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OOpHOI KHCIIOTBI CMELIMBAIOT B HEOOXOAMMBIX
CTEXMOMETPHUUYECKUX COOTHOLIEHUSIX, HATPEBAIOT IIPU
temriepatype 500-600°C B Teuenue 25 4, 3aTeM
W3MENbYAIOT, IEPEMEIIMBAIOT U TAOIIETUPYIOT, TIOCIIE
yero HarpeBaroT npu 880°C B TedueHme 25 9 ¢
MIPOMEKYTOUHBIMU NU3METTbUEHUEM, ITEPEMEIIIMBAHIEM
Y TaOJIeTUPOBaHUEM, 3aTeM HarpesaroT npu 900°C
B TeueHue 25 4, 3areM TaOJETKM CHOBa
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Intensity (a.u.)

pa3sMalIbIBAIOT, MEPETUPAIOT U MPECCYIOT 3aHOBO,
IOCJIE Yero HarpeBaroT npu temmnepartype 910°C u
BBIICPKUBAIOT B T€UEHUE 25 4ACOB, B PE3YJIbTATE
Yero IMoJjiy4yaroT MOJMKPUCTATIIMUECKUN MaTepHuall.
TIpu 3TOM ympaBieHUE KOOPJAUHATAMHU LIBETHOCTHU
ero ceeueHus B quamnasoHe ot (0.23559; 0.07677) no
(0.58265; 0.3777) OCYILIECTBIAIOT IyTeM 3aJaHUs
KOHLEHTpaUMM MOHOB eBpomnusi B Oopate Baj
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YOpPaBIsEMOW  [BETHOCTBIO  CBEUCHWsS  IIpHU
ONTUYECKOM BO30OYXKJEHHH B 00JIacTH OJIMKHETO
ynerpaduonera (UV-C LED), KOTOpBIA MOXET
WCIIOJIb30BATHCS B CBETOIMO/IAX. 2 WIL.
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Lu2Ba3B6015, Materials Chemistry and Physics, 2019, v. 229, p. 355-361. CN 112646575 A, 13.04.2021. ANNADURAI
G. et al, Synthesis, structural and photoluminescence properties of novel orange-red emitting Ba3Y2B6015:Eu3+
phosphors, Journal of Luminescence, 2019, v. 208, p. 75-81. EZERSKYTE E. et al, Temperature-Dependet
Luminescence of Red-Emitting Ba2Y5B5017:Eu3+ Phosphors with Efficiencies Close to Unity for Near-UV LEDs,
Materials (Basel), 2020, v.14, no. 3, 763, p. 1-13, d0i:10.3390/ma13030763.
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(54) METHOD FOR OBTAINING A LUMINESCENT MATERIAL AND CONTROLLING THE CHROMATICITY

OF ITS GLOW

(57) Abstract:

FIELD: LED technology.

SUBSTANCE: invention relates to a technology for
producing new phosphors based on inorganic crystalline
compounds, namely, a method for producing a
luminescent material and controlling the chromaticity
of its glow based on barium borate and lutetium doped

with Eu** ions. According to the method, the oxides of
lutetium and europium, barium carbonate and boric acid
are mixed in the necessary stoichiometric ratios, heated
at a temperature of 500-600°C for 25 hours, then
crushed, mixed and tableted, after which they are heated
at 880°C for 25 hours with intermediate grinding,
mixing and tableting, then heated at 900°C for 25 hours,
then the tablets are again ground, chafed and pressed

Crp.: 3

again, after which they are heated at a temperature of
910°C and kept for 25 hours, resulting in polycrystalline
material. In this case, the control of the chromaticity
coordinates of its glow in the range from (0.23559;
0.07677) to (0.58265; 0.3777) is carried out by setting
the concentration of europium ions in borate Baj

(Lu;_4Euy),(B,05)3, where x is the proportion of Eu’*

ions in the range x = 0.01 — 0.375.

EFFECT: invention makes it possible to obtain a
luminescent material with controlled luminescence
chromaticity under optical excitation in the near
ultraviolet (UV-C LED), which can be used in LEDs.
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N306peTeHre OTHOCUTCS K TEXHOJIOTUH MTOIYYEHUS HOBBIX JTJIOMUHO(OPOB HA OCHOBE
HEOPraHUYECKUX KPUCTAJUIMUECKUX COEIMHEHMI, & UMEHHO - K CIIO)KHBIM OopaTaM Oapus,
moTenus U esponud cocraBa Bas(Lu;_4Euy),B¢0q5, rae 0.01<x<0.375 c ynpasisiemon

IBETHOCTBHIO CBEUCHMSI.

JIJ1s OUEHKM HOBU3HBI 3a5IBJIEHHOTO PELICHUSI PACCMOTPUM PSIJI U3BECTHBIX TEXHUUECKUX
CPEJICTB AaHAJIOTUYHOTO HA3HAYECHUS, XaPAKTEPU3YEMBbIX COBOKYITHOCThIO CXOIHBIX C
3asIBJICHHBIM YCTPOWCTBOM IIPU3HAKOB.

B Hacrosiiee BpeMsi HeopraHudeckue JIOMUHO(POPHI HA OCHOBE PEIKO3eMETbHBIX HOHOB
JIEMOHCTPUPYIOT IIPEBOCXOIHBIE ONITUUECKHUE CBOMCTBA, B YACTHOCTHU, MHOTHE U3 HUX HAXOSAT
CBOE IPUMEHEHHE B CBeTOaMoMax Oemoro ceeueHus (WLED) u qucmutesx [1-3]. CBeToauo bt
TeIUI0To O€JI0ro CBeUeHMs, IEMOHCTPUPYIOIIHE BbICOKUI MHAEKC IBeTonepeaauun (CRI),
OOBIYHO COCTOST U3 KOMOMHAIMM CBETOAUOAHOTO Uyuna OnmxHero Y d-auanazoHa ¢
TPEXIBETHBIMU JTIOMUHO(POPAMU: KPACHBIH, 3eeHbId U cuuuii (RGB). AkTuBUpOBaHHBIE

nonamu Eu" Heopranudeckue coeIMHEHNs IUPOKO U3BECTHBI KAK JTIOMHHO(MOPHI KPACHOTO
[IBETA CBEUYCHUSI, KOTOPHIE 32 CYET MHTEHCUBHBIX JIMHUI UCITYCKAHUS B OPAHXKEBO-KPACHOM U
KpacHOM 001aCTSIX MOTYT OBITh UCITOJIB30BAaHbI B CBETOAMOAHOM TeXHUKe. OTHAKO, Y MHOTUX
KOMMEPYECKH UCTTOTB3YEMBIX KPACHOU3TYUAIOITUX JIIOMUHO(OPOB €CTh U CBOM HETOCTATKH.

M3BecTHBI KOMMEpUECKHE TIOMUHOMOPHI, B TOM YHCIIe KPACHOUBITYYAIOIIIHE, CaAlSiN3:Eu2+

u (Ca,Sr,Ba)ZSi5N8:Eu2+ [4]. CyiiecTBEHHBIM HEIOCTATKOM SIBJISIETCS TO, UTO U3-3a HAJIMYUS

HIMPOKOM MOJIOCKHI U3ITYUYEHHUST HUTPUIHBIX TFOMUHO(DOPOB, M3ITyUarOIIMX KPACHBIH IIBET, YACTh
€ro MpoCTUpaeTCs 10 JJIMH BOJIH Ooiiee 650 HM, TO €CTh B CIIEKTPAJIbHYIO 00J1aCTh, T/1e
YYyBCTBUTEIILHOCTh YEJIOBEUECKOTO IJ1a3a OYEHb HU3KAasl, YTO CHUKAET CBETOBYIO OTJAaUy
BCEr0 UCTOYHMKA CBETA U, COOTBETCTBEHHO, OTPAHUYMBAET UX TPUMEHEHHUE B TPOU3BOJICTBE
cBeToano10B Oestoro ceeuenus (WLED) [2, 5]. [IpyruM HeIOCTAaTKOM MOXHO OTMETHUTH TO,
YTO TOJIYYUTh JAHHBIC TIOMUHO(POPHI MOKHO TOJIBKO B YCIIOBUSIX CUHTE3a IMPU BHICOKUX
JIABJICHUAX, YTO KpalHEe pecypco3aTpaTHO. JIpyrue u3BeCTHbIe KOMMEPUECKUE

KPaCHOM3IIy4aIoI1e JIOMUHO(POPHI, AKTUBUPOBAHHBIE YK€ HOHAMHU Mn*, HaIpuMep,

KOMMeEPUECKUM KZSiF6:Mn4+, 001a]1a10T TAKMMHU CYIIIECTBEHHBIMU HEJIOCTaTKaMH, KaK HU3Kast

TEPMOCTOMKOCTb, & TAK)KE UCTIOJIb30BAHUE B ITPOLIECCE MX CUHTE3a 3HAUUTEIIbHOTO KOJIMUECTBA
IUTABUKOBOM KUCIIOTHI, SBJISIIOIIEHCS TOKCUYHBIM BHICOKOOTIACHBIM BEILIECTBOM [5].
ITouck u pazpaboTka HOBBIX JIIOMUHODOPOB HA CETOIHSIIHUI ACHb SIBJISIETCS KpaiiHe

aKTyajabHOM 3agaueil. JIroMuHOGOPHI, aKTUBUPOBAHHBIE HIOHAMU Eu3+, JIEMOHCTPUPYIOT
BBICOKYIO KOHKYPEHTOCIIOCOOHOCTh, TOCKOJIBKY 00J1a/1aI0T UHTEHCUBHOM JTFOMUHECICHIIMEN
B IMana3oHe 575-625 HM, BO3HUKAIOIIEH B pe3yJIbTaTe BHYTPUKOH(PUTYpAIIMOHHBIX TIEPEXOI0B

> Dy — F 14 > Dy — 7F2 nonos Eu’*, a taxoke 06/1a1a10T BBICOKOI ($bOTOCTAaOMIIBHOCTBIO,

CBETOOTauel U KBAHTOBOM 3(h(PeKTUBHOCTHIO [6].

B 31011 cBS13U ClTOKHBIE 60paThI OapHsi U peAKO3eMETbHBIX 3JIEMEHTOB AKTUBHO U3Y4aIOTCHI.
JIaHHbBIE COEIMHEHUSI MOKHO MOJIYYUTh KIIACCUYECKUM TBEPA0(ha3HBIM METOIOM CUHTE3A.
M3BecTHO HEKOTOPOE KOJIMUECTBO JIIOMUHECHEHTHBIX MaTEpUaIOB Ha X ocHOBe. Hanpumep,
ocobeHHO nHTepecHbI ceMeiicTBa Ba,REEsBs017 [7], Ba3REE;B¢O; 5 [8] 1 KBaREE(B3Og)5,

rae REE - Sc, Y, La; Ce-Lu [9], HAa OCHOBE KOTOPBIX ITOJIy4YE€HbI KPACHBIE, CHHUE U 3€JICHbBIC

moMuHodopsl. U3BecteH momuHodop Ba,Y 5B 5017:Eu3+ [10]. OnHako, KOHLEHTpaLKYs HOHA-

aKTMBATOPA B HEM JIOCTATOYHO BellMKa, cocTaBisieT oT 30 10 50%, uTo AemaeT Mpou3BOACTBO
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JTIOMUHO(OPOB Ha ero 0cHOBe AoporocrosuM. M3secren momunodop BasY,B¢O4 5:Eu3+

[11], omHAKO, KOHIICHTpALMS HOHA-aKTUBATOPA B HEM TaK K€ JOCTATOYHO BeJIMKa (OOJIbIIe
35%). Taxoke CyneCTBEHHBIM HEOCTATKOM TMEPEUUCIICHHBIX JTIOMUHO(POPOB SBIISICTCS TO,
YTO OHU HE MMO3BOJISIIOT UBMEHSITh IIBETHOCTh CBEUEHUS B IIIMPOKOM JUana3oHe.

3anauelt u300peTeHus SIBJIIETCS MOTyYEHUE IIOMUHECIIEHTHOTO MaTeprasia C ypasJisieMoi
[IBETHOCTHIO CBEUCHMSI, TIPH ONITUUECKOM BO30YXKICHUH B 00J1aCTH OJIMXKHETO yiabTpaduosera
(UV-C LED) 1 uCrioyib30BaHMsI B CBETOAMOIAX.

CylIHOCTD 3asIBJICHHOTO TEXHUYECKOTO PEIIEHUS BBIPAXKAETCS B CIICYIOIIEH COBOKYITHOCTH
CYIIECTBEHHBIX IPU3HAKOB, IOCTATOUYHOM JIJISI PEIIEHUS YKA3aHHOM 3asIBUTEIIEM TEXHUYECKOMU
MpoOJIEMBI U MOJTyYeHHUs 00eCTIeunBaeMOT0 U300PETEHUEM TEXHUUECKOTr0 pe3yjibTaTa.

CoracHo U300PETEHUIO CITOCOO TTOTyUEHHUs TIOMUHECIIEHTHOT'O MaTepHralia v yIIpaBIeHUs
IBETHOCTBIO €r0 CBEYEHUSI HA OCHOBE OopaTa Gapusi U JTIOTENUSI, TOTTUPOBAHHOTO HOHAMHU

Eu’ ¥, XapaKTepu3yeTcs TeM, YTO OKCH/IbI TIOTELUs ¥ eBPOIUs, KapOboHaTa 6apus U GOpHOM
KHUCJIOTBI CMEIIIMBAIOT B HEOOXOAUMBIX CTEXUOMETPUUECKUX COOTHOIIICHUSIX, HATPEBAIOT IIPU
temrnepatype 500-600°C B TeueHue 25 4, 3aTeM U3MEIbYAIOT, IEPEMEITUBAIOT U TA0JIETUPYIOT,
nocsie yero HarpeBatoT rnpu 880°C B TeueHue 25 4 ¢ MPOMEKYTOUHBIMU U3METTbUCHUEM,
NepeMenIMBaHUEM U TaOJEeTUPOBAHUEM, 3aTeM HarpeBatoT pu 900°C B TeueHue 25 4 u
MIOJIYYArOT ITOJIMKPUCTAUIMYECKANA MATEPUATL, IIPU 3TOM YIIPABIIEHUE KOOPAUHATAMU LIBETHOCTH
ero ceeueHus B quamnasone ot (0.23559; 0.07677) no (0.58265; 0.3777) OCylIECTBISIOT IIyTEM
3aaHus KOHUEHTpauuu HOHOB eBporus oT 0.01<x<0.375, npu 3TOM KBAaHTOBBINA BBIXO/
nocruraet 17% npu x=0.18.

3asBiIeHHAsI COBOKYITHOCTb CYIIIECTBEHHbBIX ITPU3HAKOB 00ECIIEUMBAET JJOCTUKEHHE
TEXHUYECKOT O Pe3yIbTaTa, KOTOPBIH 3aKII0UYaeTCs B TOM, UTO BIIEPBbIE ObLIO MOIYYEHO

HOBOE€ XUMUUYECKOE coequHeHre coctaBa BasLuy,BgO5, KOTOpOE aKTUBUPOBAJId HOHAMU Eu’*

rae 0.01<x<0.375, kotopoe ob1a1aeT HAWTYUIIIMMU JITIOMUHECIEHTHBIMU CBOMCTBAMU MPH
BO30YK/IEHUH YIHTPA(PHOJIETOBBIM U3JTyUYEHUEM C JUTMHOM BOJIHBI 312 HM. MakcuMasbHas
WHTEHCUBHOCTH JIIOMUHECLEHIMU HaOmoaaeTcs mpu x=0.18, KOHIEHTPAUMOHHOE TYIIIEHUE
HaOmromaeTcs mpu x>0.18.

CyIIHOCTB 3asBISIEMOTO TEXHUUECKOTO PEIICHUS TIOSICHIETCS TparUECKUMU MaTepUATIAMH,
rae Ha ¢ur. 1 mpeacrasieH rpaduk 3aaHus KOHIEHTpaIu MOHOB eBpotus oT 0.01<x<0.375,
Ha (ur. 2 - KOHIEHTPALMOHHBIE 3ABUCUMOCTH IMHUCCHU B TBEP/BIX pacTBopax Bas

(Lu;_xEuy)»BgO15 mpu BO30YKIEHUM U3ITYUEHUEM C hox=312 HM).

3asBJIICHHBIN CITOCOO PEANM3YIOT CIIEAYIOIIMM 00pa3oMm.

Hcxoansie peaktuBbl Lu,O5 (uuctota 99.93%), Eu,O5 (uncrora 99.95%), BaCO5 (uucrota
99.99%) n H3BO3 (uncrora 99.90%) paccuuThIBAIOTCS B COOTBETCTBYIOIINX
CTEXMOMETPUYECKUX COOTHOLIEHUSIX Ha HEOOXOAUMYI0 Maccy HaBecku. [1ocie uero Lu,Os,
Eu,05; u BaCO5 npokanuatorcs B TeueHue 1 u 3 yacos npu temnepatypax 900 u 600°C,

COOTBETCTBEHHO. CMeCh KOMITIOHEHTOB IMMOMEIIAETCS B INIATUHOBBIE TUTJIM U TTOJIBEPTraeTCs
MpeaBapuTeNIbHONM TepMo0oOpadboTke B reun mpu S00-600°C B TeueHue 25 4aCoOB C LETbIO
JleKapOOHM3AlMH, IT0CIIE YErO OCYLIECTBIISIETCS IEPETUPAHKE TTOPOIIKOB U ITPECCOBAHUE
TabsieTok. CUHTE3 OCYIIECTBIISIETCS] B HECKOJIBKO ITAINOB: CHavaIa TAOJETKU BhIICPIKUBAIOTCS
nipu 880°C B TeueHue 25 4acoB, MOCIIE YEro MPOUCXOAUT IEPETUPAHUE, IPECCOBAHUE U
BbIIepkKa Tpu 900°C B TeueHue 25 4acoB, 3aTeM TaOJIETKU CHOBA pa3MalibIBalOTCs,
MEPETUPAIOTCS U IIPECCYIOTCS 3aHOBO, IIOCIIEAHS TEMIIEPATYpa U BpeMsi TepMOOOpPabOTKH
coctasisgeT 910°C u 25 yacoB, COOTBETCTBEHHO. B X0/1e CMHTEe3a Tak)Xe MPOBOIUTCS
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MIPOMEXKYTOUHBIN PEHTreHO(a30BbIi KOHTPOJIb.
B kpucTranimueckoi CTpyKType HOHbI Oapusi 00pa3yIoT C aTOMaMHU KUCIIOPO/1a MTOIUIIPbI
[BaOg] 16', KOTOpbIe (POPMUPYIOT TPEXMEPHBIN Kapkac. B kaHamax 3Toro kapkaca

pacroJyiaratoTcs iBe KpucTtajuiorpaduuecky HeakBUBaJIeHTHBIE TTo3uuu Lul u Lu2, noHbI

JIOTEIUs 00pa3yroT C KUCIOPOIOM MPaBUIIbHbBIE OKTA3IPhI [Lu106]9' 5 [Lu206]9'. B kapkac
BCTPAUBAIOTCS U30JIMPOBAHHBIE MUPOOOPATHBIE TPYIIIIHI [B205]4', 00pa30BaHHBIE IBYMSI
IUIOCKUMU TPEYTOJIbHUKAMU [BO3]3', CBSI3aHHBIMM Uepe3 MKy COOOM yepe3 OOIIYI0 BEPIITUHY

- aToM Kuciaopoja. Monst Eu’* 3aMeIarT Lo’ B no3unusx Lul u Lu2 mooyepeiHo: B IEPBYIO

o4yepenb UOHBI Eu’* sanonusior 0obiyto mo3uiuio Lul (o6bvem [Lu106]9'=15.122 ‘&3), a

MOCJIe JOCTHXKEHUS KOHLEHTpanuu X=0.18 - MeHbI11y10 1o3unuio Lu2 (00bem [Lu206]9'= 14.151

2.
3asIBIICHHBIN CITIOCOO MO3BOJISET MOJIYUYUTh JIIOMUHECHCHTHBIM MaTepUall ¢ yIIpaBIseMoi
LIBETHOCTBIO CBEUEHUSI HA OCHOBE HOBOIO Oopara cocraBa Baz(Lu;_4Euy),B¢0q5, rue

0.01<x<0.375, KOTOPBIIl MOKET OBITH UCITOJIL30BAH B KA4ECTBE JIIOMUHO(OpA 115t
n3rorosieHus ceeroanoaos (LED).
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(57) ®opmyna uzobpeTeHus
Cnoco6 nosryueHust TIOMUHECIIEHTHOTO MaTepralia v yIpaBJIeHUs IBETHOCTHIO €T0 CBEUCHUS

Ha OCHOBe OopaTa 0apus U JTIOTEUUs], TONMMPOBAHHOTO HOHAMMU Eu’*, omnmuarormuiicst Tewm,
YTO OKCH/IbI JIIOTELMS U €BPOIIUs, KapOoHaTa 6apusi U OOPHOM KUCIOTHI CMEIIMBAIOT B
HEOOXOAUMBIX CTEXMOMETPUUECKUX COOTHOIIICHUSIX, HAarpeBaroT rpu Temnepartype S00-600°C
B TeUEHHeE 25 4, 3aTeM U3MEJIbUAIOT, IEPEMEITUBAIOT U TA0JIETUPYIOT, IIOCIIE YEro HArpeBatoT
nipu 880°C B TeueHue 25 4 ¢ TPOMEKYTOUHBIMHU U3MEIIbUEHUEM, [IEPEMEILIMBAHUEM U
TabjeTupoBaHueM, 3aTeM HarpeBatoT npu 900°C B TeueHue 25 4, 3aTeM TaOJETKH CHOBA
pa3MalibIBAIOT, IIEPETUPAIOT U IIPECCYIOT 3aHOBO, IIOCIIE YEr0 HAIPEBAIOT IIPH TEMIIEPATYPE
910°C u BBIAEPKUBAIOT B TEUEHHUE 25 4aCOB, B Pe3yJIbTaTe YeTO MOJIy4aroT
MOJIMKPUCTAJUIMUECKUI MaTepuall, Py 3TOM yIIPaBIEHUE KOOPAUHATAMU [BETHOCTHU €TO
cBeueHus B auana3oHe ot (0.23559; 0.07677) no (0.58265; 0.3777) OCyLIECTBIISIIOT ITyTEM
3aJJaHUsI KOHLIEHTpaIUyi HOHOB eBporust B 0opate Baz(Lu;_Eu,),(B,0s)3, T1ie X — 40J151 MIOHOB

Eu’* B unrepsae x = 0.01 - 0.375.
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