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OIIPEAEJIEHUE 30JI0TA B ITIOJYITPOBOJAHUKOBBIX
HAHOMATEPUAJIAX HA OCHOBE JUOKCHIA OJIOBA
METOJAOM PEHTTEHO®JIYOPECHEHTHOI'O AHAJIM3A
C ITOJIHBIM BHEHITHUM OTPA’KEHUEM
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IIpennoxen moaXxoa K onpeaesIeHUIO 3010Ta B HOBLIX HAHOMATEPHAIaX HA OCHOBE JHOKCH/A 0J10-
Ba C IOMOIIbIO MeTOo/1a PeHTreHOo(IyopecleHTHOI0 AHAIN3A ¢ NMOJHBIM BHEIIHUM OTpPaskeHUueM
(PDA IIBO). IIpoBeneHo cpaBHeHHe Pe3yJbTATOB ONpeleJIeHUs 3010Ta M 0JI0BA, MOJy4YeHHbIX
OeccTaHIAPTHBIM CIIOCOOOM /1/151 IOPOLIKOB U ¢ IPMMeHEeHHEeM BHYTPEHHEr0 CTAaHAAPTa B BOAHBIX
cycnensusix. [lokazana npaBUJILHOCTH ONpeesIeHUs 30J10Ta B MOPOIIKOBBIX HAHOMATEpHAJIaX

metoaoMm P®A TIBO 6e3 pa3ziio:xkeHusi mpoobl.

KuroueBble cioBa: peHTTeHO(DITyOPECHEHTHBIH aHAIN3 C TIOJHBIM BHEITHUM OTPaKEHHUEM, TTOIYIPO-
BOJHUKOBbIE HAHOMATEPHAIIbL, 30JI0TO, TUOKCUJL OJI0BA, CYCIIEH3HUM.

Pa3paboTka momxoma K OIMpPEIEICHUI0 COCTaBa HOBBIX
(yHKIMOHANBHBIX MaTepuanoB Ha ocHoBe SnO, mpen-
CTaBJISICT UCKITIOUNTEIbHYIO BAKHOCTD JUISl YCTaHOBIICHHS
B3aMMOCBSI3U «YCJIOBUSI CHHTE3a — COCTaB — CTPYKTypa —
(yHKIIMOHABHBIE cBoWcTBa» [1]. IlpuMeHenune meroaa
PEHTIEHO(ITYOPECIICHTHOTO aHaJIM3a C MOJTHBIM BHEIITHUM
OTpaXEHUEM ITO3BOJISICT IPOBOJUTE TBEPIOTENBHEIN aHa-
T3 00pa3loB MaJIOW MAcChl C BHICOKOW TyBCTBHTEIHHO-
CThI0O M MHUHUMAIILHOW TPEABAPUTEIBHON MPOOOIOAro-
TOBKOH [2]. OnHaKO TOYHOCTh PE3yJIBTaTOB ONpeAeTIeHUI
YKa3aHHBIM METOJIOM 3aBHCHUT OT COCTaBa MaTpPHIIbI, MOP-
(hororum MOBEPXHOCTH U MacChl 00Opasiia, criocoda rpay-
upoBku [3—-5]. Panee HaMu MOKa3aHO, YTO ONpENEICHUE
pyTeHus OeccTaHAApTHBIM METOIOM B TBEPABIX MPOOax
MIPUBOJUT K OOJBILION TMOrPEIIHOCTH, @ BOCIPOU3BOIH-
MOCTb onpejiesieHus 1006aBku merogom PDA TIBO B pac-
TBOpE BBIILIE, YEM MpU aHanu3e cycreH3uil [6]. JanHbix
o mpumeHerun PDA TIBO s onpezaeneHus 3070Ta B
mpo0ax pa3ITHIHOTO COCTaBa B IUTEPAType HEAOCTATOUHO.
OrmmcaHo onpesesieHre 3010Ta B GpapMmrpenaparax B pac-
TBOpAXx IOCTIC PA3JIOKEHUS C MCIIONB30BAHUEM MapraHiia
B Ka4eCTBE BHYTPCHHETO CTAHIApTa, B OHOJOTMYECKUX
KuAKocTsX [7, 8]. B To ke Bpemsi CyIIecTBYIOT pa3inyHbIe
BapUAHTHI TIPOOOTIOATOTOBKY 0€3 Pa3IoKeHUS IS OCIIe-
nytomero aHanmusa merogom PDA TIBO, B Tom uucie Ha-
HECCHHUE TBEPIOU MPOOKI HETTOCPECTBEHHO Ha TIOIIIOXKKY,
MIPUTOTOBJIEHUE CYCTICH3MHU, COJepKallleil BHYTPEHHUH
craugapt [9].

Lenp Hacrosiiel paboThl — pa3paboTka momxoja K
OTIPEIETICHUIO 30JI0Ta B HOBBIX TOYTIPOBOIHUKOBEIX Ha-
HOMAaTepHajax Ha OCHOBE JIMOKCHa 0JoBa MeTojloM PDOA
[IBO 6e3 mpeBapuTeIbHOTO PAa3IoKESHUS 00pa3IIoB.

Tax xak cTaHTapTHBIE 00pa3Ibl COCTAaBa IS HOBBIX
MaTepHajoB OTCYTCTBYIOT, HAMU pa3paboTaH crocod H
aTTeCTOBAHBI PE3yNIBTATHI ONPE/ICICHHS 30JI0Ta B aHAJIN-
3UpyeMBbIX 00pa3iiax Ha OCHOBE JAMOKCHJA 0JIOBa C IpH-
menennem metona MCIT-MC nocie paznoxkenus [ 10].

3KCHepI/IMeHTaﬂbHaﬂ 4YacTb

Annapamypa u peazenmul. VI3mepeHuss B MOPOILKO-
BBIX 00paslax MPOBOAWIN C TOMOIIBIO CIIEKTPOMETpa
POA TIBO «S2 PICOFOX» («Bruker Nano GmbH»,
Tepmanws). s Bo30y»kIeHHsT PEHTTCHOBCKOH (iyopec-
LIEHIIMU UCTIONB30BaH nanydenne Mo Ko. Bpems Habopa
cnexrpa 250 c. [ npurotoBieHUs pacTBOPOB HCIHOJb-
30BaJIK J103aTopbl 06beMoM 100—500 MK poU3BOJCTBA
«LabMate» (ITompma), mo3artopsl «Thermo Scientificy
o0beMoM 1-5 Mxu1 (DPUHISHMST), OTHOPA30BbIC HAKOHEY-
HUKH («VWR», CIIA) 1 momumponuieHoBbIe TTPOOUPKH
oobemom 2 M («Greiner Bio-One GmbHy, I'epmanus).
Hapecku mopomkoB B3BeIIMBAJIM Ha Becax «Sartorius
1702MP8» (I'epmanusi) ¢ TOYHOCTHIO B3BEUIMBAHUSA
10,1 mr. B kadecTBe BHYTpPEHHETO CTaHjapTa Jis
P®A TIBO wucnonp3oBamm pactBopsl ramms 1-100 mr/n
(«Sigma-Aldrichy», CIIIA). Bce u3mepenus IpoBOIMINA Ha
KBapIEBBIX TOTOKKAX.

Memoouxa rxcnepumenma. 30710TO ONPEACISIN Me-
TosoM POA TIBO B MOpomIKoBBIX MPoOax U CyCICH3USIX.
Jlns ompenienieHust 3010Ta M 0JI0Ba OECCTaHIAPTHBIM Me-
TOJIOM B TBEPJIOM MPoOe 3aKperisuii 00paserl Hermocpe-
CTBCHHO Ha KBapLEBOU IMOUIOKKE C MOMOUIbIO Ba3elu-
HOBOW cMma3ku. [lomyyanu cooTHOLIEHHE 30J10Ta U 0J10Ba
B MAacCOBBIX IPOLEHTaX, NpuHUMasd ux cymmy 3a 100%.
Jiist onipeneneHus B CyCIIeH3UM K HaBECKE MOPOIIKa Mpo-
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OBl T0OABJISIM BOIHBIN paCTBOP BHYTPCHHETO CTaHAapTa
rajutusi, epeMelnBaim, OTOUpaiu 3 MKJI CyCIICH3UU Ha
MIOJUTOXKKY, BBICYIIUBAIN B dKcukarope. [lomydamu co-
JIepyKaHUe 0JI0BA U 30J10Ta B MPOOE B MT/JT M PACCYUTHIBA-
JIU UX COOTHOIIICHUE B MACCOBBIX ITPOIICHTAX.

Pe3yabTaThl M NX 00cyK/IeHUe

[Ipu ompenencHun 3070Ta U 0JIOBa OECCTaHIAPTHBHIM
METOZIOM B TBEPAOH MpoOe YCTaHOBICHO, YTO OCTOPOH-
HUE IIpUMecH B 00pasie oTcyTcTBYIOT (puc. 1). [Toatomy
CyMMapHOE COZIep)KaHHE 30JI10Ta U OJIOBa MPU pacyerax
npuaumanu 3a 100%. [Ipu cpaBHenun cnekrpoB PDOA
[IBO, nony4eHHbIX [UIsl TOPOIIIKA ¥ €r0 BOIHOMN CYCIIeH-
3WH, MTOKA3aHO, YTO OHU MOJHOCTHIO COBIAIAIOT, IOITO-
My BO3MO)KHO CPaBHEHHE PE3YJbTaTOB, MOMYUYCHHBIX IS
ATUX CNOCO00B MpoboronroToBku. Kak BUIHO W3 TIpe-
CTaBJICHHBIX IAaHHBIX (Ta0JHIA), MPSAMOE OIMPEICIICHIC
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CpaBHeHHe pe3y/IbTAaTOB ONpeaeaeHus 3010Ta 1 ojoBa MeToaoM PDA IIBO u UCII-MC [10] (aasa P = 0,95, n =5)

Bseneno npu cuntese, ITopomok (6eccrannapt- Cycniensus (cro- PacTBop (crioco0 BHEIIHEro cTaHgapTa)
Mmac.% HBII c110c00), Mac.% €00 BHYTPEHHETO NCII-MC, mac.%
craHjapra), mac.%
Au/Sn 1 1,0+0,2 1,0+0,2 1,0+0,1
Au/Sn 3 2,8+0,4 2,7+0,4 3,0+0,2

IIOATOMY B OTCYTCTBHE ITOCTOPOHHHUX IMpUMeECEH BO3-
MOYKHO OIpe/elieHue COOTHOLIEHHUS 30JI0Ta U O0JI0-
Ba OeccranmapTHBIM MetomoM. llokazaHo, 4TO oOI-
THMaJIbHas KOHIICHTpaIus BHYTPEHHEro CTaHIapTa
(Ga) st ompeneneHus 30JI0Ta U 0J0Ba B o0Opasmax
MoxkeT cocTaBiiaTh oT 20 go 100 mr/m. Cremyer oT-
METHTb, YTO MOJTYyUYCHHBIC BOJHBIC CYyCIICH3UU YCTOMH-
YUBBI KOPOTKOE BpeMs. [Ipu 5 TOM COTTIaCHO yCIOBHUSIM
CHUHTE3a pa3Mep 4YacTHUIl JUOKCUIA OJOBa HE IPEBBI-
maet 50 M. HeycToHYMBOCTH MOJIy4eHHBIX CYCIEH-

3Ui, BEPOSTHO, CBSI3aHA C arperanueidl 4acTUIl U TO0-
clenywouiei cenuMmenTanueii B pactsope. OTMeueHo,
YTO BOCIPOW3BOJUMOCTD PE3YJIbTATOB OINPEIACICHHUS
MmetonomM PDA TIBO wmumxke, uem Mmetomom MCII-MC,
YTO, COTJIACHO JAHHBIM PACTPOBOM AIEKTPOHHOU MU-
KPOCKOIIHMH, CBSI3aHO C JTOKAJIbHONW HEOJTHOPOJHOCTHIO
HaHECEHHUS 30JI0Ta Ha JUOKCHUJ ojoBa. TeM He McHee
pe3yNbTaThl ONpEeNeNIeHUs 30J10Ta B CYCIIEH3UHU SBIIS-
HTCA HpaBI/IHBHLIMI/I, qToO l'IOlITBep)KlIeHO pesyanaTa—
MM, oydeHHbIMU paHee metogom UCII-MC.

HccnenoBanue BRINMOIHEHO TpU (PMHAHCOBOM moaniepkke Poccuiickoro HaygHoro ¢onna (rpant Ne 14-23-00012).
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GOLD DETERMINATION IN TIN OXIDE BASED ADVANCED
NANOMATERIALS BY TOTAL REFLECTION X-RAY FLUORESCENCE

ANALYSIS

D.G. Filatova, N.V. Alov, P.Yu. Sharanov, A.V. Marikutsa

(Division of Analytical Chemistry)

Novel approach to the gold determination in tin dioxide based advanced nanomaterials by TXRF
method is suggested. The results of determination are obtained by standartless in powders and
an internal standard in aqueous suspensions methods. The accuracy of the gold determination in
powder nanomaterials by TXRF without sample decomposition is demonstrated.

Key words: Total reflection X-ray fluorescence analysis, nanomaterials, gold, tin dioxide, suspensions.
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