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IIpenmosxeHa MeTOMKA PA3eIBHOTO OIIPeeIeHN IIFIATHHBI ¥ MAJIaHa Ha IIOBEPXHOCTH U
B 00beMe HaHOKOMITO3UTOB Ha OCHOBE AMOKCHIA OJI0BAa METOIOM MACC-CIEKTPOMETPHH C UH-
nyxrusHO-cBazanHou nnasmoi (MCIT-MC). Curres matpunt SnO, IpoBoauIu AByMa MeTOxa-
MH: OCaK/EHIEM M3 PACTBOPA M PACIIBUINTEIBHBIM IUPOIU30M B miamenu. MogudukaTopst
BBOZAMIN METOJOM IIPOIMTKY IIyTEM TUCIIEPTUPOBAHUA IIOPOIIKOB MATPHIBI B PAaCTBOPAxX
IIPEKYPCOPOB B JIETKOJIIETYIHX PACTBOPUTENIAX Y MOCIELYIOIIEr0 NCIAPEHU PaCTBOPUTEI.
YCTaHOBIEHO, YTO HAJUIAIHN HAXOIWTCA HA IIOBEPXHOCTH HAHOKOMIIO3UTOB HE3ABHCHMO OT
meToquku cunTesa. [Ipu sToM oTMedeHbI moTepu MoauduKaTopa mocie TporuTku SnOq, CHH-
TE3UPOBAHHOIO METOAOM NMUPOJIH3a B riameHu. Crenad BBIBOZ O PA3IMIHH CBOMCTB ITOBEPX-
Hoct SnO, B 3aBUCHMOCTH OT crocoba moaydeHus MaTpuiisl. [lokasano, uro qis marepua-
JIOB, TIOJTyIEHHBIX METOIOM OCAKIEHUI U3 pacTBopoB, 30 — 50 % Pt pacmpenenerno Ha moBepx-
HoCTH, a ocTanbuble 50 — 70 % — B 06veme SnO,. [IpuMeneHue 719 cHHTE3a MATPUIIBI METO-
Jla TMPOJIM3a B IVIAMEHHU IT03BOJIAET YBEIUIUTE copepkanrie Pt Ha moBepxuoctu 10 80 %. Ilo-
Tepu Pt orMedeHb! B 060MX CIIydasx, YTO CBSI3AHO C PA3IHIUAMH MUKPOCTPYKTYPhI SnO, u,
KaK CJIe[CTBHe, 00pa30BaHIeM B IIpoIiecce MOAUMUKAIIIN TOHKHUX CI0EB (has CI0KHOTO COCTa-
B, YTO BJIMSIET HA IIPOIIECCHI ITOBEPXHOCTHOM auddysun u ucrmapenus. Ha ocmoBamum Boc-
MIPOM3BOAMMOCTY Pe3yIbTaToB onpenenenusa Pt u Pd ycranosnena Bbicokas crereHb HEOTHO-
POIHOCTH UCCIEIyEMbBIX MATEPHAIIOB.
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Inductively coupled plasma mass spectrometry (ICP-MS) is used for separate determination of plati-
num and palladium on the surface and in the bulk of tin dioxide based nanocomposites. Synthesis
of SnO, matrices was conducted using deposition from the solution and flame spray pyrolysis (FSP).
The modifiers were injected by impregnation via the dispersion of the matrix powders in the solutions
of precursors in volatile solvents and subsequent evaporation of the solvent. It is shown that palladium
is present on the surface of the nanocomposites regardless of the synthesis procedure. As the losses
of the modifier after impregnation of SnO, synthesized by FSP method were obserbed, we concluded
that the properties of the SnO, surface depend on the method of obtaining matrix. It was also shown

* Pab6ora BrImomHEHA IIpu (puHAHCOBOH Hoanep:xke Munucrepersa oopasoBanud u Hayku P® (Cormamrenue o mpefocTaBIeHHR
cybeumuu Ne 14.613.21.0075, RFMEFI61317X0075).
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that for the materials obtained by the method of deposition from the solutions 30 — 50% Pt are present
on the surface and other 50 — 70% are distributed in the bulk of SnO,. The use of pyrolysis in the
flames makes it possible to increase the content of Pt on the surface up to 80%. The loss of Pt observed
in both cases and attributed to the differences in the microstructure of SnO, results in the
etherification of thin layers of phases of complex composition which affect the processes of superficial
diffusion and evaporation. Reproducibility of the results of Pt and Pd determination indicates to a high
degree of heterogeneity of the studied materials.

Keywords: advanced sensory materials; inductively coupled plasma mass spectrometry; tin dioxide,

Pt, Pd.

Besederue. Jluorcun omosa (IV) — yHUKAIBHBIH
¥ YyBCTBHUTEILHBIA MaTE€pPHUAas, KOTOPBIA HCIIOIb3Y-
0T B PasjIMYHBIX TEXHOJOTMYECKux obmacrsx [1], B
TOM YHCJIe, B IeJIAX M3TOTOBJICHHUA JATIYUKOB TOK-
CHYHBIX M OHACHBIX ra30B. OCHOBHBIM HEIOCTATKOM
IUOKCHIA 0JI0BA KAK CEHCOPHOTO MaTepuaa sBJIsd-
ercs ero HusKas cejaekruBHocTh. OnuH U3 croco6oB
CEJIEKTUBHOTO yBeIWYeHuA dyBcTBUTEIbHOCTH SnO,
10 OTHOIIIEHHIO K I[eJI€BOMY rasy — HaIlpaBIeHHOe
MOAu(PUIIMPOBAHNE ITOBEPXHOCTH OKCHIA COOTBET-
CTBYIOIIMMH KATAIUTHYECKUMH mobaBkamu. JlaTau-
KA HA OCHOBE XHMHYECKH MOMHU(UIIMPOBAHHOTO
SnO, 061ama0T yIyYIIeHHBIMA XapPaKTePUCTUKAMU
110 cpaBHEHHIO ¢ yucTbiM SnOy B OTHOIIIEHUN YyBCT-
BUTEJIBbHOCTH, BPEMEHH OTKJIWKA U Ipenaesia o0Hapy-
skerua g mouuTopurra NO,, HyS, CO u apyrux
omacHbIX rasoB [2 —4]. Cinexyer oTMeTUTh, YTO XH-
MHYECKHE CITOCOOBI MOJYYEHU MOTUPUITHPOBAHHO-
ro HaHokpucramindeckoro SnQ,, BKIO4as Hanbo-
jlee 4acTo HCII0/Ib3yeMyI0 IPOIHUTKY, He MOIYT ra-
PaHTHPOBATh KOJMYECTBEHHBIA U BOCIPOM3BOIU-
MBIH IepeHoc Momuuraropa Ha Marpuily. Taxum
obpasom, cojep:xanue MogudHKaTopa B KOHEYHOM
IIPOAYKTEe MOJKET 3HAYUTEIbHO OTIMYATBCI OT 3a-
IAHHOTO IpH cuHTe3e. B sToM ciryyae obocHOBaHIE
KOHIIEIIINK CBSI3HM COCTaBa ¥ (PYyHKIIMOHAIBHBIX
CBOICTB MaTepuaja MOKeT ObITh s3aTpynueHo. Ilo-
CTOSHCTBO PACIIPEIeIeHNsI MOIU(PUKATOPOB MEKILY
IIOBEPXHOCTHI0 U 00bEMOM KPHCTAIMYECKUX 3ePeH
OCHOBHO#M (pasbl TAKKE BAKHO I (POPMHPOBAHUSI
(PyHKIIMOHATBHBIX CBOHCTB HAHOKOMIIO3UTOB [5].
IlosToMy momxombl K OIpeIeleHUI0 COCTaBA CHHTE-
3UPYEMbBIX CEHCOPHBIX HAHOKOMITO3UTOB BAKHBI JJIS
WCCIeOBAaHUN B JaHHOH o6Omactu. Pamee mamu
IpenIokeHbl croco6nl onpepenenusa Shb v, Pd% 1
Ru', Au’ B MaTepuanax Ha 0CHOBE JHOKCHIA 0J0BA
meromamu HMCII-MC u peHTreHo(IyopeciieHTHOTO
aHaju3a ¢ IOJHBIM BHeITHHM orpaxkenuem (PDA
IIBO) [6, 7]. K HemocraTkaM mpemioKeHHBIX METO-
IUK ClIefyeT OTHEeCTH OTCYTCTBHE JAHHBIX O pacipe-
neneHuu 106aBOK MEKIy ITOBEPXHOCTBIO M 00HeMOM
marpuiibl. [Togxon K ompeeneHHI0 KOHIIEHTPAIIHH
MOAM(MUKATOPOB PAa3leIbHO HA IOBEPXHOCTH W B
o0beMe HAaHOKPHUCTAIMIECKUX MATEPHAIIOB Ha OC-
noee SnO, ¢ npumenenuem meroxa UCII-MC mpepn-
noxen Hamu pasee aiaa Au® u Co™t T [8], Ormernm,
9T0 C€Imoco6 PACTBOPEHHS TPYIHOPACTBOPHMOTO

SnO, BHIOMPAIOT B 3aBUCHMOCTH OT TeMIIEPATYpPbI
CHHTEe3a MaTepuajoB, TUMNA U POPMbI MOAU(PUKATO-
pa. s monsoro mepesoga B pacteop SnO, uCHIoab-
3yIOT aBTOKJIABHOE PAa3JIOKEHWEe B CMECH KHCJIOT
HCl, HF, HNO; [7]. Hacrosmaa pa6ora mocBsiieHa
paspaboTKe METOIHUKH COBMECTHOTO OIIPeae/eHHUs
IJIATUHBI ¥ TAJIAIUSI B HAHOKOMITO3UTaX HA OCHOBE
SnQO,, cHHTE3UPOBAHHBIX B PA3IUYHBIX YCIOBUAX, U
U3YyYEHHUI0 paclpefielieHus STHX MOAU(PUKATOPOB B
obbeMe W Ha MMOBEPXHOCTH CEHCOPHOTO MaTepuaia
metonom MCIT-MC.

Curnmes mampuy u eeederue MoouPUKAmMoOpPos
P01y PdY% I, Haubomnee 3HAYUMBIMU U3 YCIOBUU
CHHTE3a SABIAIOTCA KOJIHUYECTBO, TeMIIeparypa u
IPOJOKUTETHLHOCTD OTRUTa 06pasos [9]. ITo 06y-
CJIOBJIEHO TEM, YTO MapaMeTPhbl OT/KUTa HATPIMYIO
BIMAIOT HA TAKHE CBOMCTBA MaTepHasa, Kak pasMep
YACTHUI[ W y[aeJbHAs ILIONAIb ITOBEPXHOCTH, KOTO-
pble, B CBOIO O4Yepeb, ABJIAIOTCA (paKTopaMu, orpa-
HUYHUBAIOIIAMH CKOPOCTh IIPOTEKAHWS rerepodas-
HBIX IIPOIIECCOB IIepeBoja MaTepuaia B PacTBOP.
Marpunps! aia cepuii HAHOKOMIIO3UTOB CHHTE3HUPO-
BaJIU ABYMS METOMAMU: OCAKICHHEM W3 PAcTBOpa U
PacCUbLIUTENBHBIM TUPOJIU30M B IUIaMeHu. B o6oux
clIydasx TPOBOAWIN (PUHATIBHBIM OTIKUAT 00Pa3IOB:
MIPU OCAKIEHHUU M3 PACTBOpPA HTO HEOOXOTHUMO IJIT
KPUCTALTU3AINH OJIOBIHHON KHUCJIOTHI, & TIPU THPO-
av3e B IUIAMEHW — [ yAaJeHus mpuMeced opra-
HHUYECKHX BelecTB. B 000X MeTomax HCIIOIb3YIOT
CXOJTHBIE TEMIIEPATYPHI M IPOAOLKUTENIHHOCTH (PU-
HaimsHOro oTikmra (or 300 mo 500 °C, 24 u), ogHaKo
HECMOTPS Ha OUHAKOBbBIE YCIOBUS €TI0 IIPOBEIEHNUS,
CBOMCTBA MOJYYEHHBIX MATPHUI] PA3IUIHBI B KOHTEK-
cre xuMudecKou umHepTHOCTH. OOBIACHEHWEM 3TOMY
CILy?KUT CYI[HOCTb METO/a MHUPOIN3a B IJIAMEHH: B
HEM OpraHudYecKue MPeKypCophbl OJ0Ba TOAAIOT B
IIaMsA MeTaH-KHUCIOPOMHON TOPENIKU CHEeIHaIbHON
KOHCTPYKIIMH, KOTOPOE MOKET pPas3oTrpeBaThCSI [0
remueparyp mopanka 3000 °C. Ilpu ucnonb3oBanuu
JAHHOTO METO[a CHHTE3UPYEMBbIH MaTepHuasl IPOXo-
IIUT BA OTIKUTA, [IPUYEM IapaMeTphbl IePBOTO CIIOK-
HO 3aBHUCAT OT PeKUMa Pab0ThI TOPEIKH, KOTOPBIH
ompeessier BpeMs MpebbIBaHUs YACTHUI] B IIIAMEHU
u ero temmneparypy [10]. MoxHO HIpenmoNoKUTD,
49TO 00pasIlbl, CHHTE3UPOBAHHBIE METOAOM IIHPOJIH-
3a B mwameHwu, OyayT Gojiee MHEPTHBI B IIPOIECCEe
pacTBOpeHus, YeM CHHTE3WPOBAHHBIE OCAKIEHUEM
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u3 pacrBopa. J1sa BBemeHHA MOAU(UKATOPOB B IIO-
JIy4deHHBIE JBYMS CIIOCO0AMHU MATPUIIHI TTPHUMEHSIIN
pacrpocTpaHeHHBIM MeTOo[ IIPOIUTKY, KOTOPBIN 3a-
KJII0YAeTCs B JIUCIEPTHPOBAHUM TIOPOIIKOB MAaTPH-
IIBI B PACTBOPaxX MPEKYPCOPOB B JIETKOJETYYUX pac-
TBOPUTENAX U TOCIELYIONIeM UCIIAPEHUH PaCTBOPH-
Tend. Jas pasmoskeHWs HAHECEHHBIX HA IOBEPX-
HOCTB IIPEKypCcOpOB IpuMeHstH oT:kur [11]. B ciy-
yae TJIATWHBI ¥ MTAJUIaAUsI B KAYeCTBE MPEKypPCOPOB
WCIIONBb30BAK WX arerwianeroHarsl. CoriacHo
JAHHBIM TEPMUYECKOT0 aHAIW3A AJS IOJHOTO pas-
JIOYKEHUS TIPEKYPCOPOB MOCTATOYHO OTKEUYb ITPOIIHU-
rauubii Mmarepuain npu 300 °C. Ucnons3oBanue pac-
CMaTPUBAEMBbIX METOJIOB MOKET IIPUBOAUTDH K IIOTe-
pPAM MOAU(UKATOPOB HA STAMAX CHHTE3a WU K He-
OJTHOPOJTHOMY PAaCIpeeeHni0 MOIU(PHUKATOPOB B
obpasmax.

Annapamypa. Wsmepenus meromom WCII-MC
MPOBOAWIN C WCIHOJIb30BAHUEM KBaAPYIIOJIHLHOTO
MacC-CIIeKTPOMeTpa ¢ WHAYKTUBHO-CBI3AHHOM TLIA3-
moit Agilent 7500C (Anonus). Yupasnenue ocyiie-
CTBJISIM C TIOMOIIBI0 IIPOTPAMMHOTO OOECIeUeHUS
ChemStation (version G1834B) software package
(Agilent Technologies). Ilapamerpsr mpu6opa, KOTO-
pble ObLIN HCIIONB30BaHbI, YKa3aHbl B padore [12].
Ompezenenue 5IeMEHTOB TIPOBOIWIN 10 M30TOIIAM
105,108p(, 194195Pt  cBOGOAHBIM OT IIOJHATOMHBIX H
1300apPHBIX HATOKEHUH B BHIOPAHHBIX YCIOBHUAX.

IIpu ompemeneHUM 35IEMEHTOB MCIOIH30BAIH
mosatop obwemom 100 — 1000 MEn mpom3BOACTBA
LabMate (Ilonsimna), mosatopsr oobemoMm 1 — 5 M u
20 - 200 mxn Thermo Scientific (JIeunumer), oxwo-
pasosbie Hakomeunuku (VWR, CIIA), nearpudy:x-
HbIE TTOJIUIIPOTHUIEHOBBIE TPOOUPKU 06BeMoM 15 Mt
(Greiner Bio — One GmbH, I'epmanus), Mmukpompo-
6upku (Eppendorf) o6memom 2 mn. O6pasisl Ba3Be-
mmBanu Ha Becax Sartorius 1702MP8 (I'epmammst)
¢ TouHocThi0 B3BemwmBauusa +0,1 mr. O6paborky
00pasioB CMeCchI0 KHCIOT AJIS OIpeJeleHus maj-
Jaaus ¥ IUIATWHBI HA MMOBEPXHOCTH MTPOBOIWIN B

yabTpasBykoBoi BaHue Sonorex RK (Bandelin,
lepmanus).

Ilna mpuroToBieHus paboyux U TPaLyHUPOBOU-
HBIX PACTBOPOB HCIOJB30BATH KOHIIEHTPHUPOBAH-
uyio HCl mapku «p.a.» (Merck, 'epmanus), nenonu-
poauuyio Bomy Millipore Simplicity (Millipore,
Dpannus) (18,2 MQ/cm). I'pagyupoBounsie pactso-
pbl TOTOBWIM C WCIIOJB30BAHWEM CTAHJAPTHOTO
MHoro3meMenTHOr0 pacrsopa ICP-MS-68(C), conep-
skarrero 10 mr/a kasmoro komnorenta (High-Purity
Standards, CIIIA).

Onpedenenue naamunsvl u naaiadus Ha no-
8EPXHOCIMU MOMepUaL08. AHATU3UPOBATH Mare-
pHaibl, TOJyYeHHbIE METOJOM OCAKIEHUS W3 pac-
TBOpa (rpymnna «G») ¥ MUPOJU30M B IIaMeHHu (rpyII-
ma «F»). O6pasusr conep:xanu Pt wiu Pd, a taxxe
coBmectHo Pt u Pd (6umeramnmyeckne o6pasifbl).
Ilepen orGopom 1mpob KaKIBIH OOpaser MexaHude-
cku rmepemermnuBanu. Hasecku o6pasios (~0,0020 r)
obpabaThiBaIN pPacTBOPOM LIAPCKOH BOJKH IIPH Ha-
IrPeBAHMH B YJILTPA3BYKOBOU 6aHe B TeueHwe 1 u.
ITocrme ocammenus MaTPHUIBI U3 TOIYYEHHOTO PAC-
TBOpa orbupamu anuksory 100 MKI, pasbaBisau
1 %-wout HCI u ananusuposanu meromom MCIT-MC.

Onpedenenue obugezo cooepircanus NAGMUHBL
u naanadus 6 obpasyax. K HaBeckam o06pasiioB
(~0,0020 r) B TedIOHOBBIX CTAKAHAX I100ABIISIH
cmech gucmor: 0,5 mx HNO;, 1,5 max HCI u 0,8 mu
HE Jlns pasno:xenus mpo6 HCIIOIB30BAIA MHKPO-
BOJIHOBYIO cucremy 3akpbiToro tTuma MARS-5 ¢ 12
cocygamu Beicokoro maasienus XP-1500 Plus (CEM,
CIITA), pasnosxkenrie mpoBOguIHN 1 4 Ipu TeMIiepary-
pe 200 °C. OxnaxkmeHHBbIE PACTBOPHI pPas30aBIAIN
1 %-uoit HCI u ananuszuposanu meromqom MCIT-MC.
Copepixanre MoIuUKATOPOB B 00BEME PACCIUTHI-
BaJIH 110 PA3HOCTH PE3yJIbTATOB OIPEe/eIeHuUs Ha 10~
BEPXHOCTH U B IIpo0ax Mocie Pas3ioKeHus.

Pesynwrarer onpenenenns Pt u Pd B pacreopax
po6 1ociie 06PabOTKH TOBEPXHOCTH U IIOCIIE Pa3Jio-
sKeHUd mpuBefieHsl B Tabnuie. Onpenenenue Moau-
(hpuKaTOPOB IPOBOAWIN B JUAIA30HE KOHIIEHTPAIHIH

Pesynbrars: onpenenenns Pt u Pd B pacreopax merogom UCII-MC (n = 5; P = 0,95)

Copnepsxanue moguduraropa, % macc.

Cepn Mopucpn- Teoperuyeckoe Haiineno na mosepxuocTu Haiineno nocie pasiosmxenus
00pasos KaTop
Pd Pt Pd Pt Pd Pt
G* Pd 1,00 0 1,0 0,4 0 09=+04 0
Pt 0 1,00 0 0,16 = 0,02 0 0,57 = 0,06
Pd u Pt 0,50 0,50 0,40 = 0,18 0,12 = 0,01 0,30 = 0,18 0,23 = 0,02
F** Pd 1,00 0 0,52 + 0,09 0 0,55 = 0,09 0
Pt 0 1,00 0,09 = 0,02 0,40 = 0,17 0,1 = 0,02 0,40 = 0,17
Pdu Pt 0,50 0,50 0,6 = 0,3 0,10 = 0,03 0,50 = 0,3 0,14 = 0,03

*— MaTpuna CHHTEe3UpOBaHAa METOA0M OCaKAeHUsI U3 pacTBOPOB.

*

* MaTpuna CHHTE3UPOBAaHA METOAOM ITUPOJIN3a B IIJIaMEHH.
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20 - 200 MKr/1, mpenen OOHAPYIKEHWS, PACCUNTAH-
HBIN 110 3s-Kpurepuio, cocrasua 0,2 mir/a aisa Pd u
0,02 mkr/a g Pt.

Bonbimoit pasbpoc pesynbTATOB MIA PA3SHBIX
po6 OXHOTO 00pasiia CBUAETEIBCTBYET O BBICOKOU
CTeIIeHW HEOMHOPOAHOCTH HCCIEAyEeMBbIX MaTepua-
0. C TIOMOIIBI0 TIONyYEHHBIX pPe3yabTaTOB yCTa-
HOBJIEH CPEIHHUU XapaKTep pAaCIpeieeHus MOJIH-
(puKraTOPOB MEKIY IOBEPXHOCTHIO U 00BEMOM 00pas-
1oB. Kak BuIHO M3 IIpeacTaBIeHHBIX JAHHBIX, IaJI-
JIanui COMEPIKUTC HA MOBEPXHOCTH HAHOKOMITO3H-
TOB HE€3aBHUCHUMO OT METOAUKH CHHTe3a MaTpPHIIbI.
ITpu srom oT™MeueHbI TOTEPH MOAU(UKATOPA TIOCIIE
nporuTku SnO,, CHHTE3UPOBAHHOTO METO/IOM ITHPO-
nu3a B IiaMeHu. BeposaTHO, CBOMCTBA TOBEPXHOCTH
SnQ,, HAIIpEMEP CMAYUBAEMOCTD, MEHIIOTCA B 3aBH-
CHUMOCTH OT criocoba mosydeHus MaTpuisl. [ isa mat-
PHII, TOIYYEHHBIX METOJOM OCAKIEHUS W3 PacTBO-
poB (rpynma «G»), Ttonbko 30 — 50 % Pt natineno na
roBepxHOCTH, octanbHble 50 — 70 % pacupeneneHbl
B 00beMe HAaHOKpUCTALIUTOB. J[1s1 00pasIifoB, cuH-
TE3UPOBAHHBIX MHUPOJINU30M B IUIaMeHH (rpymma
«F»), 6onee 80 % Pt maxomurcst HA MOBEPXHOCTH, a
20 % — B obbeme. Ilpenmonaraercs, 4To IOIydYeH-
Hble PEe3yJIbTATHI CBA3AHBI C PA3IHIHIMU MHUKPO-
crpykTypbl SnO, 1, KAk ciencTeue, 06pasoBaHuEM B
mpoiiecce MOTU(PUKAIINN TOHKUX CII0EB (Da3 CI0KHO-
rO COCTABa, YTO BIMSET HA IPOIECCHI OBEPXHOCT-
HOU nu(ysun u ucrnapeHus.
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