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BIIJIUB JOMIHIOK Te TA Se HA CTPYKTYPY
IHOBEPXHI OKCUAY HEPIIO

OpnepxaHo 00’ eMHI 3pa3ku OKCHIy LIEpiio 3 JoMilIKaMu Tenypy Ta ceneny CeOx+Te
ta CeO,+Se npu pi3HUX TeMmnepaTypax cuHTe3y. JlocIiKeHO CTPYKTYpY oJepiKa-HuX
3pa3KiB METOJJOM PEHTTEHIBCHKOI (hoToeneKTpoHHOI criekTpockorii. (PDC).
KurouoBi cioBa: oxcun Iiepito, XalbKOTEHIAHW, PEHTTEHIBChKa (OTOEICKTPOHHA
CHEKTPOCKOIIs, XIMIUHI CIIOJTYKH

BCTYII [lepmmm  eramoMm  pobotu  OyJo
AHati3 HayKOBUX ITyOJTiKaIlii 3a OCTaHH1 OTPUMAaHHSI 3pa3KiB OKCHUJy IIEpi0 3 JOMIII-
pOKM BKa3zye Ha Te, IO TMOIIYK HOBUX kamu Se Ta Te. [[ns cuHTE3y MarepialiB BU-
MaTtepiajiB Ta TEXHOJOT1H Il 3aCTOCYBaHHS y KOpucTOBYBaM cywmimr mopomkiB CeO2+Se
¢GoToHIlI, MIKpO- Ta HAHOEJEKTPOHINI € ta CeO2+Te B 3amasgHUX aMmyJjax MpU THCKY
HaJ[3BUYANHO aKTyaJbHUM 3aBIaHHSIM cydac- 0.13 ITa. AMmyi moMimaanucs y po3irpity ao
HUX JociiaHukiB. Llepiii Ta ioro okcuau 3Ha- 3aJlaHOi TeMIepaTypu T4, BUTPUMYBAIUCS
WIIUTM TUPOKE 3aCTOCYBaHHS B CydYacHId Ha- 12 rog 1 OXOJIOIKYBIHUCS B PEKHUMI BHUM-
yIIi, TEXHili Ta TpoMUCIOBOCTi. OMHOYACHO kHeHoi  meui.  Temmeparypa  CHUHTE3y
BIJIOMO, IO Il MaTepiaii € HaJI3BUYAIHO cranoBmima 200, 300 ta 400°C. VYwmoBm
MEPCIEKTUBHIUMH JJIs1 3aCTOCYBAaHHS B SIKOCTI OJIepKaHHS 3pa3KiB HaBe/leHi B Tabmumi 1.
MOTYXHOTO  KaTamizaTopa, Yy MaJlWBHUX OTpuMaHi TaKMM YHHOM TOJIKpUCTa-
€JIeMEHTax, B SKOCTI JDKEpel BHUIMMOTO J4YHI 3pa3Ku AOCHipKyBaucs merogom POC.
BUIIPOMIHIOBaHHS Ta B MeauIuHi [1,2]. [Tepen BUMiprOBaHHSIM CIIEKTPIB HarpiBaHHIM
HekpucramiyHi XambKOTC€HIIN 3aBJIISKH o remnepatypu 150 °C y BakyymHiii kamepi 3
CBOIM YyHIKaJbHUM CTPYKTYpPHUM, €JIEKTPOH- MOBEPXHI 3pa3KiB BUIASIIMCS aacopOoOBaHi 3
HUM Ta ONTHYHUM BIIACTUBOCTSM € TaTdop- noBiTpss 3a0pyaHeHHs. BumiproBanus P®
MOIO JJIi HOBOTO €Taly PO3BUTKY (DOTOHIKU CHEeKTpiB  3MAlMCHIOBAIMCA  TpU  THCKY
[3]. BiamoBigHO OKCHI IIEpit0 3 JOMIITKAMH 2x107 Tla. JIns BUMipIOBaHHS BHKOPHUCTAHO
XaJbKOTEHIB T€ Ta Se Moxe OyTH IliKaBUM 3 Al Ka (1486.6 ¢B) mxepeno peHTITEHIBCHKOTO
TOYKH 30py CTPYKTypd Ta  (Di3HUHHUX BUIIPOMIHIOBaHHS (pEHTTeHIBChbKa TpyOKa).
BJIACTUBOCTEH 00’ €KTOM JTOCITII’KEHbB. Crextpu ocnoHux piBHiB Ce 3d, O 1s,
Tomy Meroro gaHoi pobotu € Se 3d, Te 3d ta C Is st KOXKHOTO 13 3pa3KiB
BCTAQHOBJICHHS BIUIMBY JOMIILIOK CEJieHy Ta BHUMIPIOBAJIUCS 3 PO3UIBHOIO 31aTHICTIO 1 €B.
TeNypy Ha CTPYKTYypy okcunay uepito CeO2 3 KyT maninHs npoMeHI0 Ha MOBEPXHIO 3pa3Ka
BHUKOPHUCTAHHSIM  METOAY  PEHTICHIBCHKOI ctaHoBuB 0° (HOpMasbHE MaXiHH).
(OTOENEKTPOHHOT CIIEKTPOCKOTII. Hlupokuii  cmexktp y  JiamasoHi
0-1300 eB Bumipsauit 3 kpoxom 0.5 eB;
METOAUKA EKCITEPUMEHTY BHCOKO-PO3/UIbHI CHEKTPU OCHOBHHUX pPiBHIB

Ce3d, O1s, Se3d, Te3d tTa Cls
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BumiproBanucs 3 kpokom 0.05 eB. Jliamazonu
BUMIPIOBaHHA KPHBHX JUIS €JIEKTPOHIB 3

OCHOBHHMX pIBHIB BH3HAYaJIHUCS 3 IIHPOKOTO
CIIEKTpY.

Tabmuug 1
[TapameTtpu onepxaHHs 3pa3KiB
Ne 3paszka Cknan Temneparypa | Yac cunresy,

cunresy, °C roj
1 CeOz2 (40 mr) + Te (20 wmr) 200 12
2 CeO2 (40 mr)+ Te (20 mr) 300 12
3 CeO2 (40 mr)+ Te (20 mr) 400 12
4 CeO2 (40 mr) + Se (20 mr) 200 12
5 CeOz2 (40 mr)+ Se (20 mr) 300 12
6 CeO2 (40 mr)+ Se (20 mr) 400 12

CnexTpayibHI KpUBI OCHOBHHMX pIiBHIB
IIpU PO3KJIaIaHH] Ha KOMIIOHEHTH (IIpoLeaypa
¢ditunary) omucyBamucs (yHkiiero Boiita 3
¢onom tumy Hlupami.

PE3YJbTATH TA iX OBITOBOPEHHSI

A. Oxcuo yepito 3 domiwkoio Te.

Hacammnepen Oyno BHUMIpSHO HIMPOKHIA
peHTreHOhOTOENCKTPOHHMI  criekTp  (Wide
scan) (0-1300eB) jmns  imeHTHiKamii
XIMIYHOTO CKJIaly 3pa3KiB Ta BHU3HAYCHHS
Jiarma3oHiB BUMIPIOBaHHS CIIEKTPIB OCHOBHHUX
PIBHIB BHUSIBJICHUX XIMIYHUX eneMeHTiB. [lami
cektpu ocHoBHux piBHiB Ce 3d, O 1s Ta
Te 3d gocmikyBanucs AeTanbHine. AHami3
BUMIPSHUX CIEKTpiB MI0Ka3aB., 110
TEMIIepaTypa CHHTE3y 3pa3KiB OKCHILY IIEPito 3
JIOMIIIIKOIO TETYpy MaJio BIUIMBA€E HA XIMIYHI
3B’SI3KH MiX aToMamH, KOHKpETHa
3aKOHOMIPHICTh HE CIIOCTEPIraeThCsl.

Amnaiiz mikiB ocHoBHoro piBas Ce 3d
ycix Tprox 3pas3kiB CeOz+Te nokasye, 1o mik
Ce 3d yTBOpIOETBCS HAKIQJaHHAM TPHOX
KOMIIOHEHT TIpH eHeprisix 3B’sa3ky 898.0,
888.5, 882.5 eB (puc.1), sxi MOKHA TIOB’SI3aTH
3 atomamu Ce* ta Ce*" [4,5].

®itunr criekTpy ocHoBHOTO piBHS O 1S
JUIs 3pa3KiB OKCHAY LEpil0 3 JOMIIIKOIO
Tenypy (puc.2) MOKa3ye HasBHICTh JBOX
CKJIIQJIOBUX, Tepma 3 SKux, 3 Ew=528.9—
529.3 eB, BiAmoBimae KHCHIO Yy CIOJYIN 3
METaJIOM, Y HAaIllOMY BUIAJKy OKCUAY TEIypy.
Jlpyra KOMIIOHEHTa /I PI3HUX 3pa3KiB
BIJIMOBIAa€ PI3HUM XIMIYHUM 3B’SI3KaM. TS
3pas3kiB, cuHTe30BaHux mpu 200°C Ta mnpum
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400°C E3:x=531.6 eB i Mmoxe OyTu moB’s13aHa 3
KUCHEM y cnoiyui 3 kapbonom [6]. IlIpo
HasBHICTb KapOOHY y 3pa3Kax cBilyaTh
UPOKUH creKTp Ta PO crniekTpu OCHOBHOIO
pieas C 1s. [lpyriii xommonenTi miky O 1s
3pa3ka, CHUHTE30BAHOTO npu 300°C,
Bignosigae E:=530 eB, ii MmoxHa noB’s13aTH 3
okcuoM 1iepiro (1V).
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Puc. 1. P® cnektp ocroBHoro piBast Ce 3d
3pazka CeO2+Te, cuHTE30BaHOTO MpHU
T=200°C.

ITixk Te 3d koxuoro 3paska CeOxt+Te
pPO3KIIAA€ThCSl Ha JIBI  KOMIIOHEHTH 3
E:~575.8 eB Ta Esr 572.0 eB. Ilepmry 3 HUX
MOXHa BiTHECTH 10 Okcuay Temypy 1€Oz,
Ipyra, HaliMOBIpHimIe, BIANOBigae 3B’S3KY
Tenypy 3 uepiem y croayit CeTe [6].

b. Okcuo yepito 3 domiwxoro Se.
AHaJOTIYHO BUMIPIOBAIKCS IIUPOKHIA
P® criextp anst koxHOro i3 3paskiB CeO2+Se

1
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(3pasku Ne 4,5,6) Ta cHoeKTpH OCHOBHHX
piuiB Ce 3d, O 1s, Se 3d, C 1s.

PO®C miku ocuoBuoro piBus Ce 3d
3pa3kiB Ce02+Se, cMHTE30BaHUX MPHU PiI3HUX
TeMIlepaTypax, HaBeJCHO Ha puc. 4.
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Puc. 2. P® crekTtp OCHOBHOTO piBHS
O 1s: a) 3pa3ok Ne2; 6) 3pazok No3.

Amnani3 nmokasye, 1mo miku 3pa3kiB Ne 4 1 Ne 6
YTBOpEH1 TphOMa KOMIOHeHTamu. JlJist 3pa3ka
Ne 4 yci tpu kommonentu 3 Es=897.9 eB;
888.1eB Ta 882.1 eB Moxxna BimHecTH 10
okcuay nepito CeO2 [4].
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Puc. 3. P® cmektp OCHOBHOTO piBHS

Te 3d 3pazka CeO2+Te, ozmepkaHOrO

npu T=200°C.
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B)
Puc. 5. P® cniektp ocHoBHOTO piBHA O 1S:
a) 3pa3ok Ne4; 6) 3pazok Ne5; B) 3pazok Neb.

Hiis 3paska Ne 6 mepmry KOMIIOHEHTY 3
E::=898.4 eB MoxHa TOB’s3aTH 3 OKCHIIOM
Ce20s, mpyry, 3 E:x=889.1 eB — 3 okcuaom
nepito CeO2 [5], Tperss KOMITIOHEHTa MOXKeE
OyTH 1MoB’s13aHa 3 ceneHigom nepiro CeSe [6].

ITix ocHoBHorO piBHs Ce 3d 3pa3ka NoS,
cuHTe3oBaHoro mnpu T=300°C, yTBOpeHMii



Uzhhorod University Scientific Herald. Series Physics. Issue 40. — 2016

HaKJIaJaHHIM JBOX ITKIB, K1 TaK caMO MOKHA
moB’si3atu 3 okcugom CeO2 [5].
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Puc. 4. PO criektp ocHoBHorO piBHs Ce 3d:
a) 3pa3ok Ne4; 6) 3pazok Ne5; B) 3pazok Ne6.

T
930 920

PozkiiagaHHs CrieKTpy OCHOBHOTO PiBHS
O 1s 3pa3ka Ne 4, cunTesoBanoro npu 200°C,
MOKa3ye, 0 MK MICTUTh JIBI KOMIIOHEHTH 3
E=530.8 eB Ta E=5289 eB, ski
BiNOBiIat0Th okcuay epiro (I1V) [4].

ITix O1s 3pa3ka, CHHTE30BAaHOTO TIPH
300°C, Takox yTBOPEHUI HAKJIaJaHHIM JIBOX
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ckinanoBux: mepumy 3 Es=532.1 eB moxHa
BimHecTH a0 okcuay Ce203, apyra 3 eHepriero
3B’s13Ky E3x=529.6 eB moB’si3yeTbcs 3 OKCH-
nom CeO2 [6]. Cmig BiAMITHTH, [0 BKJIAJ
neprioi KOMIIOHEHTH YTpu4l OUTBIINN, HiX
apyroi. JIBi xommonentu miky O 1S 3paska,
cunTezoBanoro npu 400°C, MokHa TIOB’SI3aTH
3 yuctuM kucHeM (Es=531.1 eB) Ta kucaem y
cnonyi 3 kapoonom (E:=528.7 eB) [6].
OTxe, mpu BHUCOKIM Temmeparypi CHHTE3y
T=400°C 13 oxcuay UEpil0 BUBLILHIETHCA
KHCEHb, SKWH TicIas BUHAMaHHS 3pa3ka 3
aMITyJIH 3B’ SI3Y€THCS 3 KapOOHOM,
azcopboBanuM 3 nositps. Ilpu npomy nepiit
YTBOPIOE CIIOJYKY 13 CEJIEHOM.

P® criektp ocHoBHOrO piBHsa Se 3d s
3paszka CeO2+Se paszom 3 pe3ylbraTaMu
PO3KJIaJlaHHA Ha KOMIIOHEHTH HaBEJCHUH Ha
puc. 6. ITiku Se 3d koxnoro 3pazka CeO2+Se
MICTHTb OJIHY KOMIIOHEHTY, MPOTE 3 Pi3HUMHU
eHeprisiMu 3B’s13Ky. Tak, s 3paskiB Ne 4 Tta
Ne 6 Ess =~ 54.7 eB 1 xapakrepusye eleKTpOHU
31 cnonyku CeSe [6], mo y3romkyerbes 3
pe3yJbTaTaMy aHali3y MiKy OCHOBHOI'O PiBHS
O 1s3pazka Ne 6. Eneprist 3B’s13Ky eJIeKT-pOHIB
ocHOBHOro piBHs Se3d s 3paska,
cuntezoBaHoro npu  300°C, cTaHOBUTH
55.7¢B, i Bignosigae urcTomy ceieHy [6].
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Puc. 6. PO criextp ocHOBHOTrO piBHs Se 3d:
a) 3pa3ok Ne4; 6) 3pa3ok Ne5; B) 3pa3ok Ne6.

BUCHOBKU
Ha migcraBi  pe3ynbraTiB — aHamizy
JiTepaTypHUX  JaHUX  3JIHCHEHO  BHOIp

napameTpiB ofepxkanns 3paskiB CeO2+Te Tta
CeO2+Se.

BumipsHi  peHTreHO(OTOENeKTPOHHI
cnekTpu ojepxkanux 3paskiB CeO2+Se Ta
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CeO2+Te, amam3 SKHX IIOKa3aB, IO
TeMIIepaTypa CHHTE3y 3pa3KiB OKCH]y LEPIIO 3
noMilkorw Te Maio BIIMBaE Ha XIMIYHI
3B’s3kU. s 3paskiB 3 JOMIIIKOIO CeNeHy
3ayiekHICTh PD crekTpiB Bij Temmeparypu
CHHTE3y BHpa)keHa OisIbllle, MPoTe KOHKPETHA
3aKOHOMIPHICTh HE CTIOCTEPITaEThCS.
@DOTOENIEKTPOHHI CIIEKTPU OCHOBHUX
pisuiB Ce 3d ta Se 3d 3pa3KkiB 3 JOMIIIKOO

CelleHy BKa3ylOTh Ha YTBOPEHHS CIIONyKH
CeSe npu Oyap-sikiii Temrmeparypi CHHTE3Y.
[Ipo yTBOpeHHs Temypuiy IEpilo CBiIYaTh
CIIEKTPU OCHOBHOT'O piBHS eneKTpoHiB Te 3d.

Crnextpu ocHoBHOrO piBHS O 1S 3paskiB
SK 3 JOMIIIKOK Se, Tak 1 3 JOMIIIKOI TEe,
CBilUaTh TPO HASBHICTH y 3pa3Kax CIIOIYK
KHCHIO 3 BYTJIClEM, SKWAW, HaWiMOBIpHIIIE,
azcopOyBaBCs 3 MOBITPA.
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BJIUSAAHUE MMPUMECEM Te U Se HA CTPYKTYPY
IHOBEPXHOCTHU OKCHUJA LHEPUA

[Mosy4deHs! 00pa3iipl okcuaa nepus ¢ npumecsimu tenypa u ceiaena CeOy+Te u CeOy+Se npu
pa3nuuHBIX TeMmIieparypax cuHre3a. [IpoBeleHbl UCCIENOBAHUSI CTPYKTYPhI TONYYEHHBIX
00pa3IoB METOIOM PEHTTCHOBCKON (hOTO3IEKTpOHHOU criekTpockomuu (PDC).
KaioueBble ¢j0Ba: OKCHA  UEpHUs, XaJbKOTE€HHIBI, PEHTIEHO(POTOIICKTPOHHAS
CIICKTPOCKOIUA, XUMUYCCKHUE COCTUHCHUSA
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Te AND Se IMPURITIES INFLUENCE ON STRUCTURE
OF CERIA OXIDE SURFACES

Purpose. The aim of our work is to detect the influence of chalcogenide impurities on the cerium oxide
CeO; structural properties by X-ray photoelectron spectroscopy (XPS).

Methods. To obtain of the samples the mixture of CeO,+Te and CeO,+Se (40+20 mg) powders in sealed
ampoules were kept at a pressure of 0.13 Pa and temperatures of 200, 300, 400°C during 12 hours. Al Ka
radiation (1486.6 eV) was used to measure the XPS core levels spectra of Ce 3d, O 1s, Se 3d, Te 3d and
C 1s with total resolution of 1 eV. Curve fitting was performed after a Shirley background subtraction by
a Lorenzian—-Gaussian method.

Results. Two types of research were conducted: measurements of X-ray photoelectron spectra of CeO,with
Te and XPS spectra of CeO, with Se samples. The analysis of the measured spectra showed that the
temperature of the samples synthesis for cerium oxide with Te has influence weakly on chemical bonds.
For samples with selenium impurities, the dependence of Ce 3d and Se 3d core level spectra on the synthesis
temperature is higher, but no specific pattern was observed.

Conclusions. CeO, + Te and CeO, + Se samples were obtained. XPS spectrum of these samples were
measured. The Ce 3d and Se 3d core level spectra of cerium oxide with Se indicate the formation of CeSe
compound. The formation of cerium telluride is shown by the Te 3d core level spectra. The O 1s core level
spectra of CeO,+Te and CeO,+Se indicate the presence of oxygen-carbon compounds in all samples.
Keywords: Zerium oxide, chalcogenides, X-ray photoelectron spectroscopy, chemical compounds

REFERENCES

1. Shtcerbakov A.B., Zholobak N.M.,
lvanov V.K,, Tretyakov Yu.D., Spi-
vak N.Ya. (2011), “Nanomaterials based
on cerium dioxide: properties and
perspectives of use in medicine”
[“Nanomaterialy na osnove dioxide ceriya:

4. Yan Zhu, Nikhil Jain, Mantu K. Hudait
(2014), “X-ray photoelectron spectroscopy
analysis and band offset determination of
CeO2 deposited on epitaxial (100), (110),
and (111) Ge” Journ. of Vac. Sci. &
Technology B, Nanotechnology and Micro-

svoistva i perspektivy ispolzovaniya v electronics: Materials, Processing,
meditsine™], Biotechnology Measurement, and Phenomena, 32,
[Biotekhnolohiya], iss. 4, 1, 9-28. 011217-1-11.

2. Borisov A.V., Shmyreva A.N., 5. Krawczyk M., Holdynski M, Lisowski W.,
Maximtcuk N.V. (2009), Nanocrystalline Sobczak J.W., Jablonski A. (2014),

cerium oxide films for bioluminescent
sensor systems [“Nanokristallitcheskije
plyonki  oxida tseriya dlya bio-
lyuminestsentnykh sensornykh system™],
Nanosystems, nanomaterials, nanotech-
nology [Nanosystemy, nanomaterialy,
nanotekhnolohiyi], iss. 7, 1, 245-254.

. Popescu M. A. (2000), “Non-Crystalline
Chalcogenides”, Academic Publishers, 377.

97

. Moulder

“Electron inelastic mean free paths in
cerium dioxide” Appl. Surf. Sci., 341, 196-
202.

J.F., ChastainJ. (1992).
Handbook of X-ray  photoelectron
spectroscopy: A reference book of standard
spectra for identification and interpretation
of XPS data. Eden Prairie, Minn: Physical
Electronics Division, Perkin-Elmer Corp.,
255 p.


mailto:moshenec1972@ukr.net

