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Abstract: Nanotechnology is a fundamental and innovative sector in the technology industry. Various types of
nanomaterials, including nanoparticles of noble and platinum metals, possessing attractive physicochemical properties
have been synthesized with applications in various sectors. The preparation of nanomaterials is carried out by several
methods - physical, chemical and biological. Nanosized platinum metal compounds have been found to exhibit high
catalytic activity and highly developed specific surface area. These properties open up possibilities for their wide
application in the development of new adsorbents and catalysts. The remarkable antimicrobial and antitumor activities
of platinum open new horizons for the exploration of its compounds as potential medicinal and therapeutic agents for
cancer treatment, fabrication of dental materials and coatings of medical devices. The hydrothermal synthesis was
carried out at 200°C for 100 hours with two reaction systems, PtClyNaHSeOs; and PdCl,/NaHSeOs;, taken in
stoichiometric ratio. In the first reaction system, a dark green precipitate was obtained, while in the second reaction
system, a dark brown precipitate was separated. Each of the obtained samples was subjected to different
physicochemical methods to characterize the surface functional groups, the presence of surface properties and to prove
the phase composition of the samples. Nanoparticles of platinum and palladium oxide were found to be obtained, the
potential application of which is a future upcoming study.

Keywords: Nanomaterials, Physochemical characterization, FT-IR spectra, UV-vis spectroscopy, Powder X-ray
diffraction

BBBEJIEHUE

B®pB (yHDameHTasieH acmekT W B TEXHOJOrMYHaTta cdepa HAHOTEXHOJOTUUTE THPIST
eKCTIOHEHIIMATHO pPa3BUTHE M MPUJIAraHeTO UM B CHbBPEMEHHsS CBSIT HENPEKHCHATO CE pa3pacTBa.
[IprunHaTa 3a eKCTPEMHOTO UM HaBJIM3aHE U YChBBPILIECTBAHE € MOpaJnd HapacTBaIllaTOTO ThPCEHE
Ha eeKTHBHM U TOJIE3HU HAHOMATEPHAIHN C YHUKAIHU CBOMCTBA U XapakTepuCTUKH. CUHTE3UpaHu
ca pa3IMYHU BUJOBE HAHOMATEpHUaaW, BKIIOYUTEIIHO W HAHOYACTHIM Ha OJaropogHuTe U
wiatuHoBU Metanu (Khan, Mamun, & Ara, 2021), npuTexxaBaiiyu aTpakTUBHH (PU3MKOXUMUYHU
cBOlicTBa ¢ mpwiokeHus B paznmuuHu cektopu (Krivovichev, Tananaev, Kahlenberg, Kaindl, &
Myasoedov, 2005; Qiao & Li, 2022). B 3aBucumocT OT pa3mepa Ha YaCTUIUTE UM
HaHOMAaTepHaJIuTe, ChAbPXKALIN MJIATUHOBU METajH, MPOBABABAT PA3IUYHU (PU3MYHU U XUMHYHU
CBOWCTBa, KaTo CHJIHO pa3BUTa MOBBPXHOCT, KaTAIUTHYHA aKTHUBHOCT, OMOJOTMYHO ICHCTBUE U
aatutymopuu edextu (Khan et al., 2021; Nose & Okabe, 2014; Palacios et al., 2000; Pradeep &
Tyagi, 2022; Sajid & Plotka-Wasylka, 2020). ChinecTByBaT pa3iu4yHUd METOJAU 3a IMOJyyaBaHE Ha
HaHOMaTepHaIM, KOUTO BKIIOYBAT (GU3MYHU, XUMHYHU U Ononornyau texHuku (Khan et al., 2021;
Pradeep & Tyagi, 2022). 3a cuHTe3upaHe Ha HaHOpPa3MEPHU MaTEPHAIH, ChABPKAIIU TUIATHHOBU
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METalk, TPEANOYUTaH OT H30pPOCHHTE METOAM 3a IMOJlydyaBaHE € XHUMHUYECKHAT, MOpaau
JIOCTBIIHOCTTa MYy M CpPaBHUTEITHO HHCKara ce0ecTOMHOCT Ha mpoxaykTture. F3mon3BaHute
XMMHAYECKH METOJIM BKJIFOYBAT XMMHUYECKO WM CJICKTPOXMMHUYHO yTasBaHE Ha HAHOCTPYKTYPH,
30JI-T€Tl METOJ, Ja3epHa MHPOJN3a, XUMHUYECKO OTJIaraHe Ha Napu, CHHTE3 4pe3 IUIa3MEeHO WU
IJIaMBYHO PA3NPbCKBaHE W CHHTE3 ¢ OuosormvHo moanomaraHe (Khan et al., 2021; Rao, 1993).
XUAPOTEPMATHHUAT METOJ € MOAX0M, Oa3upaH HA XETEPOreHHA XUMHUYHA PEAKIHs B IPUCHCTBUETO
Ha Pa3TBOPUTEII B 3aTBOPEHA CUCTEMA, B KOSITO HAJISITAHETO U TEMIIEpaTypara ca MO-BUCOKH OT TE3U
Ha OKoJHAaTa cpexa. To3um MeToJ MMa BOJCIIM IMPEIUMCTBA TpPEA OCTAHAIUTE METOAHM MOpaau
CHHTE3 Ha HAaHOMAaTepHAIIM B IIIMPOK JIMANa30H HA TEMIIEpaTypa U HallsiraHe, HUCKa KOHCYyMaIlusl Ha
SHeprus, Moy4aBaHeTo Ha XuOpuaHu Matepuanu u ap. (Khan et al., 2021).

[IpencraBenute GakT 00yCIaBAT HACOUCHOCTTA HA HACTOSIIIOTO M3CIIEABAHE, KOCTO IEIH Ja
ce TMOy4aT MOCPEICTBOM XHAPOTEPMAIHUS METOJ HAHOPAa3MEPHH MAaTEpUANU, ChIbpPKAIIU
IUTATUHA W TaJlaJiiid C y4aCTHETO Ha HATPUEB XUIPOTCHCEJICHHT, KOUTO Ja CE OXapaKTepU3UpaT
4pe3 pa3snuvHu GU3UKOXUMHYHU METOJU 32 aHAJIN3.

N3J0KEHUE

XuaporepmanHuar cunte3 e nposeneH npu 200°C 3a 100 gaca B 50 ml aBrokmaBu oT
HEpbXKIaeMa CTOMaHa C BBTPEUIHO Te(IOHOBO MOKPUTHUE B JBE pPEaKLIMOHHU cucTeMu. B mbpBara
ca M3MO0JI3BaHU CTEXHMOMETPUYHHU KouyecTBa miatuHoB Terpaxiuopus (PtCly, 2.39 g; 7.09 mmol) u
HatpueB xujporeHceneHuT (NaHSeOs;, 4.28 g; 28.35 mmol) BB Bogna cpena (20 g; 1111.11
mmol). Crnex 6aBHO oxjaxaaHe B paMkuTe Ha 48 wyaca 10 craiiHa TemmepaTypa ce ¢dopmupa
ThMHO3eJIeHa kpucTtanHa ¢asa (PtNP), kosto e n3cymena rpu 60°C 3a nenonomue (dur. 1A).

CuHTE3pT BBB BTOpa pPEAKLMOHHA CHCTEMa CIJIE€[Ba OINKCaHaTa II0-TrOpe Ipoueaypa ¢
pasnukarta, 4e ca npmioxeHu 2.46 g (13.87 mmol) PdCl, 4.11 g (27.23 mmol) NaHSeO3 u 20 ml
(1111.11 mmol) H>O. Otnenenara TbMHO KadsiBa yTaiika € mojioxeHa Ha cyiene npu 60°C 3a
JICHOHOIIIME U € MoJIy4eHa 4yepHo oleTeHa TBbpaa (aza (PANP) (dur. 1B).

@ur. 1 CHUMKH Ha MOJTydeHUTe TBbPAM (Pa3u npu mbpBara (A) u BTopata (B) peakinonna cucrema

Wudopmanms 3a NMOBBPXHOCTHUTE (YHKUMOHATHH TPy B CHHTE3HMpPAHUTE OOpa3lu e
nosiydeHa ¢ nomoinra Ha Nicolet 1S 50 FT-IR cnekrpomersp, Koilto peructpupa B cpennata IR
obmact (400 — 4 000 cm™') XapaKTepHCTMYHM MBHMIIM, OTTOBAPAIIM HA PA3jIM4HU BalCHTHH U
neGopMalMOHHU TPENTEHUSI HA XUMHYHHM BPB3KU. 3a MPOCIIE/IsIBaHE Ha €JICKTPOHHUTE MPEXOIU B
MOJICKYJTUTE Ha U3cieBaHUTe cheanHeHus B cpeanara UV-vis (ot 200 go 300 nm), 6mu3kara UV-
vis (mexy 300 u 400 nm) u 6mm3kara IR (>700 nm) ob6aacT ca cuetn UV-vis ClIeKTpH ¢ TOMOIITa
Ha amapara Evolution 300, obopyaBaH ¢ yCTpOHCTBO 3a M3MEpBaHE HA IBhJDKMHA Ha BBIIHATA B
nuanaszona ot 190 o 500 nm mpu craiiHa Temneparypa. M3mon3BaHusT pedepeHTeH MaTepral €
Spectralon.

AHanu3 Ha (a30BUsA ChCTaB Ha OOPA3IMTE € U3BBPIIEH MOCPEACTBOM audpakToMeTsp Bruker
D8 Advance, cHabneH ¢ MeneH HM3TOYHHMK Ha paavanuoHHo jgbdyeHue (4 = 0.15406 nm) u
roariomersp PW 2200 Bragg-Brentano 6/26. {udpakimoHHWTE NHKOBE ca MPEICTABCHH B
unTepBana ot 10-90° mpu crenka 0.033° npe3 10.0 s. 3a uaeHTudukamnms Ha perucTpupaHute Gpasu
ca M3MOJI3BaHM KapT ¢ 0a3a naHHU. Pa3MepbT Ha KPUCTATUTUTE HA HAHOYACTHIIUTE € U3YHCIICH OT
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mbJHaTa mupuHa npu noaymakcumyMm (FWHM) Ha mudpakiiioHHUTE MHKOBE, KaTo € U3IMOI3BaHO
ypaBHeHueto Ha Debye-Scherer:

kA

D:m, (1)

KBJIETO ,,D* € CpeAHUAT pa3Mep Ha KPUCTAIUTE, IEPIICHIUKYJIIPEH Ha MOBLPXHOCTTA Ha 00pasena,
A € JDBIDKMHATa Ha BBJIHATa HAa W3IOJ3BAHOTO PEHTTEHOBO JIbYEHHE, .k € KOHCTaHTara Ha
Scherer (0.9), ,,f e mbIHATa MWKpPHUHA IPH MTOJIyMAKCUMyM HAa MHTEH3UTETA HA OTPaKEHHE, KaTo Ce
U3KJIFOYM HHCTPYMEHTAIHOTO pa3LIMPEHHe, a ,,60" e qudpakiMOHHUS BI'bIL.

PE3YJITATHU U OBCBHXKIAHE

[TosrydenuTe TBBPAN 00pa3lK ca OXapaKTEPU3UPAHU C HIKOJIKO (PU3MKOXUMHYHUA METOIH 32
YCTaHOBSBAHE HAa HAJIMYHUTE [OBBPXHOCTHU (PYHKIMOHAIHM TpYIH, TMpOCIeAsBaHE Ha
CIICKTPOHHUTE TMPEXOAW B HW3CICABAHUTE CheAWHCHHS W (azoBus uM chctaB. CHerute FT-IR
CHEKTPHU HAa CUHTE3UpAHHUTE MPOOU W W3MOI3BAHUTE M3XOJHH PEAareHTHU B PEaKIMOHHHUTE CUCTEMU
ca noka3zanu Ha dwur. 2.
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@uwr. 2 FT-IR -criektpu Ha: 1 — NaHSeO3, 2 — PtCls, 3 — PtNP, 4 — PANP, 5 — PdCl,

BbB BHCOKOYecTOTHaTa obmacT Ha crhektpute (3600 — 3200 cm™!) ce permcrpupar
XapaKTepUCTUYHUTE UBHUIH, ABDKAIU CE Ha BATCHTHU TpenTeHus Ha O—H Bpb3KkH B U3CIeABaHUTE
ChEIMHEHUS UM Ha KPUCTAIM3AIIMOHHO ChABpIKaIla ce BoAa. B cpeanodyecroTHara odnact Ha FT-
IR -cmextpu (1630 — 1610 cm’l) ce HaOmomaBaT aOCOpOIIMOHHU WBHIIM Ha TOTJIBIINAHE,
CHhOTBETCTBAIIM Ha AedopMarmonHu TpenteHus Ha Ha O—H Bpb3ku. B HuckodectoTHara obnact
(1000 — 400 cm’l) ce HabJI0/1aBaT UBUIM HA TOTIIBINAHE, JBJDKAIIA CE€ BaJCHTHU TpenTeHHs (Se—

0) B SeO? iton u Ha mMonexyna SeO, (Allen & Theophanides, 1964; Calderon, Morales, Velasquez,

Lara, & Salgado, 2009; Janson et al., 2009; Verma, 1999). B cnextspa Ha NaHSeOs (ciektsp 1) ca
PEruCTpUpPaHU XapaKTepUCTUUHM MBMIM TpH 3416 cm™' u 2429 cm™!, gpmxamu ce Ha vs(H-O);
1652 cm™ 1 1234 cm™!, cworBercTBamm Ha S(H-0); 845 cm™! 1 823 cm™!, otroBapsmu 3a vs(SeOy);
788 cm™! | apmkama ce Ha vus(Se-0), a 614 cm™!, 599 cm™!, 429 cm™!, 425 cm™! ortroBapsaT Ha
BasienTHU TpenteHus (O—Se—0). B cnextspa Ha PtCls (cnexTsp 2) ce HaOm01aBaT aOCOPOITMOHHT
WBHUIIM HA TIOTIIBIIIAHE, XapaKTePHHU 3a BaJICHTHH U JedopMarmonnu tpenterus Ha O—H Bpb3ku ot
dusnuecku 3amppKkana Boga — 3444 cm!, 3447 ecm™!, 1591 cm™!, 993 em™!, 712 em™! m 543 cm L.
EMHCTBEHO pETrHCTPUpAHATA XapaKTepUCTHYHA MBUIA Npu 477 cm™' ce IBIKM Ha BaJEHTHO
tpentene Ha Bpb3karta (Pt—Cl) (Allen & Theophanides, 1964). Tpentenusita Ha Bpb3kuTe Me—X (X

= 0O, Cl) ob6uxkHOBeHO ce HabOmogaBar B cpeaHara UV-vis o6nact. Perucrpupanure
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XapaKTepUCTUYHUTE UBUIM B CIIEKThpa Ha cuHTe3upanus oOpaszer PtNP (cnexTsp 3) ce oTauuasar
OT CNIEKTPUTE HA U3XOJHMTE PEAreHTH M TO Haii-Beue ¢ abCOPOIMOHHUTE UBHIM TIpu 2429 cm™' u
1243 cm™!, crorBercTBamm Ha vs(H-O) u tpentenus (Pt—CO), nonagnan oT Bb3AyXa U BEPOSTHO
dopmupane Ha Pt HaHowacTum (Srinivasan & Gottam, 2018). CrektspsT Ha PACly (ciekTsp 5)
M3KJTIOUUTETHO OelleH Ha aOCOpPOLMOHHU MBUIM Ha MOTIBIIAHE, KOUTO C€ ABIDKAT HA (PU3NYECKU
3abppikaHa Boja U npumecu ot Bb3ayxa kato CO u CO». B criekrbpa Ha nmpoaykra PANP (criekTsp
4) ca u3MecTeHH aOCOPOIMOHHMTE JUHHUH, perucTpand npu 870 cm™!, 646 cm™', u 415 cm™
peructpupanu B crekTbp Ha NaHSeO3 kato v5(SeO2), kbM 890 cm™!, 664 cm ™' u 419 cm™!, xoeto e
JI0Ka3aTeJICTBO 3a MPOMsIHATA B ChCTaBa Ha MPOAYyKTa. SICHO m3pa3eHusT abcopOLMOHEH MUK MPU
594 cm™! nemoncrpupa Hamuuue Ha PdO 3aenuo ¢ Pd(0) wactumm (Sarmah et al., 2019).

3a oKa3BaHe Ha ChCTaBa HA MOJYYEHHUTE TBbPAU (a3u e npunoxkeHa UV-vis CHEKTPOCKOMHUS
C LeJ NoJy4yaBaHe Ha MHQOpPMAanus 3a PETUCTPUPAHUTE EICKTPOHHU INPEXOIU B MOJIEKYJIUTE Ha
uscneaBanute oopaszuu. Cuerute UV-vis criekpu ca npeacraBenu Ha Our. 3A u B, pecriekTuBHO 32
JIBETE U3CJIEIBAHU PEAKIIMOHHU CUCTEMHU.
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@ur. 3 UV-vis cnextpu Ha: 1 — NaHSeOs, 2 — PtCly, 3 — PINP, 4 — PdCl,, 5 -PANP

B UV-vis cnektpa Ha NaHSeO3 (®ur. 3A) uBuiara ¢ MakCuMaiaHa eHeprus npu 228 nm e
CBBbp3aHa C TMOTJIbIIaHE HAa HA-BHCOKO €HEPrUilHO HWBO. PerucrpupaHa € W mMpoKa WBUIA HA
MOTJIBIIIAHE ¢ MAaKCUMYM TIpH 499 nm, 4neTo MpUCHCTBUE MOXKE Ja C€ OOSCHH C OCBIIECTBIBAHETO
Ha WHAYIUPAH OT HATPUS BHTPEUIHO-TUTAHJEH MPEXo] T — T*, MpOoM3X0oXKaall OT HATMYUETO Ha
3aIblIHEHA P-eleKTpoHHA KoH(urypanus Ha Na® #on (Sutradhar, Basak, Das, & Nath Ghosh,
2023). B cniexrbpa Ha PtCls, ce HaGmroaBaT 1Ba MHTEH3UBHU abCcOpOIMOHHHM THKa 1pu 260 u 400
nm, KaTto MOCJIECIHUS € JI0Ka3aTeJICTBO, ue TIaTMHaTa € B WoHHa (opma (Sarmah et al., 2019).
CrekTbpbT Ha CHHTE3UPaHUs 00pa3ell ChAbPKa UBUIM, XapaKTEPHHU U 3a JBETE U3XOIHU BEIECTBA,
KaTo Hampumep uBHIUTEe npu 232 nm, 255, 265 u 400 nm. [lo-romsima mupuHa ¥ TO-ciadaTa
WHTEH3MBHOCT Ha mBHata npu 400 nm ca MHIUKATOPU 32 HAMAJISIBAHE HA TUIATUHOBUTE HOHU B
npobara ¥ MPOTHYAHETO Ha BeposTHa peaykiusa. CnexkTbpbT Ha u3xoauuss PAClL (cmexTsp 4) ce
xapakrepusupa ¢ uBuiM npu 260 nm, 455 nm u 505 nm. 3a paznuka OT IUIATUHOBUS MPOIYKT B
CIEKThpa Ha MaJaIueBHs XJIOpHU ce HaOmoAaaBaT uBumM npu 228 nm, 260 u 446 nm. [Ipu PdCl,
uBnnara npu 400 nm e ormecteHa kbM 446 nm u e xapakrtepna 3a Pd(Il) iionu. [Tocnensanara
XHApOTEepMallHa peakiys, MpoTUYalla MpyU CMECBAHETO HAa M3XOJHUTE BEIECTBa, C€ OTpa3siBa Ha
UV-vis cnekTbpa Ha monydenust oopasen. Ormmmuutenedn UV aGcopOIuoHeH MUK ce Ha0roaaBa
npu 265 nm, aeikang ce Ha Pd(II) #ionn. OTChCTBHETO HA SCHO M3pa3eH aOCOPOIMOHEH MUK TPH
446 nm B crieKTbpa Ha 00paselia BEpoATHO c€ JbJDKU Ha HaMalsiBa chabpkanueTo Ha PA(Il) fionute
(Sarmah et al., 2019).
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@ur. 4 Pentrenorpamu Ha: 1 — NaHSeOs, 2 — PtCly, 3 — PtNP, 4 — PdCl,, 5 —PdNP

B pentrenorpamara Ha NaHSeOs ce nHabmiogaBaT MHTEH3UBHHM AU(PAKIHMOHHUTE MUKOBE
npu 26 croitnoctu: 17.7°, 25.7°, 26.8°, 27.6°, 29.4°, 30.4°, 30.9°, 32.4°, 33.8°, 34.9°, 35.8°, 41.3°,
46,3° u 54.4° (ICSD 00-032-1088). B nu¢dpaxtorpamara na PtCls ca peructpupanu sicCHO U3pa3eHu
NMUKOBE mpu Iy Ha audpakmus: 12.8°, 15.9°, 18.1°, 19.3°, 25.5°, 30.3° u 32.0°. Ilo-cmabo
u3pa3eHu AU(PaKIUOHHUTE MUKOBE B pPEHTreHorpamaTa Ha cuUHTe3upaHus obpazeny PtNP ce
3abemnszBaT npu caeanute 26 croitnoctu: 11.01°, 13.06°, 15.82 ° u 22.3° moka3BaT HaJM4YMe Ha
Nay(PtClg)(H2O)s  (ICSD  01-089-4323).  Ilo-unTeH3uBHUTE  IU(PAKUIMOHHH  IHKOBE,
no3uuonupanu npu 39.8°, 46.2° u 67.5°, orpa3aBar NpUCHCTBUETO HAa HaHOpa3MEpHA IJIaTHHA
(ICSD 01-089-7382). OtkpuBar ce u cineau oT uzxonuus NaHSeOs mon ¢opmara obaue Ha
ceenuHeHneTo NaH3z(SeO3),, unero Hamuuue ce J0Ka3Ba ¢ IU(pakIMOHHUTE MHUKOBE mpu 17.4°,
24.0° u 25.6°. BpB BTOpara peakLMOHHA CHUCTEMa M3MOI3BaHMAT u3xoneH peareHT PdCl ce
XapakTepHu3upa ¢ MUKOBe chC cTOMHOCT 26: 17.4°, 24.0° u 25.6° u 38.0° (ICSD 01-089-8426). Bvs
BTOpHS MOJTy4eH 00pasell OT XUAPOTEPMAIHUS CUHTE3 ce 3a0eNsA3BaT ciabo MHTEH3WBHU ITMKOBE HA
NaH3(Se0s)2, pasznonoxenu npu 16.7°, 24.0°, 25.2 °© u 31.9° (ICSD 01-089-8426). NU3kintounTenHo
nHTe3uBHUTE UKoBe npu 30.8°, 32.0°, 41.9°, 54.6°, u 60.2°, u 71.4° ca cBbp3aHU C HATMYHUETO HA
¢daza ot PdO nanoctpykrypa (ICSD 00-043-1024).(Sarmah et al., 2019).

n3BOIUN

B pesynrar Ha npoBeaeHUs: XUAPOTEPMAIHHS CUHTE3 B IBETE U3XOJAHU PEAKIIMOHHU CUCTEMU
ca mosrydenu JiBe cmeceHu TBepau (aszu. [locpenctBom FT-IR u UV-vis cIeKTPOCKOTICKATE METOIH
€ JI0Ka3aHO HaMaJsBaHE ChIbPKaHUETO Ha MIATHHOBUTE HOHM B Tipobara PtNP u popmupanero Ha
IUIATUHOBU HaHouacTHiM, nokato B PANP mpoaykra ca HabmomaBaHu abCcOpOLMOHHHM HBHIIM,
MOTBBPK/AaBaIU MO-HUCKO chabpkanue Ha Pd(II) ionute. [IpaxoBara peHTreHOBa AUQPAKIUST HA
cuHTe3upanus obpazen; PtNP moTBbpkgaBa HaluuuMeTo Ha HaHOpa3MEpHA IUIATHHA U CIEAH OT
NaH3(Se03)2 u Nay(PtClg)(H20)s, a BToparta npob6a PANP chabpxa ocHoBHO HaHopa3zmepen PdO u
ocratbk oT NaH3(SeO3),. IlomydyeHuTe mpu cpaBHUTETHO ,,MEKH' YCIOBHsS OOpa3ld MoraT Ja
3aMEHAT M3II0JI3BAaHUTE METOAM 3a CHUHTE3 HAa HAHOpPa3MEpPHM MaTepualM, KOUTO J1a HaMepsT
MOTEHIIMAIHO MPUIIOKEHUE KaTO ObJIeHIN KaTalu3aTopH.
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