHI H
TUTAaHOB OKCHJ, a C IMOMOIITAa Ha MH(]pauepBeHaTa CHEKTPOCKONHUS Ca YCTAaHOBEHU OCHOBHHTE
(GYHKIMOHATHU TPYIM B ChCTaBa Ha CHHTE3MpAHHUTE KepamMuyHH oOpasuu. [loBbpXHOCTTAa Ha
KepaMHKaTa € M3CliefiBaHa IOCTPEJCTBOM CBETIMHHA MHUKPOCKONMS U € YCTaHOBEHO, Ye
MOBBPXHOCTTa Ha obOpaszenr A2 ¢ rpaden Gn e mo-rpamaBa u MO-HEXOMOT€HHA, OT Ta3d ChC CHCTaB
Al crpaden G3.
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BJAT'OJAPHOCT: ABTOpuTE M3Ka3BaT CBOSITa 0J1aro1apHOCT Ha
HayunonscnenoBarenckust UHCTUTYT kbM YHuBepcurer "[Ipod. a-p Acen 3matapoB" - Byprac
(moroBop Ne OY® - HU - 12/2022) 3a chIeHCTBUETO, OKa3aHO P PEATU3UPAHETO HA HACTOSIIOTO
U3CJeBaHe.
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