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CuHTe3 Ha UepueBU KepaMUYHU MUTMEHTU
B cuctemarta CaO-MgO-SiO,

LiBetaH Oumutpos, OparoctnH MapuHos

Synthesis of cerium ceramic pigments in the system CaO-MgO-SiO,: In the paper presented
experiments have been carried out on synthesis of ceramic pigments from the CaO-MgO-SiO, system with
cerium as a chromophore element. The technology of solid phase sintering have been applied for their
obtaining. Detection of the phases have been studied dy X-ray diffraction analysis. It was established that
the main crystalline phase obtained at 1000°C. Particle size of the pigments have been determined by
scanning electron microscopy. The colour characteristics are measured spectrophotometrical way.
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BBbBEOEHUE

OcHoBeH npobnem npu CUHTE3a Ha KepamuyHWUTE MNUIMEHTU € MOoCTUraHe Ha
CTabMMHOCT NpW BUCOKM TEMNepaTypy B KOHTAKT CbC CUMMKATHU CTOMWUIIKM, B CbYeTaHue
Ha SApkM HacuTeHu uBeToBe.[1,2] [oONAMO npunoXeHue Npu CUHTE3a Ha KepamMu4iHU
NArMEHTWN HaMupaT peaKo3eMHUTE €NeMEHTU U MHOIO aBTOPY Ca CUHTE3Mpanu NUrMeHTu
C TAXHO y4vacTtue. [3-5]

Hakon aBTopu ca pabotunu [6] u ca nocturHanu pobpwu pesyntatu npu
norny4YaBaHeTO Ha KepaMU4HU NUTMEHTU ¢ BoraTa LBeTOBa rama U C KpucTarnHa CTpykTypa
Ha CMNoXHW okcuaum u cunukatn B cuctematra CaO-MgO-SiO,, OCHOBHO akepMaHuT u
MENUNnT.

AkepmaHuTa € MuHepan oT rpynaTta Ha menunuta ¢ obwa dopmyna Ca;MgSi O,
KOMTO KpucTanuaupa B TeTparoHarnHa CUHroHMsl 1 obpasyBa nracTMHYaTy U NPbYKOBUAHU
KpucTanu, noHskora v arperatu. Ton e KanuueBo-MarHe3neB cUnukat U € M3oMopdeH ¢
rereHuta n menunuta. LiBeTbT Hail-yecto e 65N C XbMATEHUKBB OTTEHBK WU XbNTO-
kachaB. To3n MUHepanan e orkpuT camo B HAKOU 6GbP300XI1aaeHN ByNKAHUYHY LUNaKU.

LlenTta Ha HacTosAwaTta paboTa e nonyyaBaHe M UscrneaBaHe Ha LiepyueBun NUrMeHTH
B cuctemata CaO-MgO-SiO,.

EKCNEPUMEHTANHA YACT

OCHOBHM CypOBUHM

OCHOBHM CYpOBWHM 32 CUHTE3a Ha NWUIMEHTUTE MO MeToda Ha TBbpPAOda3Ho
cnuyaHe ca SiO,.nH,0, CaCO3z, MgO wn CeO,. Manon3BaHaTa CypoBMHa 3a BHAcsHe Ha
SiO,; B cuctemarta - SiO,.nH,O e 3HauMTeNnHO no-peakTMBOCnocobHa OT OOMKHOBEHWS
KBapLOB MACHK M € CbC CTENeH Ha AWCNEPCHOCT Ha 4YacTuuute B AuanasoHa 2-7um.
[MbpBOHaYanHo cnep HakansiBaHe B MMaTUHOB TUren € onpefenieHo CbAbpXaHWETO Ha
SiO2 1 H0 B SiO2.nH,0 n To € kakTo cneapa : SiO; - 76,3% n HyO - 23,7%.

[MbpBOHA4YanHO He ca M3non3BaHy MUHepanu3aTopwu, KaTo LenTa e Aa ce npocneau
MUHepanuaupallaTta porsi Ha XpoModopHusi ioH Ce*'. 3a HamansiBaHe TemnepaTypaTa
Ha CcuHTEe3a U YycKkopsiBaHe npouecuTe Ha obpaslyBaHe Ha HoBaTa (asa kaTo
MUHepanusaTop e usbpaH CaFy, Tbil KaTo 0b6pa3yBa CTOMWUMKN C NO-HUCKO 3HAYEHWE Ha
NMOBbPXHOCTHOTO HaMpeXXeHne M e CPaBHUTENHO akTMBeH. Ponsita Ha dnyopuanTe npu
CMHTE3a Ha NUrMeHTUTE ce OOsICHsIBa C TAXHaTa MO-HUCKA TemrnepaTtypa Ha ToneHe B
CpaBHEHME C OpYrnTe KOMMOHEHTU Ha peakumoHHaTa cmec. lNonyvaBaluaT ce neTnus
SiF4 U3MbAHsIBA TpaHCMOPTHA POMs U NpeHacsi HonuTe Si** 1o MSICTOTO Ha peakLmsTa Npu
KoeTo ce obpasdyBa OCHOBHUS MuHeparn. MuHepanusatopsT CaF, e BHeCeH B KOnmM4yecTBo
oT 5 mac% Hag 100%.. CuHTe3npanu ca 3 nurmexTa - 0,3mol CeO2, 0,5mol CeO, 1 0,7mol
CeO;, kaTo peuenTypHUTEe CbCTaBW ca NpeAcTaBeHy B Tabn. 1
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Tabnuua 1. CbCcTaBM HA CUHTE3UPAHUTE NUTMEHTU B Mac.%

CaCO; MgO SiO,.nH,0 CeO, CaF;
mac.% mMac.% mac.% mMac.% mac.%
Hag 100%
MurmenT 1 | 0,3mol CeO, 40,6 9,5 37,5 12,3 +5
MurmenT 2 | 0,5mol CeO, 34,8 9,1 36,5 19,7 +5
MurmenT 3 | 0,7mol CeO, 29,0 8,9 35,2 26,9 +5

MeToa Ha cuHTe3

MurMeHTUTE Ca CUHTE3UpaHU MO TEXHONOorMsTa Ha TBbpAogasHo cnuyaHe. Haii-
BaXxHaTa onepauusi, OT KOSTO 3aBMCU HAOEXAHOCTTa Ha TeXHornoruata u ctabunHocTTa B
Ka4yeCcTBOTO Ha roToBUsi MUITMEHT € NOAroToBKaTa Ha LumnxTara.

CbllecTBEH MOMEHT MpU CUHTE3a Ha MUIMEHTUTE € TOYHOTO [o3upaHe Ha
pasnuMYyHUTE KOMMOHEHTW W chnasBaHe Ha onpegeneHata peuenta. KonuyectBata oT
MaTtepuanuTte no peuentata 3a 100g. wuxta ce npeTernart Ha Be3Hu ¢ TovHocT o 0,1 g.,
cnep KoeTo ce cMecBaT M XoMoreHuaupaT B nnaHeTapHa menHuua PULVERIZETE — 6 Ha
dupmata “FRITCH” Ha cyxo. MsnuuyaHeTo ce npoBefe B nabopaTtopHa mydernHa nety
CbC CKOpPOCT Ha HarpsieaHe - 300-400°C\uac npu aTtMocdepa Bb3AyX B MNOKPUTU
nopuenaHoBu TUMMKN C U30TEPMUYHA 3adpbXKa MpuU KpanHata TemnepaTypa oT 2 vaca.
MurmenTute 6Gsixa wuanedeHn npu 800 °C, 900°C, 1000°C, 1100°C. Ha dwmr.1 e
npefAcTaBeHa TEXHOMNOMMYHaTa CXxeMa 3a CMHTE3 Ha NMUrMEHTUTE.

OCHOBHM CypOBUHU
Si0,.nH0, CaCO3, MgO

MwuHepanusartop Xpomodhop
CaF2 Ceoz

A 4
A

\ XOMOreHU3npaHe - Cyxo |

[ Tepmuyna o6paboTka - 800°C, 900°C, 1000°C , 1100°C |

‘ BmayanHa OLEHKa Ha CUHTE3NpaHUTeE NUrMeHTn ‘

!

\ AHanu3 Ha CUHTe3UpaHWUTe NMUrMeHTU \

!

\ MpunaraHe Ha NUIMEHTUTE B rMasypu 3a hasHe |

®dur.1 TexHomnornyHa cxema 3a CUHTE3 Ha MUIMEHTUTE

MeToaum 3a aHanus

MonyyeHute cnep nsnuyaHe NUrMeHTH 6sxa NOANOXEHN Ha PeHTreHoasoB aHanm3
Ha anapat “PHILIPS” -APD-15, CuKa 3a nsyyaBaHe Ha ha3oobpasyBaHeTO B 3aBUCHMOCT
OT TeMnepartypara 1 Bua Ha XpoMOOPHUSI NOH.

Ha nurmeHtute 6axa cHetn UV-Vis cnekTpu B CyCneH3uss B MNULEPUH Ha
cnektpodoTtomeTbp Hewlett Packard 8452A. LiBeTbT Ha nurmMeHTUTE € onpeferieH c
TUHTOMETbP Ha cupmata Lovibont Tintometer RT 100 Colour no cnektpaneH HauuH.
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MurmeHTuTe 65xa HabnwgaBaHW Ha CckaHWpalw, enektpoHeH Mukpockon TESCAN,
SEM/FIB LYRA | XMU).

PE3YNTATU N OQUCKYCUA

PeHTreHocpaszoB aHanus

Kato ocHoBHa hasa ce oTkpuBa cbeaunHeHneTo, MgsCeOy, kKaTo AOMbNHUTENHA Ce
oTkpmBa akepmaHut. MgszCeO4 ce yctaHoBsiBa no nukosete (d, nm) |, %: 0.311(100) —
0.190(60). Akepmanuta ce wugeHTuduumpa no nuHuute (d, nm) |, %: 0.288(100) -
0.268(100) — 0.554(10). MMpu pobaBsaHeTo Ha MuHepanusaTop ce Habnwoaasa
yBernuyaBaHe Ha KONMMYeCTBOTO akepMaHUT U criefoBaTenHo n3bnegHsBaHe Ha XbNTus
LBAT.
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dur.2 PeHTreHorpamu Ha cuHTe3mpaHusa nurmeHT Ne2 npu:
A) 900°C B) 1100°C

Mpu nosuwasaHe Ha Temnepartypata ot 900°C Ha 1100°C ce Habnogasa
yBenuyeHune konnyectsoto Mgs;CeO4 1 NnpemMrHaBaHe Ha 6nefoXbNTUS LUBAT B PO30B.

Ha dour. 3 e nokaszaH UV-Vis cnekTbp B CyCneH3ns B MULEPUH Ha CUHTE3NpaHuTe
nurmeHTn naneyexu npu 1100°C.

OT dhurypata ce BMxAa, Ye LBeTa Ha NUIMEHTa ce AbIMKU Ha neuuaTa npu 584nm un
MOXe Aa Ce HamnpaBu 3akr4veHVeTo, Ye LBeTa Ha npoba 2 e no-HacuTeH OT uBeTa Ha
npoba 1, KOeTo ce NOTBbPXKAABa U OT onpeaeneHnTe LBETOBM KOOPAUHATHU.
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dur.3 UV-Vis cnektbp Ha cuHTe3upaH nurmeHTu ¢ 0,3mol CeO; /npoba 1/ n 0,5mol
CeO; /npoba 2/ npu 1100°C
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N3mepBaHe Ha uBeTa

LiBeToBnTE KOOpPAMHATK Bsixa nsmepenu B cuctemata CIELab /Tabn.2./, kbgeto — L*
- ApkocT, L* = 0 — yepeH ugat, L* = 100 — 65an ugaT.

- a*-3eneH uBaT (-) / YepBeH UBAT (+);  b* - cuH UBAT (-) / XXBAT UBAT (+)

Ha dour. 4 e npeacraBeHo LI,BeTOBO'IL'O ]I'E)%OCTpaHCTBO Ha cuctemata CIELab.

+b

& 75 &

L=0
®ur. 4 LiBeToBOTO NpocTpaHCTBO Ha cuctemata CIELab
Tabnuua 2. L|BeToBU KOOPAUHATM HA CUHTE3MPaHUTE NMUTMEHTU

L* a* b* X Y z
MurmenT 1 | 900°C | 97,64 1,43 5,19 89,93 94,03 93,12
MurmeHT 1 | 1000°C | 96,10 2,27 4,91 86,77 90.25 88,25
MurmenT 1 | 1100°C | 94,70 3,10 4,77 83,33 86,91 85,07
MurmeHT 2 | 900°C | 96,82 1,76 6,10 88.17 91,99 89,74
MurmeHT 2 | 1000°C | 95,89 2,39 5,74 91,04 94,64 92,20
MurmenT 2 | 1100°C | 93,82 3,25 5,47 90,26 94,48 93,16
MurmeHT 3 | 900°C | 96,24 2,88 8,29 87,42 90,58 85,26
MurmeHT 3 | 1000°C | 94,07 3,42 8,11 89,68 92,62 87,52
MurmenT 3 | 1100°C | 91,58 3,84 7,38 77,32 79,76 75,80

OT npeacTaBeHUTe pe3ynTaTu ce BUXAA, Ye C yBelleYaBaHeTo Ha CbAbpPXKaHUETO Ha
CeO, ce 3abenssBa HamansiBaHe Ha cBeTnoTaTa — nokasaten L*. C yBenuyaBaHe Ha
TemnepaTypaTa Ha u3nuyaHe ce 3abenss3Ba TeHOEHUMS 3a yBennyaBaHe Ha YepBEHUS
LUBAT @* M HaMansaBaHe Ha XbNATus UBAT (+b*).

EnekTpoHHO-MUKPOCKONCKUN U3crieaBaHuUs

Llenta e na ce npocnegmn cteneHTa Ha AUCNEPHOCT Ha YacTUUUTE Ha NUrMeHTa 1
TAXHATa CKMOHHOCT KbM arperauun. Ha ¢wur.3 e npeacraBeHa Mukporpadusi Ha NUrMEHT
cuHTesnpad npu 1000°C. OT cHuMMKaTa ce Bwxpa, Ye ce HabniogaBaT Kpuctanmu C
pasmepu ot 2 0o 15 um.

SEMHV: 3000 KV WD: 8.809 mm | F——— TESCANSEM HV: 500KV WD: 5.990 mm
Vac: Hivac 10 pm 7 Vac: Hi 20 pm
SEMMAG 600k Date(micy) 1012912 Portomance i nancspace [ 2 AG: 2001 atetmian 09112 Portormance i nanospace [

®dur.3 MukpodoTtorpadum Ha NUrMeHT 2 cuHtesupax npu 1000°C
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CuHTe3npaHWTe NUrMeHTW MoraT YCrnewHo Aa ce npunaraT B 6ana nokpusHa
rnasypa 3a casHc. ManutaHnsaTta ca nposefeHn B " Xadn Acnapyx " ALl rp. Vicnepux, kato
rmasvpaHuTe pbYHO MIOYKM BsXa U3NeyveHn B CKOPOCTHA POrikoBa MeLy npu Temnepatypa
Ha nsnuuare 1026°C 1 Bpeme Ha nsnuuaHe 52 MuHyTU. MonyyaBaT ce NPUATHU NACTEmNHU
LBeToBe.

n3soau
1. lonyyeHu ca UepUEBN NMUIMEHTU HA OCHOBAaTa Ha akepMaHuT.
2. TlonyyeHnTe ca NUIMEHTU CbC C PO30BO-KadsiB LBAT.
3. lMonyyeHute NUIrMEHTU ce XxapakTepu3upaT C OUCMEePCHOCT Ha vacTuuute B
AnanasoHa ot 2 o 15 um.
4. CuHTesupaHWTe NUrMEeHTW MoraT YCMeLHo Aa ce npunaraT B rnasypu 3a gasiHc.
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