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HanomaTepuainbl Ha OCHOBE OKCHOB ITMHKA U WHIUA MOKHO MOJUMHUITUPOBATE I[yTEM BHECEHU
100aBOK (MOIU(PUKATOPOB) AJIA TOJIYUYEHHS HEOOXOAWUMBIX SJIEKTPHUUYECKUX WM ONTHYECKHX
CBOMCTB: HAIIPUMED, CIEIUMUIHOCTh STUX HAHOMATEPHUAIIOB 10 OTHOIIEHUIO K TOKCHYHBIM Ta-
3aM 00ecIeYHBaIOT ITOCPENCTBOM MMMobmns3anuu Ha noBepxHoct ZnO u InyOs; HanouacTun
Au, Ag u np. BaxHyio poas pu 5TOM HrpaeT KOHTPOJIb COCTABA ITOTO MATEPUAJIA IJIS YCTAHOB-
JIEHUs1 3aBUCUMOCTH «COMEP:KaHNe MOIM(PUKATOPOB — (PYHKIIMOHAIBHEIE CBOMCTBA». JlaHHas
pabora mocBsIEeHa paspaboTKe METOAMIECKOTO MOAX0a K MHOT03JIEMEHTHOMY OIPEIeIEHHUI0
I06aBOK (1asee 10 TeKeTy — MoAuduKaTopsl) Ag, Au 1 MATPUIHBIX HJIEMEHTOB B HAHOMAaTepHa-
JIaX HA OCHOBE OKCHIOB ITMHKA W WHIWS METOIOM aTOMHO-a0COPOIIMOHHOM CIIEKTPOMETPHH C
anekTporepmudeckoi arommsarmen (ATAAC) u MCTOYHHKOM HEIpephIBHOTO crexrpa. Marpu-
el cuHTe3upoBaHHbIX HaHoMarepuanoB (HM) siBasieTcss COOTBETCTBYIOIIHIA OKCH] C BO3MOJK-
HbBIM Je(DUIIMTOM KHUCIOPOa U3-3a TEMIIepaTypPHbIX yeinoBul cuaTesa (300 — 700 °C), a comepixa-
Hrie Mmoguduraropos (Ag, Au) usmenserca ot 1 1o 3 % macce. Haiinens: Hauboee mogxosiime
YCIIOBHS ITUPOIU3a ¥ ATOMHUBAIUH /IS [IOCIEeJ0BATEIEHOI0 MHOTO3JIEMEHTHOTO aTOMHO-a6cop6-
[MOHHOTO AHAJIM3A: TeMIIeparypa IIUPoJin3a Ipy omnpeaenenuu Ag, Au (s oboux okcuaos), In
u Zn cocrasmsger 1000, 1600, 1200 u 900 °C cooTBeTCTBEHHO; TeMIepaTypa aTOMHU3AIUN TIPU
onpenenennu Ag, Au (myss HM na ocHoBe okcuna uumus), Au (s HM Ha ocHoBe oKcuma 1TuH-
ka), In u Zn — 1800, 2200, 2100, 2200 u 1500 °C coorBercTBeHHO. [0CTUTHYyTa TOYHOCTH OIPE-
nenenns aHamuToB 1 -4 % ora. IlpaBuipHOCTE pe3ynbTaToOB IOATBEPIKAEHA METO0M
Macc-CIIEKTPOMETPHH C MHIYKTUBHO-CBA3aHHON m1asMoi. PaspaboTanHas METOAMEA IT03BOJISIET
KOHTPOJIMPOBATH COCTAB CHHTE3NPOBAHHBIX HAHOMATEPHUAJIOB I UX 0osee 5(hh)eKTUBHOTO HpH-
MEHEHUsI B IIPOU3BOCTBE XUMHUYECKUX CEHCOPOB IIPH OOHAPY:KEHUN TAKUX BPEIHBIX COEIHMHE-
uani, kak CO, NOy, NHj;, a Tax:xe B dhoTOBOIBTANKE.

KiroueBsble cioBa: aToMHO-a0COPOIIMOHHASA CIIEKTPOMETPHS BBICOKOTO Pa3PEeLIeHusT; SIEKTPO-
TepMUYECKas aTOMHU3AITUS; UCTOUHUEK HEIIPEPhIBHOIO CIIEKTPA; HAHOMATEPUAJIBI; OKCH/I ITMHKA;
OKCHJI MH/IUST; MOAU(PHUKATOPBL
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The properties of nanostructured materials based on zinc and indium oxides can be modified by adding al-
loying elements to obtain the necessary electrical or optical properties. For example, the specificity of the
chemical properties of ZnO and In,Oj for the determination of toxic gases is achieved by immobilizing Au,
Ag, etc. nanoparticles on their surface. Control of the material composition plays an important role in de-
termining the dependence between the dopant content and functional properties of the materials. The
study is aimed at the development of a methodical approach to the multi-element determination of cata-
Iytic dopants (Ag, Au) and matrix elements in nanostructured tin and indium oxides atomic using contin-
uum source graphite furnace atomic absorption spectrometry (HR CS GFAAS). The matrix of the synthe-
sized nanostructured materials (NM) is formed by the corresponding oxide with possible oxygen deficiency
occurred due to the temperature conditions of synthesis (300 — 700°C), and the content of additives (Ag,
Au) being varied from 1 to 3 % wt. Pyrolysis and atomization conditions for sequential multi-element
atomic absorption analysis are determined. The most suitable pyrolysis temperatures upon HR CS
GFAAS determinations of Ag and Au (for both In and Zn oxides), are 1000, 1600, 1200 and 900°C, respec-
tively. The most suitable atomization temperatures for ETAA-NIS determinations of Ag, Au (for indium
oxide based NM, Au (for zinc oxide based NM), In, and Zn are 1800, 2200, 2100, 2200, and 1500°C, respec-
tively. The accuracy of analyte determination reached 1 -4 % rel. The correctness of the results was
proved by inductively coupled plasma mass spectrometry. The developed method provides control of the
composition of synthesized nanostructured materials for their more efficient use in photovoltaics, as well
as in production of chemical sensors for detection of harmful compounds like CO, NO,, NH;.

Keywords: high resolution atomic absorption spectrometry; electrothermal atomization; continuum

source; nanomaterials; indium oxide; zinc oxide; modifiers.

BBenenue

IIpumenenne nanomarepuanos (HM) Ha ocrHoBe
TIOJIyIIPOBOAHUKOBBIX OKCHIOB ITMHKA W HHIAI B
COJTHEYHOH DHEPTETHUKE, B CO3JAHUHM BBICOKOUYB-
CTBUTENbHBIX Ta30BBIX CEHCOPOB, YCTPOWCTB CIIHMH-
TPOHUKKA W BO MHOTHX APYTHX 00JACTIX COBPEMEH-
HOH WHIYCTPUHU YPE3BBIUANHO aKTyaJIbHO. OTH OK-
cuzmbl, 00aamarmIue OCOOGEHHOM KPHUCTAILIMYECKOM
CTPYKTYPOH M YHUKAJIHHBIMH IIOIYIIPOBOJHUKOBBI-
MH, TbE30- U MHPOIIEKTPUIECKUMH CBOHMCTBAMH,
XapPaKTePU3yITCs BHICOKMM 3HaYeHHEeM K03 uIru-
€HTa IIPOIYCKAHUA B BUJUMOH 00JIaCTH 3JIEKTPOMATr-
HHUTHOTO CIIEKTPa ¥ HU3KUM DIIEKTPHUYECKUM COIIPO-
tuBneHneM — mnopsaaka 1072 — 10 Owm - em [1], uTo
TIPeopesieNideT WX BBICOKYI BOCTPEOOBAHHOCTD.
Y IbpTpagucIiepCcHbIe TOPOIIKA HAHOMATEPHUAIOB II0-
JIyIPOBOJHUKOBBIX OKCHJIOB 00JIaaf0T CEHCOPHBIMI
XapaKTePUCTUKAMHE, IIPEBOCXOAINIUMHA COBPEMEH-
HbIE aHAJOTH, BHICOKOH [OJITOBPEMEHHOU CTaOWUIIh-
HOCTBIO TAPaMeTPOB Mpu paboTe B IMIMPOKOM JHATIA-
30HE yCJIOBUU OKpYsKalolled cpeabl.

MerannookcuaHble IIOJYIPOBOJHUKH B HAHO-
KPUCTALIMIECKOM cocTosTHUU — InyOs, ZnO ussect-

Hbl B KadeCTBe UyBCTBUTEIbHBIX JIIEMEHTOB XU-
MUYECKUX TA30BBIX CEHCOPOB PE3UCTUBHOTO THUIIA.
JlocTonHCTBAMY HOJIYIPOBOSHUKOBBIX XUMUIECKUX
ra30BbIX CEHCOPOB ABJIAIOTCA HX BBICOKAS IyBCTBU-
TEJIBHOCTh, HUBKOE JHEPromorpebieHre W MUHHA-
TiIopHOCTh. Ho 710 cux mop momo6HbIe ceHCOphI HAXO-
IUIN JUIIb OTPaHWYEeHHOe IpUMeHeHWe W3-3a HU3-
KOH CEJIeKTHBHOCTHU. ¥ CIOKHEHNE XUMHUYECKOTO CO-
CTaBa U CTPYKTYPHI METAITIOOKCHAHBIX IIOIYIIPOBO-
HUKOBBIX ra304yBCTBUTENBHBIX MaTepHuajoB
II03BOJISIET B 3HAYUTEIBHOH CTEIIEHU ITOBBICUTH Ce-
JIEKTUBHOCTH CEHCOPOB Ha UX OCHOBe [2, 3].
Hanomarepuanbl Ha OCHOBE OKCHIOB ITMHKA H
WHIUA MOKHO MOIU(HUIINPOBATH BBEIEHHEM pas-
JUYIHBIX M00ABOK IS IIONYYEeHHS HEOOXOIUMBIX
9MEKTPUIECKUX WKW OINTHYECKHX CBOUCTB: HAIIPH-
Mep, cueruduaHocTh 3THX HM 110 OTHOIIEHHIO K
TOKCHYHBIM ra3aM 00eCIeYHuBaT IMyTeM HMMOOHUJIH-
sanuu Ha noBepxHocTH ZnO u Iny,O; mHamouacTun
Au, Ag u 1p. [4 - 6]. Ba:xuyro posib Ipu 9TOM UTPaeT
KOHTPOJIb COCTABA 9TOTO MaTepuaa Ajs yCTAHOBJIe-
HUS 3aBUCUMOCTH «COZIePKaHue MOIU(PHUKATOPOB —
(yHKIIMOHATBHBIE CBOHCTBA» [7].
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Ciremyer OTMETHTH, YTO XHMHYECKHE CII0COOBI
MTOJIyYEeHMsI HOBBIX MAaTEPHAJIOB HE MOTYT TapaH-
THPOBaTh KOJIUYECTBEHHBIM M BOCIPOM3BOAMMBIN
repeHoc MogM(uKaTopa Ha MaTpuily. B pesyiabrare
ero cojiep:KaHue B KOHEYHOM IIPOAYKTE MOKET 3Ha-
YUTEIBHO OTIWYATHCA OT BHECEHHOTO IIPU CUHTE3E.
Ilna xapakTepusaluu HOBBIX MATEPHUAJIOB dYallle
BCEr0 WCIIOJIL3YIOT METOH SHEPrOIUCIIEPCHOHHOM
perTreHoBckol cnexkrpockonuu (A PAC) [8, 9]. Ox-
HAKO Pe3yJIbTaTbl KOJUYECTBEHHOTO aHAIN3a DTUM
METO/IOM 3aBUCAT OT COCTOSIHHUS ITOBEPXHOCTH U IIO-
pucrocTu o6pasiia, MUKPOHEOTHOPOIHOCTH, cOCTaBa
matpuibl. YacTh haKTOPOB MOKHO y4eCTh, UCIIOJIb-
3ys CTaHmapPTHBIE 00pPA3IIbI COCTABA, HO IJI HOBBIX
MaTepUaiOB Takue 00pasilbl OTCYyTCTBYIOT. Kpome
TOrO, IMPUBOAMMBIE PE3yJIbTATHI AHAIN3A, KAK IIpa-
BHJIO, HE BKJIOYAIOT METPOJOTHYECKHUX XapaKTepH-
CTUK W MOTYT CIY:KHTh TOJBKO JJIS IIPUMEPHOMH
OIIEHK! COJIep:KaHUd KOMIIOHEHTOB. PanHee Hamu
ObLI IIPEJJIOKEH HOBBIM IOAXO/ K OIpeae/eHu0 Au
u Co B OpoIIKoBbIX cycrnensusx SnO, 6e3 pasio:xe-
HHA METOIOM aTOMHO-a0COPOIIMOHHOM CIIEKTPOMET-
PUH BBICOKOTO PAa3PEIIEeHUs C BIEKTPOTEPMUIECKOM
aromusamueii (OTAAC) ¥ MCTOYHUKOM HEIIPEPHIB-
Horo criekrpa [10]. BaskHoe mpenMyIiiecTBo JaHHOTO
MEeTOIa B TOM, YTO C IIOIPEIIHOCTBI0 He Oosee 4 %
MBI OIpeIeauIu He ToIbKo nobasku 0,3 % Au u 4 %
Co, HO ¥ MakKpokoMIIOHeHT Sn B obpasmax. [loka-
3aHO, YTO OIpeie/ieHrne MOKHO IIPOBOAUTD I10 CTAH-
MAPTHBIM SJE€MEHTHBIM PpPACTBOPaAM CpaBHEHU:A, a
MPABUILHOCTh PE3YJILTATOB IOATBEPHkKIEHA C II0-
MOIIBbI0 AHAJIK3a PACTBOPOB IIPO6 IIOCIEe PasJjIoiKe-
uus merogom MCII-MC. JlaHHbI MeTOH yCITEIIHO
WCIIOIb30BAH HAMH IIPU aHAIN3e MATEePHUAIOB Ha
ocuoBe ZnO merogom PPA-ITBO [11] u gisa onpene-
nenud 3omora [12].

B nmamHoit pa6ore mpejioeH IOAX0] K MHOIO-
97IEMEHTHOMY OIIpefieIeHHI0 MOAN(UKATOPOB (Ag,
Au) u marpuunbix s;memenToB (In, Zn) B mamomare-
puanax Ha OCHOBE OKCHUIOB ITMHKA U UHIUA METOIOM
ITAAC BBICOKOrO paspelleHus C MCTOYHHUKOM He-
MPEPLIBHOTO CIIEKTPA C MIPUMEHEHHEM COBPEMEHHO-
r0 MPOTPAMMHOTO O0ecliedeHus, KOTOPhIH ITO3BOJIA-
er J0OUTHCA METPOJIOTHUYECKUX XAPAKTEPUCTUEK OIl-
peleneHus, yI0BIeTBOPIOIINX TpeboBauusiM pabo-
TBI ¢ HAHOMATEPUAIAMH.

JKCIIEepHMEHTATBLHAS 9aCTh

Pacmeopui, peazenmut u 06vekmul uccnedosa-
Hus. OOBbeKTaMH aHATUTUYECKOTO HCCISTOBAHUSI
SIBJISIOTCA HAHOMATEPUAJILI HA OCHOBE OKCHIA IIWH-
KA W OKCHOa HHIWS, MOAU(UIIHPOBAHHBIE 100aB-
Kamu Au u Ag 1 CHHTE3UPOBAHHBIE B IIPOIECCE Pac-
MBUINTEIBHOrO IIHMPOJIN3a IPEKYyPCOPOB B ILIAMEHHU
[13, 14].

s monmydyeHus: rpagyHpPOBOYHOM 3aBHCHMOCTH
PAcCTBOPBI CPABHEHU TOTOBU/IH IIyTeM pasbaBIeHus

MCXOMHBIX CTAHAAPTHBHIX 00pasIoB ¢ KOHIIEHTPALIH-
et 1000 mr/n (High-Purity Standards, CIIIA) 2 %-
umou HCL.

JlenoHU3UPOBAHHYI0 BOAY C YIEIbHBIM COIIPO-
tuBiieHueM 18,2 MOM - ¢M MOJIy4asu ¢ UCII0Ib30Ba-
uueMm cucrembl Barnstead Nanopure Analytical
(Thermo Scientific, CIIIA).

IIpu omnpepenenvu Ag, Au u In wmetomom
ITAAC ¢ WCTOYHMKOM HEMPEPHIBHOTO CIIEKTPA
HCIIOIb30BAIM XuUMuYeckuii momudurarop 0,1 %
Pd(NO;), mpomssomcrsa High Purity Standards
(CIITA), a mpu ompenenennu Zn — cmech 0,1 %
Pd(NO;)y u 5 % Mg(NOs), B coorromrernuu 100:1.

IIpo6sr pacrBopsanu B azorHoit (65 % GR ISO,
Merck) u comsnoi (37 % GR ISO, Merck) xucimorax.

Annapamypa. B pabore HCIOIB30BaIH aTOM-
Ho-abcopbuounsIii crexrpomerp ContrAA 600 c
KMCTOYHHKOM CIuIomHoro crexrpa (AnalytikJena,
Il'epmanms), KOTOPBIH OCHAIIEH KCEHOHOBOM JIAMIION
C KOPOTKOM Jyro#, CO3JAIIEH Topsadyio (POKYCHYIO
TOYKYy (ropsdee IATHO), JBOMHBIM MOHOXPOMAaTOPOM
¢ BBICOKOM paspemarorieii criocobnocreo u CCD-
merexropoM. KomOuHaAmms OBYyX MOHOXPOMATOPOB
(c mpuaMoit u TUPPAKITMOHHON PEIIEeTKOHN JIIese)
obecnieunBaer pasperenue A/AAN = 145 000, aTo co-
OTBETCTBYET IIOJNYyYEHUI0 CIIEKTPAIbHON IIIUPUHBI
JUHAY <2 IIM HA OUH JJIEMEHT n300pakeHus (IuK-
cenb) npu AyuHe BoaHBI 200 HM.

Cucrema mmeuu cHaOKeHA rpadUTOBOM TPYOKOH C
KOHTAKTHBIMH ILIOIAMKAME (C BHEIITHEH CTOPOHBI)
IV PAaBHOMEPHOTO IIOIEePeYHOr0 Harpesa. jRumpkme
obpastsr BBoguau mukpomosaropom MPE 60 (Ana-
lytik Jena, I'epmanus). B xauecrBe mpomyBO4YHOTO
raza ¥ 3alldTHOTO ras3a WCIOJIb30BAIH AapProH
(99,998 %, HUU KM, Poccus).

IIpaBunbHOCTD pesyabraToB anamuza HM koH-
TPOJUPOBAIA C TOMOIIBI0 KBaAPYIOIBHOTO MAacc-
CIIEKTPOMEeTpa € HHIAYKTUBHO-CBI3aHHOU ILJIA3MOM
Agilent 7500C (fAmonwus) ¢ mporpaMMEbIM obecrede-
urem ChemStation (Bepcus G1834B) software pa-
ckage (Agilent Technologies). Ilapamerps! mpu6opa
ykasaHbel B pabore [15]. OmnpezmeneHue saeMeHTOB
npoBoguan 1o msoromam 97Au, 107Ag, 109Ag 667n,
687n, 113In, cBOGOMHBIM OT ITOJUATOMHBIX M U3006ap-
HBIX HAJIOMKEHUH B BHIOPAHHBIX YCIOBUIX.

[l TpPHUTOTOBIEHUS PACTBOPOB CPABHEHUA U
pasbaBiieHns aHATU3UPYEMBbIX PACTBOPOB HCIIOIH30-
Baiu jposatop oobemom 100 — 1000 MEn mpousBoOI-
crBa LabMate (Ilonbmra), mosaTopbl oobemom 1 —
5 v u 20 — 200 mix Thermo Scientific (JIeumumer),
onuopasoBbie HakoHedHuku (VWR, CIIIA), rieaTpu-
(y:KHBIE MOIUIIPOIIUIEHOBBIE MPOOUPKHA 00BEMOM
15 ma (Greiner Bio — One GmbH, I'epmanmus),
mukponpobupku (Eppendorf) ob6wemom 2 mi. O6-
pasibl B3BelIuBaIM HA Becax Sartorius 1702MP8
(I'epmanus) ¢ TourocThio B3BemmBauus +0,1 mr.
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Puc. 1. 3aBucumocTs abcopbUHy HIEMEHTOB OT TEMIIEPATY-
pbI muponusa npu onpeznenernu meroxoM JTAAC ¢ ucrounu-
KOM HEIIPEepPHIBHOTO CIIEKTPa

Fig. 1. Dependence of the absorbance on the pyrolysis tem-
perature for the elements determined by HR CS GFAAS

Ilo0zomoska u anaaus npob HAHOMAMEPUALO8
na ocnose ZnO u In,O; Hapecky mpobbl maccoi
0,002 - 0,004 r momemanu B TOJUIPOIUIEHOBYIO
Mpo6UPKYy 00BeMoM 2 MJT ¥ 00aBJIstIn 1 MJI IIAPCKOH
Boxku. Ilocie OKOHUAHWS peakiuu PacTBOP pas-
0aB/ISIIM [EeMOHM3WPOBAHHOM BOJOH TaK, dYTOOBI
KOHIIEHTPAIUA DJIEMEHTA-OCHOBBI HE MPEBBIIIATIA
1000 mir/m. PacrBopenue 06pasiioB B 1apcKoi BOJI-
Ke VI OIpeesieHus 30J0Ta U cepedpa B 1eNIIx WH-
TeHCU(UKAITAY TPOBOAUIN B YIABTPA3BYKOBOU BaH-
He Sonorex RK (Bandelin, I'epmanus).

Ilna BeIbopa ammapaTypHBIX PEKUMOB OIpeie-
JIEHWS aHAJIUTOB B MP00axX WCIIONH30BAIH COJITHO-
KHCJIbIEe MOJIeIbHBIE PACTBOPBHIL:

1) pacrBop, comepskariuii 500 MKr/nm crau-
JapTHOro pacTBopa wHAudI W 1Mo 50 MKr/m 3oi0Ta u
cepebpa;

2) pacrBop, comepsarnuit 500 MKr/1 craHmapt-
HOTO pacTBopa IuHKa 1 50 MKr/1 3070Ta.

Conep:xanre 3J€MEHTOB B MOMEIBHBIX PaCTBO-
pax KOppeaupoBalO0 C COMEp:KAaHWEM B PeaTbHbBIX
npobax: masa Iny,O; — 50 mrr/m Ag, 50 mr/a Au,
500 mer/n In; gma ZnO — 50 mer/n Au, 500 MEr/in
Zn.

IIpo6e! BhICymIMBATH B COOTBETCTBUH CO CTaH-
JIApTHOHM MPOrpaMMoii CIIeKTpoMeTpa, 4To obecreyu-
BaeT IIOJIHOE BBICYIINBAHYE aTUKBOTHI €3 KUTIeHH
¥ TIOJydYeHHe Pe3ybTATOB U3MEPEHUs C BHICOKUMU
TI0Ka3aTeIIMU TIOBTOPAEMOCTH.

Jl1s1 oreHKy mpemesioB OOHAPY:KEHHUs aHAJIUTOB
WCIIOTb30BAIM PACTBOP KOHTPOJIBHOTO OIBITA —
2 %-upiit pacteop HNO;. Ilo pexomenmarmu Me:x-
IyHapomHoro corosa mpukmanHoi xuvuu WIOITAK
[16 — 18] mpemenbr oOHApPYIKEHHS JJIEMEHTOB pac-
CUHMTBHIBAIU 10 3S-KpuTepuio 171a 10 napamienbHbIX
ompejie/IeHU# TOMPABKU XOJOCTOTO oOmbITa. Jlis
OIIeHKH IpenesoB ompexpenenus meromom OTAAC

0,35
—0—¢.
0,30 / —° -y .//‘\ =%
/ e
/ / Ve
LI, £ ]/ e

/ / .I "~ —0®=— Au (In

D [ 4
=0=Au (Zn
0,15 ¢ / // L
J ¢ / —e—In
—0—7Zn

0,10
1000 1200 1400 1600 1800 2000 2200 2400

Temneparypa aTromusaiuu, °C

Puc. 2. 3aBucumocTh a6COPOIMH SIEMEHTOB OT TEMIIEPATY-
pbt aromusanuu npu onpenenennu merogom OTAAC c uctou-
HHUKOM HEIPEPBIBHOTO CIIEKTPA

Fig. 2. Dependence of the absorbance on the atomization
temperature for the elements determined by HR GF AAS

C MCTOYHHUKOM HEIIPEPBIBHOTO CIIEKTPA HCIIOIb30Ba-
JIM TAKWe jKe MOJeNIbHbIe PACTBOPHI, KAK W MPU BbI-
Gope ammaparypHbIX peskuMoB. MomenabHbIH pac-
TBOP BHOCHJIM B 3JIEKTPOTEPMHUYECKHI aTOMH3ATOP
¥ U3MEpSUIM TIOTJIONIEHME OMpPeesIieMbIX dJIeMeH-
ToB. Iloromenue, moaydeHHoe OT JAHHOTO (DOHO-
BOTO pacTBopa (XOJIOCTOTO OIIhITA), WCIIONB30BAIN
IIPH pacyere IPeaeoB ONpPeae]eHHs AHAIUTOB II0
10S-xputepuio s 10 mapannenbHBIX H3MEpPeHUH
curHasa (pOHA OT IPUTOTOBJIEHHOTO MOIEIHLHOTO
pacrsopa.

O6cy:xnenue pe3yabTaTOB

Obwuii xumuneckui cocmasg HaAHOMamMepuUaL08
na ocrose ZnO u Iny,Os; Marpurieii cUHTE3UPO-
BaHHBIX HOBBIX MATEPHUAJIOB SBJISETCA COOTBET-
CTBYIOIIMH OKCHJ C BO3MOKHBIM JAe(UITUTOM KHCJIO-
poma u3-3a TeMIepaTypHbIX ycaoBui cuaTesa (300 —
700 °C), a comep:xxanue moguduratopos (Ag, Au)
cocraBisgetT oT 1 1o 3 % macc.

Buwibop annapamyprulx pescumos 04 onpede-
aenus anaaumog. llomydueHHbIE SKCIIEPUMEHTANH-
Hble JaHHBIE 110 YCTAHOBIEHHUIO TEMIIEPATYp ITHPO-
33 aHAJIUTOB IPEICTABIEHBI HA pHC. 1.

W3 pmammbix puc. 1 BUAHO, 4YTO Hawboyiee IIOJ-
XONANAMH TEMITEPATYPaAMHU CTAJWHU THPOJIU3a TTPU
ompenenenun Ag, Au (s oboux oxcumos), In u Zn
merogom OTAAC ¢ HCTOYHHKOM HEIPEPHIBHOTO
criekrpa asigiorca 1000, 1600, 1200 u 900 °C
COOTBETCTBEHHO.

JKcllepuMeHTaTbHbIE JaHHbIE II0 YCTAHOBIIE-
HUI0 TEMIIEPATYpP aTOMHU3AINYU aHAJIUTOB IIPEICTAB-
JIeHBI Ha puc. 2.

W3 puc. 2 BugHO, uT0 HaUbOIEE MOAXONAIINME
TeMIlepaTypaMu CTaIWKM ATOMH3AIUU TIPU OIpese-
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Ta6mauma 1. TemmeparypHo-BpeMeHHas mporpamma orpeaenenns aHaauToB MerogoM JOTAAC ¢ MCTOYHUKOM HEMPEPBIBHOTO

CIeKTpa

Table 1. Temperature-time program of analyte determination using HR CS GFAAS

Cragus
(hﬁ:;ii;) BeicymnBanue ITuponus Aromuzanus Ouncrra KIOBETHI
T,°C T, C T, °C T, C T, °C T, C T, °C T, C
Ag 80 20 350 20 1800 11 2450 5
90 20 1000 12
110 10
Au (In) 80 20 350 20 2200 8 2450 5
90 20 1600 19
110 10
Au (Zn) 80 20 350 20 2100 10 2450 5
90 20 1600 19
110 10
In 80 20 350 20 2200 11 2450 5
90 20 1200 13
110 10
Zn 80 20 350 20 1500 7 2450 5
90 20 900 36
110 10
Ta6auna 2. IIpenenst o6HAPYKEHUS, OPEAETIEHI U IaPAMEeTPhI IPAIyHPOBOYHBIX 3aBUCUMOCTEH
Table 2. HR CS GFAAS: calibration parameters, detection and determination limits
Amnanur (Matpuna)
[Tapamerpsr
Ag Au (In) Au (Zn) In Zn
JlnuHa BOIHBI, HM 328,068 242,795 303,935 213,857
LOD, mer/mn 0,1 0,2 0,5 0,03
LOQ, mEr/ma 0,5 0,9 0,8 1 0,08
JIuHeHHbIN Arana30H, MKT/MII LOQ-20 LOQ-100 LOQ-100 LOQ-1
KosddunuenTs: Koppensnumn 0,9902 0,9991 0,9919 0,9982

neann Ag, Au (mms HM ma ocHOBe okcuma MHOHA),
Au (mms HM ma ocmoBe okcupa nuHEa), In m Zn
spisorea 1800, 2200, 2100, 2200 u 1500 °C coor-
BETCTBEHHO.

O6006111eHHbBIe PE3YIbTATHI II0 YKCIIEPUMEHTAIb-
HO YCTAHOBJIEHHBIM YCJIOBHUSAM OIPEJeTIeHus die-
meHToB MeToqoM JTAAC ¢ UCTOUHHUKOM HEMPephIB-
HOTO CIIEKTPa IPeCTABIEHBI B TA0I. 1.

IIpedenwt o6Hapyxcerus, npedeavt onpedeserus
u napamemput zpadyuposouroii sasucumocmu. C
HCIIOJIb30BAHWEM (POHOBBIX PACTBOPOB WM MOJIENTh-
HBIX TP00 oreHuan npemensl obuapy:xenns (LOD)
u onpegnenenusa (LOQ), kKoropble HapsAY C TapameT-
paMu rpaJiyupoOBOYHBIX 3aBUCUMOCTEH IIPUBEEHDI B
Tabm. 2.

Onpedenenue anaaumos memodom ITAAC ¢
UCMOYHUKOM HEenpepuléHoz0 CneKkmpa 6 Mo0oeib-
HbLX CMeCcAX U Hanomamepuaaax wa octose ZnO u
In,0; OTMeueHO OTCYTCTBHE MATPUYIHBIX HHTEP(e-

PEeHIMiA, 0 YeM CBUIETEIbCTBYIOT PE3yabTaThl aHAa-
JIN3a, IIPUBeeHHbIe B Ta0. 3, 4 HAPALY CO CIIeKTpa-
Mu 06pasios. U3 mpecraBieHHbIX CIIEKTPOB BUIHO,
4TO BOJIM3Y aHATTUTUYECKUX JIUHUM OTCyTCTBYIOT Ka-
Kue-JIn00 JIMHUK IPYTUX DJIEMEHTOB.

CorsracHO  IOJMYyYEeHHBIM pesyjbraraMm  (CM.
Tabi. 3, 4) onpenenenne Ag, Au, In u Zn B Mmomens-
HbIX oOpasmax HM BO3MOMHO C OTHOCUTEIBHBIM
craugaptabiM oTrinonenrem (OCKO) 3,2, 3 u 3%
COOTBETCTBEHHO.

PacrBopuB mpo6bI 110 OMMCAHHOM BBIIIE METOU-
K€ ¥ WCIOJb3ysd YCTAHOBJIEHHBIE TEeMIIePATyPHO-
BpEMEHHbIe YCIOBHS ompemenenus (cMm. Tabi. 1),
pacTBOphI TPOO HAHOMATEPHUAIOB HA OCHOBE OKCH-
OB IIMHKA W WHAWA HPOAHAIM3WPOBATIHA METOOM
ITAAC ¢ nucTOYHHKOM HEPEePBhIBHOTO CIIEKTPA.

Ilonyuenuble pesyabTaThl IMIPEACTABICHBI B
Tabs. 5: [IA KOHTPOJIA WX MPABUIBHOCTH 00Pa3IIhI
Tak:ke npoananusuposaan merogom UCII-MC.
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Ta6auna 3. Pesynbrare: onpenenenus Ag, Au u In meromom 9TAAC ¢ HCTOYHHKOM HEIIPEPBIBHOTO CIEKTPA B MOJEIHHBIX CMe-
CAX Ha OCHOBE OKCH/A MH/UA

Table 3. The results of HR CS GFAAS determination of Ag, Au and In in the indium oxide based model mixtures

Ananur Beeneno, MEr/n Haiineno, Mxr/n 3D-criekTp
50 50,0 = 1,6
Ag
45 450 = 1,3
50 501
Au
45 45 =1
500 500 = 16
In
400 400 = 12

Ta6auna 4. PesynpraTs! onpenenenus Au u Zn MetonoM OTAAC ¢ nCTOUHUKOM HEIIPEPHIBHOTO CIIEKTPA B MOJEIHHBIX CMECAX
Ha OCHOBE OKCH/a IIMHKA

Table 4. The results of HR CS GFAAS determination of Au and Zn in model zinc oxide based mixtures

Ananur Bseneno, Mir/n Haiineno, mxr/n 3D-cnextp
50 50 £1
Au
45 45,0 = 0,9
500 500 = 15
Zn
400 400 = 10

Ta6auma 5. Pesynbrarer onpenenenus anaautos (% mace.) B HM merogamu OTAAC ¢ uCTOYHMKOM HEITPEPBIBHOTO CIIEKTPA U
HUCII-MC (n = 4; P = 0,95)

Table 5. The results of analyte determination (% wt.) in advanced nanomaterials using HR CS GFAAS and ICP-MS methods
(n =4;P =0.95)

Howmep npobsr 9TAAC HCIT-MC

(marpua) Ag Au In Zn Ag Au In Zn
1 (Iny,04) 0,24 0,39 82 — 0,23 0,40 82 —
2 (Iny05) 0,28 0,40 85 — 0,29 0,40 86 —
3 (In,O5) 0,22 0,42 84 — 0,22 0,41 85 —
4 (Iny0O4) 0,25 0,38 81 — 0,25 0,37 79 —
5 (Iny,O5) 0,28 0,39 85 — 0,27 0,38 84 —
1 (ZnO) — 3,7 — 79 — 3,8 — 79
2 (ZnO) — 3,5 — 81 — 3,4 — 80
3 (ZnO) — 3,8 — 80 — 3,8 — 81
4 (ZnO) — 4,0 — 76 — 4,0 — 76
5 (ZnO) — 4,2 — 80 — 4,3 — 80

IIpumeganue. OCKO gua OTAAC ¢ HcTOYHHKOM HENPEPHIBHOTO CIIEKTpa coctasudeT 1 —4 %.
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Kak BumHO 13 Tabi. 5, moyd4eHHbIe pesyIbTaThl
CBUIIETEIBCTBYIOT 00 YCITEIIHOM OIIPENeNIeHHH Kak
Moaucuraropo, Tak u Marpunsl (Ag, Au, In B
Iny,O5 u Au, Zn B ZnO) metonom OTAAC ¢ ucrounu-
KOM HeIpephIBHOTO cmeKTpa. M3 comocraBmenus c
pesyabraramu MCII-MC ompegenenns aHAIUTOB B
o0pasiiax MOKHO C/IeNaTh BBIBOJ, YTO PE3yJIhTATHI
000MX METO/0B PA3THUYAIOTCI HE3HAYUMO. JTO CBH-
IEeTEeTBCTBYeT O IEePCHEKTHBHOCTH NPUMEHEHHUT
[IPeI0KEeHHOT0 IIOAXO0Aa IS aHaIH3a HaHoMaTe-
pHAaJIOB HA OCHOBE OKCH/IOB WHIIUA U IIMHKA.

3axjaroueHue

Takum 06pasoM, IPEII0KEHHBIA METOSUIECKUN
MOIXO[] C TPUMEHEHHEM AaTOMHO-a0COPOITMOHHOM
CIEKTPOMETPHUH BBICOKOTO PA3PeIleHus ¢ HIEKTPO-
TEPMUYECKOH aToMH3aIliedl ¥ MCTOYHHKOM He-
MPEPBIBHOTO CIIEKTPA II03BOJIIET COBMECTHO OIIpe-
nenatb MmoguduraTopsr (Ag, Au) u MaTpuvHbIE
anmemenTsl (In, Zn) B Hamomarepmajgax Ha OCHOBE
OKCHOB IMHKA W WHAWSI C BBICOKOH TOYHOCTBIO U
IOCTATOYHON YyBCTBHUTEIHHOCTHI. JTO IaeT BO3-
MOKHOCTh KOHTPOJHPOBATH COCTaB CHHTE3UPOBAH-
HBIX HAHOMATEPUAJIOB I UX 6ojee 3(pPeKTUBHOTO
MIPUMEHEHHs B IPOU3BO/ICTBE XUMHUIECKUX CEHCOPOB
mpyu OOHAPYKEHWH TAKHUX BPEIHBIX COCIUHEHWH,
rak CO, NO,, NH;, a Takxe B poTOBOIBTAUKE.

BaaromapuocTu

CraThd TOATOTOBIIEHA TIPU TOAMEPIKKE TpaHTa
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