IHpuxnaonas gusuxa, 2020, Ne 4 57

OU3NYECKOE

YK 621.315.592

MATEPHUAJIOBEJJEHUE
PACS: 33.50.Dq: 81.20.n

Bausinue ycji0BHI CHHTE3a MOPOLIKOOOPA3HOI0 OKCHIA IMHKA
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BBenenue

MUKpPOBOJTHOBOE H3IYyYCHHE B TIOCIICTHHE
20-30 netr HanUIO MHMPOKOE MPUMEHEHHUE B pas-
JIMYHBIX 00JIaCTAX TEXHOJOTHMH CHHTE3a OpraHH-
YCCKUX W HCOPTaHUYCCKUX MATCPHUAJIOB, HAIIPU-
Mep, B XUMHUYECKOM CHHTE3¢ U (PapMaKOJIOTHH.
Oco0OeHHO 3 (EKTHBHO MPUMEHEHHE ITOTO Me-
TOJla Ha HAYaJILHOM JTalle CHHTE3a U MCCIIeI0Ba-
HUW MaTepuasoB, KOrja HEOOXOAUMO TMOIYYUTh
UCCIIEyeMbIi MaTepurai B BUJE P00 IS poBe-
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JICHUS DKCIIpecc-aHamn3a (U3NKO-XUMHUECKUX
CBOICTB, ONPENEINUTh NEPCIEKTUBY €ro MpPaKTH-
YECKOro MPUMEHEHHUs U T. 1. [1-4].

B Hacrosiiee BpeMsi B MPOMBIIIJIEHHOCTH,
HayKe W MEJHLHHE IHUPOKO HMCIONb3YETCS MHUK-
poBonHOBoe wu3nyueHue (MBU) c¢ wyactoroii
2,45 TTu. Ilpn Bo3aeiictBun MBU Ha BoaHble
pacTBOpBI MPOUCXOAMT MEepeaadya UM SHEPIuu 3a
CYEeT IEPEOPUEHTALUU JAMIIOJIEH pPacTBOPUTENS
(BOIBI) M MEpEeMElIEHUEM B HEM HOHOB PacTBO-
peHHoro BemiectBa [l, 2], mpuueM HarpeB pac-
TBOpa MPOUCXOIUT MO Bcemy o0OBEMY. Cremyet
TaKXe OTMETHTh, YTO 3(h(PEeKTHBHOE MOTIIOLICHHUE
MBMU naHHOW 4acTOTBI TPOUCXOJUT B CJIOE BOJIbI
TOJIMHOM nopsAnka 1,5 cMm.

[TpOMBIIITIEHHOCTBIO psiJia CTPaH BBIYCKa-
1orcss MBU-ycTaHoBkM amist cuHTe3a U 00paboTku
IIMPOKOT0 Kpyra MaTepuasoB, BKJIOYas IOJY-
IIPOBOJHUKOBBIE 1 MHOIOKOMITIOHEHTHBIE OKCHUIBI
[1]. Ho, kak moka3bIBaeT MpaKTHKa, MOCJE OIpe-
JICJICHHBIX TEXHUYECKUX MAHMITYJISIIMHA IOSBIIS-
eTcs BO3MOXKHOCTb IPOBOJIUTH NEPBUYHBIA CUHTE3
OKCHJIOB, UCHOJb3Yys Jake OBITOBbIE MUKPOBOJI-
HOBEBIC TTeuH |3, 4].

C yderoM CKa3aHHOrO, MpPENCTaBISAET
ONPEEICHHbIM HAy4YHbIA U MPAKTUYECKUNA MHTE-
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pec CpaBHUTH CBOICTBA IMOJIyYEHHBIX TaKUM 00-
pa3oM OKCHIOB C 0OpasllaMH OKCHIIOB, MOTYyYEH-
HBIX TPAIULMOHHBIMU METOJAMH, B T. 4. METOJAMH
XUMHUYECKOTO U THAPOTEPMAIBHOTO OCAXKICHHUS.

lenpto maHHOW pabOTHI SBIISIOCH IPOBE-
JIEHUE CHHTE3a MOPOIIKOOOPa3HOT0 OKCHA ITHH-
ka ZnO moj AeHCTBUEM MHUKPOBOJHOBOTO HU3Jy-
YeHHsSI M HUCCIICOBAHHE (POTOIFOMHHECIIEHTHBIX
CBOMCTB CUHTE3MPOBAHHBIX MOPOIIKOB, BKIKOYAs
CpaBHEHHE WX M3ITy4aTeIbHBIX CBOHCTB C MOI00-
HBIMH XapaKTepUCTUKAMU MOpomkoB ZnO, noiy-
YEHHBIX METOJaMU XHUMHUYECKOTO M THAPOTEp-
MaJIbHOTO OCAXKJICHHUS.

NuTepec umeHHo K nopomkaM ZnO cBsizaH
C TE€M, YTO OHHU IIMPOKO HMCHOJB3YIOTCS B HAyKeE,
TexHuKe U Meaunuae. OCOOCHHO BENHK UX BKJIAJ
B DJIEKTPOHUKY M CEHCOpHYIo ammaparypy. llo-
ATOMY pAaCIIMPEHUE BO3MOXKHOCTEW YIpaBIICHUS
CBOMCTBaMM MOPOIMKOB ZnO MPeaCTaBiIsieT Baxk-
HYIO U IEPCHEKTUBHYIO 3a]a4y.

3aMeThM, 4YTO THAPOTEPMAIbHBIA METOM
(I'TM) mmpoxo HpUMEHsIETCS Ul CUHTE3a I0-
pOIIIKa OKCHJIa [IMHKA C HAHOPA3MEPHBIMHU 4acTH-
namu [5]. IIpumMeHeHHBIT HAMU METOJ SIBJISIETCA
a"asiorom ['TM, HO ¢ TOI pa3HHUILIEH, YTO peaKIIUs
XUMHUYECKOTO OCAXKJICHUS MaTepuaia U3 BOJHOTO
pacTBopa OCYILIECTBISAECTCS IOJ BO3JAEHCTBHEM
MHUKPOBOJIHOBOTO u3inyuyeHus. [Ipu sTom mpume-
Henne MBU 1no3BonisieT 3HAYUTENBHO YCKOPHUTH
MPOLIECC CUHTE3a MOPOIIKOB, a TAKKE XapaKTepH-
3yeTcs He3HAUUTENIbHBIM DHEpronoTpedienuem [1].

IKCIEePUMEHT

B Hamiem citydae 7Sl MpOBEICHHS CHHTE3a
ObUTM CO31aHbl KOHTEWHephl M3 (roporacra,
MO3BOJIIOIINE MPOBOIUTH CHHTE3 B 3aMKHYTHIX
obwvemax (cm. puc. 1).

Puc. 1. @moponnacmosvie Konmeii-
Hepbl 011 CUHmMe3a NOPOUIKO8 OKCUoa
yuHkKa npu 6o3oeiicmeuu MBU.

Jnst 5pdekTMBHOrO MCMOIB30BAHUS MHK-
POBOJIHOBOI'O M3JIy4Y€HHUs] BHYTPEHHUN IHaMETp
KOHTEIHEpOB paBHsuicad 20 MM mipu BeicoTe 40 MM.
B kauectBe ucrounuka MBU npumensuiach MUK-
POBOJIHOBAsI I€Yb MAapKH Samsung C peryiupye-
Mol moutHocTh0 10 800 BT u ¢ Bpamaromumces
nognoHoM. Hanmnune Tpex KOHTEWHEPOB MO3BO-
JSUI0 OTHOBPEMEHHO IIPOBOJAMTH ONBITHI C TPEMs
00beMaMu UCXOJIHBIX PACTBOPOB.

Temneparypa cUHTE3a U3MepsIach KOCBEH-
HbIM METOJOM II0 TEMIIEpaType BOJbl B KOH-
TPOJBHOM KBapl€BOM CTaKaHE C TOYHOCTHIO 10 1
rpaayca pTyTHBIM TEPMOMETPOM MOCIE BBIKIIO-
YEHMS [1€YU 110 OKOHUYAHUU CHHTE3A.

CuHTE3 MPOBOIUIICA B ONpPEACIEHHON IO-
cnenoBatensHocTd. Hanpumep, Bogubie 0,05M-
pactBopel a3zoTHOKucaoro muHKa Zn(NO;), u
yporponuHa C¢Hi,N4 B cootHOomenuu 1:1 nanu-
BaJIUCh B KOHTEHHEPHI HEOOXOIUMBIMU 00BEMa-
MH, T€PMETU3UPOBAINCH U MOMEMIAINUCH B MHUK-
poBosiHOBYIO Tieub. [locme o6pabotkn MBU B
TE€YEHHE 25 MUHYT KOHTEHHEPHI U3BIICKAIIUCH U3
N€YH U OCTHIBAIM O KOMHAaTHOW TEMIEPATYPHI.

[TomyuyeHHBI TOPOIIOK OTAENSUICS IIeH-
Tpu(yrupOBaHNEM, TPOMBIBAJICS JAUCTHILIHPO-
BAHHOM BOJIOW W CYIIWJICS NPU KOMHATHOM TEM-
nepaType 10 TOJHOTO BhIChIXaHWs (10 3 dekra
TIBUICHHMS ).

Ouenka Temneparypbl BOJbI B KOHTPOJIb-
HOM KOHTelHepe npu Harpese MBU MouiHoCThIO
nopsinka 120 BT B TeueHne 2 MUHYT COCTaBHJIA
90 £ 5 °C. Wcnonb3ys 3T0 3HAYEHUE TEMIIEPATYPhI
U Bapbupys 00bEMBI pacTBOpoB OT 5 10 30 M, Ha
OCHOBaHUM DPEKOMEHIAIMMN, MPUBOJMUMBIX B pa-
Oborax [6, 7], Oblma paccuMTaHa 3aBUCUMOCTH
JIaBJICHUS B KOHTEHHEPE OT 00beMa peaKIIMOHHOM
cMmecH. Pe3ynpTaThl IpeCcTaBIEHbI HA pUC. 2.
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Puc. 2. 3asucumocms oasnenus napa ¢ KoHmeil-
Hepe om 00béma peakyuoHHOI cMecu.
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VYBenuyeHue AaBIEHHUs C POCTOM oOBbema
pacTBOpa OOYCIIOBICHO YBEIMYEHHEM OObeMa
HACBIIIEHHOIO Iapa B 3aMKHYTOM KOHTEHHepe.
Cnenyer TakXe OTMETUTb, YTO YBEJIWYECHHUE J1aB-
JICHUS] TIPUBOJUT K POCTY TEMIIEpPATypbl pacTBO-
pa, koTopas MosxkeT npessicuts 100 °C [7].

Pe3yabTaThl 3KCIepuMeHTA U 00CyKIeHHE

UccnenoBanue crekTpoB GOTOTOMHUHEC-
HEHIMN TOPOLIKOOOPa3HBIX MaTepUaioB, MOIY-
YCHHBIX FI/II[pOTepMaJ'II)HO-MI/IKpOBOJ'IHOBI)IM McE-
TOAOM W3 PacTBOpa YKCYCHOKHCIJIOTO ITMHKA H
FI/I,Z[pOKCI/IIIa HanI/ISI, BBIABUJIO, YTO CHGKTpaJII:-
HbIE pacrpeeneHuss ux (OTOTIOMUHECIEHIINN
pa3INyaloTCs U 3aBUCAT OT TEXHOJIOTHH CHHTE3A.

Ha puc. 3 mpencraBieHsl criekTpbl (HOTO-
JIFOMUHECIIEHIIUK TOpOKOB Zn(O, MOJIYyYEHHBIX
IpU pa3HBIX 00bEMax pEaKlIHOHHOW CMeCH B
KOHTENHEpeE.

2,01

Puc. 3. Cnexmput pomoniomunecuyenyuu npu T = 300 K
nopouikoé ZnO, noayueHHbIX 6 PA3IUUHBIX 00BbEMAX pe-
aKkyuonnoi cmecu ¢ konmennepe. Kpusaa 1 —V = 5 mn;
Kp. 2. — V=10 mn; kp. 3 -V =20 mn.

Kak BumHO M3 rpaMKoB, C yBEITUUYCHHEM
o0beMa peakIMOHHOW cMecH (UM C YBEITHMYCHHUEM
JABJICHHUSI B pEaKTOpe, CM. pUC. 2) HaOIroaeTcs
BO3pacTaHue (POTOIFOMHHECICHIINM B KOPOTKO-
BOJIHOBOU oOnactu. OTMETUM, 4TO BpeMsi CUHTE-
3a IS TIOMYYEHHUs OKCHIA LUHKA COCTaBIISIIO
He Oojiee 5 MHUHYT TpU TemIeparype, OJHM3Kou
k 100 °C.

OOnacTh CHIEKTPaTBLHOTO paclpeieiICHUs
(OTOIOMUHECIICHITUM PACIIONIAraeTcsi B HHTEP-
Basie ot 350 go 750 um. Habmromaercst xapakrep-
Has JUISI OKCHJa ITMHKAa KpaeBas (OTOIOMHUHEC-

ueHnus B parione 380+450 um [8], xkenTo3eneHas
obnactb cBeyeHus 500+-600 HM, 00yciIOBIECHHOE
BAaKaHCUSMM KHCIOpOJa, U HE3HAYUTEIbHOE
KpacHoe cBeueHue B guamnazone 600700 Hm.

CornacHo nuTepaTypHbIM JaHHBIM [1, 4, 9],
3¢ PeKTUBHBIM METOAOM OOpabOTKHM HaHOMaTe-
pHAllOB SBISETCS MUKPOBOIHOBBIA OoTxwHr. [lo-
noOHast 00paboTKa M3MEHSET HEKOTophle (hu3u-
YecKue CBOICTBa Marepuana, Hampumep, IUIOT-
HOCTh U CTPYKTYypy. B Hammx sKcnepuMeHTax
ObUTM TPOBEJEHBI HWCCICAOBAHUS IO BIIMSHHUIO
MHUKPOBOJTHOBOTO OTXHra Ha (OTOIMIOMUHEC-
LEHTHbIE CBOMICTBA MOPOIIKOB ZnO, CUHTE3UPO-
BaHHEIX xuMuueckuMm U I TM meTongamu.

Ha puc. 4 mpencraBieHbl CIEKTpalbHbBIE
XapaKTePUCTUKH (POTOIFOMHUHECIICHIIUN TTOPOIII-
KOB, IOJIYYEHHBIX M3 BOJHOI'O pacTBOpa a30THO-
kucioro uuHka Zn(NOs); U ypoTponuHa A0 U
1I0CJIE MUKPOBOJIHOBOM 00pabOTKH.

'415;
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Puc. 4. Cnexkmpansnoe pacnpedenenue homonomunec-
yenyuu nopowka ZnO npu pasnvix memnepamypax T
00 u nocie Mukpogonnogou oopavomku: a) T=77 K,
6) T=300 K.
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Namepenust, nposeaennsie npu 300 K u 77 K,
MOKa3bIBAIOT HalW4Me (HOTONIOMUHECIICHIIMU B
CHHE-3€JIeHOM 001acTH 1JIs MOPOILIKOB, NOJTYYEH-
HBIX THAPOTEpMalIbHBIM MeTosoM (rpaduk 1), u
MaKCUMAaJILHOW JIFOMUHECIICHIIMEN B IHAIla30HE
500+650 HM 111 TOPOLIKOB, MOJTYYEHHBIX METO-
JIOM XUMHUUYECKOTO OCAX/JIEHUs B TeueHue 1,5 yacos
(rpadukn 2 u 3). OTXKUT XUMHUYECKH OCaKICH-
HBIX IIOpPOIIKOB MHKPOBOJHOBBIM H3JIy4E€HUEM
MomHocThio 600 Bt B Teuenue 10 MUHYT nipuBo-
JUT K U3MEHEHMIO CIIEKTpa, a UMEHHO, K BO3pac-
TaHUIO (POTOJIOMHHECLEHIIMU B paiioHe 415 HM
(rpacduk 2), uro He HAONIONATOCH B TMOPOIIKAX
0e3 MHUKPOBOJIHOBOI 00paboTku (rpaduk 3).

Jns  MomupuKanuu — JTFOMHHECIICHTHBIX,
MarHUTHBIX, (POTOXUMHUYECKUX U JIPYTHX CBOWCTB
HOJYIIPOBOJHUKOB IIUPOKO HCIOIb3yrOTC 3d-
metaiel [8, 10]. OcoOeHHBI WHTEpeC BbI3bIBA-
10T coequHenre ZnO: Mn, Tak Kak U3yuy€HUE €ro
CIEKTpa JIOMUHECLEHIUY [T03BOJISIET J€NIaTh BbI-
BOJBI O CTPYKTYpPE DSHEPreTUYECKOro CIEKTpa
KpUcTa/uta. DTO TO3BOJMUT pazpadotath 3Pdek-
TUBHBIE TEXHOJOIMM IOJyYEHHs] COBPEMEHHBIX
MaTepHasIoB JIEKTPOTEXHUUYECKOTO Ha3HAYEHUS C
pacIIMpEHHBIMU  JKCIUIyaTallMOHHBIMU  CBOM-
ctBamu [10]. Kpome TOro, ¢ TOUKM 3peHUsT TEX-
HOJIOTUU JIETUPOBAHMS MOJIYNPOBOJHUKOB, BBI-
3bIBA€T MHTEPEC BIMSIHUE MHKPOBOJIHOBOIO
OTXKHra Ha MOBEJEHHE JIETHPYIOIEH NMpUMecHu B
npoliecce JISTMPOBaHUSI HAHOTIOPOILKOB.

CrieKTpsl JIIOMMHECLIEHLIUN ITOPOIIKOB OK-
cuja IUHKA, [MOJIy4YeHHbIX XUMUYECKUM METOJ0M
u nerupoBanHbix Mn (0,03 %) npencraBieHbl Ha
puc. 5. Kak BugHO u3 rpaduka 1, 1o oOpabOTKH
00pa310B MUKPOBOJIHOBBIM H3IyYEHUEM CIEKTp
(OTOMIOMUHECLIEHIINHM TTOPOIIKOB JIETHPOBAHHO-
ro OKCHJa LMHKa MMeeT Oojiee WM MEHEe paB-
HOMEpHBIN XapakTep U npoctupaercs ot 370 no
700 mM. Ilocie MHKpPOBOJIHOBOW 00pabOTKH B
criekTpe  doTomoMuHecieHIun  (rpaduk  2)
HaOroaeTcsl Y3KMM MaKCUMyM H3JIy4eHUs B
paiione 380 HM U rameHUe «3€JEHOW MOJIOCHD) C
MakcUMyMoM 565 HM. ['anieHne «3eneHol moso-
CbD» TPOMCXOAMUT 3a CYET PACKUCIUTEIBHOIO
IEUCTBUSI aTOMOB Mn" Ha BakaHcHM KHUCJI0pO/Ja,
00yCIaBIUBAOIIMMH PEKOMOMHAIIMOHHOE H3JTY-
yenue B quanasone 500+580 HM B OKcHUI€e [IMHKA
[8]. DTO TOBOPUT O BCTpaMBaHUU JIETHPYIOLIEH
IIPUMECH B KPUCTAJUIMYECKYIO PELIETKY MHUKPO-
YaCTHI] TIOCJIE MUKPOBOJIHOBOTO OTXKuTa [§].

3aMeTuM, 4TO MUK (POTOIIOMUHECLEHIIUH,
HabmoaeMblii B paitone 380 HM, XapakTepeH AJis
9KCUTOHHON momuHecHeHnmu [8]. Cam  dakr
HaOJIIOICHUS 3TOTO MUKA IPU KOMHATHOHN TemIie-
paType TOBOPUT O TOM, YTO MO BO3AEHCTBHEM
MHUKPOBOJIHOBOI'O HM3JIy4Y€HHUS YMEHBUIMJIOCH KO-
JMYECTBO TOBEPXHOCTHBIX A€()EKTOB MHUKpOYa-
CTHI, M3 KOTOPBIX COCTOMT HAHOIOPOILIOK.
[lo pacnosiokeHuI0 MUKa MOXKHO CYIUTh O pas-
MEpE YacTHULl, a M0 €ro yIIUPEHUIO — O KOJnYe-
CTBE YacTUl] oAuHakoBoro pasmepa [11]. Ilpu
9TOM BHJHO, 4TO U pa30poc yacTull o pa3Mepam
HEOOJIBIIION, TaK KaK MUK JOCTATOYHO OCTPBIM.
OO0 »TOM, TakXke Kak M O CpelHEeM pa3Mepe Ya-
cTHll, Oojiee TOYHO MOXKHO OyJIeT cKa3aTh Iociie
IPSIMBIX ONTHYECKUX U3MepeHuil. Tem He MeHee,
CYILIECTBOBaHME ATOrO MHKA IO3BOJISIET TENEph
pa3pabaTbiBaTh METOABI SKCIPECC-KOHTPOJIS BO
BpEeMs NIPOU3BOJICTBA HAHONOPOIWIKOB Zn0O), neru-
POBAHHBIX MapraHLEM.

10/

10 7

400 500 600 700
A, HM

Puc. 5. Cnexkmpanvnoe pacnpeoenenue homoniomunec-
yenyuu nopowika ZnO:Mn, 1 — 00 MuKpoe6oIHo6oii oopa-
oomku, 2 — nociie MUKpogonoeoii oopabomku.

3akjao4yeHue

[IpoBeneHHOE CpaBHEHHE PA3IUYHBIX Me-
TOZIOB TIOJIYYEHHUS IOPOLIKOB OKCHJA LHMHKA C
HAaHOPA3MEPHBIMM YACTHUIAMHU yKa3bIBacT Ha TO,
YTO IPUMEHEHHBIM TUAPOTEPMaIbHO-MHUKPOBOJI-
HOBOW METOJI MO3BOJIIET YCKOPEHHO (B TEUEHHE
5 MHHYT) mojyyaTb HEOOXOJIUMOE KOJIMYECTBO
Marepuansa Ui TPOBEIEHHS  JKCIpecc-
M3MEPEHUI CUHTE3UPOBAHHBIX ITOPOIIKOB.

MUKpPOBOIHOBBIA OTKWT NPUBOIAUT K CTa-
OuIM3alMM MapaMeTpoB MOPOLIKOOOpa3HBIX Ma-
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TEpHAJIOB OKCUA IIMHKA U YIYUIICHUIO UX QOTO-
JIIOMUHECIEHTHBIX cBoMcTB. IlokazaHo, dTO
OT)KUT XUMHUYECKH OCaXkJIECHHBIX MOPOIIKOB MHUK-
POBOJIHOBBIM M3JTyY€HHEM MPUBOIUT K BO3pacTa-
HUIO (oTONOMUHECHICHIIMK B paiioHe 415 HwM,
9YTO HUKOTJA HE HAOIIOAANoCh B MOpPOIIKaxX 0e3
MHUKPOBOJHOBOM 00paOOTKH.

OOHapykeHO, YTO TOCIE MHKPOBOIHOBOM
00pabOTKH TMOPOIIKOB OKCHIA ITWHKA, TOJyYeH-
HbIX XMMHYECKUM METOJIOM, Ha CHEKTPaJbHBIX
XapaKTepUCTHKAX HaOMI0AaeTcsd y3KH MaKcH-
MYyM U3JIy4YeHUs ¢ JUIMHOM BOHBI 380 HM, Xapak-
TEpHOW JUISl SKCUTOHHOW JIIOMUHECIICHIMU, U
ralieHle «3€JICHOM TOJIOChDY B  JUAla3oHe
500+580 HMm.
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Influence of conditions for the synthesis of powdered zinc oxide
on its photoluminescent properties
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Experimental results on the use of microwave radiation in the synthesis of powdered zinc oxide
(Zn0) and the study of photoluminescent properties of synthesized powders are presented.
The characteristics of light emission properties of powders with similar characteristics of ZnO
obtained by chemical and hydrothermal deposition are compared. The technological ad-
vantages of the proposed method and the stabilizing effect of annealing on the parameters of
powdery materials, in particular, their photoluminescent properties, are shown.

Keywords: luminescence, microwave radiation, synthesis, zinc oxide.
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