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KATAITIMTUYECKUE CBOMCTBA NMPOOYKTOB r’MOPOJIN3A
BPOMUOA UTTPUA

A.B. bynaHoea, B.B. AeOuH, M.C. NlonoeuH, O.A. 3adopuHa
HOxHo-Ypanbckuli 2ocydapcmeeHHbil yHusepcumem, 2. YenabuHck, Poccusi

B pabote m3yueHo BnusHHE Ha (PopMHpOBaHHE OKCHUTHUAPOKCHIOB HTTPHUS, HMOITYICHHBIX
LIETOYHBIM T'HIPOIM30M OpOMHZIA MTTPHS, BpEMEHH T'MApOJM3a, KoHeuHoro pH cuHTe3a u ruj-
poTepMabHON 00paOOTKH. ['MapoK3 ocyecTBIICH NpU Pa3IMYHOM BPEMEHU BBEACHHS THIPO-
JUTUYECKOTO are’ra: 5 MUHYT, 1 1 24 yaca, a Takxe IMpU pa3auuHbIX KoHeuHbIX pH: 8, 9 u 10.
Jnst XapakTepu3aluy MOJy4YeHHbIX 00pasloB NMPUMEHEHBI TaKHE METOJbl KaK TepMOIPaBHMET-
pus, coBMmelieHHas ¢ JuddepeHInanbHO CKaHUpPYIOIEH KaJopuMeTpued H  Macc-
CIIEKTPOMETpPHEH Ta3000pa3HBIX MPOAYKTOB TEPMOIN3a, PEHTTEHO(MA30BHIN aHAIN3, CKAHUPYIO-
1ast AMEKTPOHHAsT MUKPOCKOTHS BEICOKOTO pa3pellieHUs, pEHTTEHOBCKAs YHEPTO-IUCIIEPCHOHHAS
crekTpomeTpusa. Kpome Toro, BHIMONHEH (OTOKATATMTUYECKHN TECT MOJIYYCHHBIX OOpas3IoB B
PEaKIyH Pa3IoKEeHUs] METHICHOBOTO TOyOOTo MO JeHCTBHEM YIBTPA(PHOIETOBOTO M3ITyUCHHS.
Y CcTaHOBIICHO, YTO TIPH THIPOIN3E OpOMHIA MTTPUS MPOMCXOINT 3aXBAaT 3HAYUTEILHOTO KOJH-
YyecTBa MpuMeceid OpOMUI- U KapOOHAT-OHOB, KOTOPBIE HAXOIATCS B CTPYKType 00pa3mnoB. Ou-
3MKO-XMMHYECKHE XapaKTEPUCTHKU MPOAYKTOB IHIPOJIM3a OpOMHIa UTTPHUS 3aBUCAT Kak oT pH
W BPEMEHHU THIPOJIHN3a, TaK U OT THIPOTEpMalibHOI 00paboTku. TlocnenHss 3HaYUTENBHO MTOBbBI-
HIaeT KPUCTAJUIMYHOCTh 00pa3loB U UX (OTOKATAIUTHYECKHE CBOWCTBA B PEAKLUH JECTPYKIHH
METHJICHOBOTO TOJIy00ro.

Knrouesvie cnoga: 301v-2envb memoo, euopomepmanvhas obpabomka suopozenet, oKcusuo-
POKCUO Ummpusl, (homoKamaiumuyeckoe pasnodiceHue MemuieH08020 201y6020.

Beenenue

[IponyKkTel THApONN3a HEOPTaHUYECKUX COJNEH penKo3eMelbHBIX 37eMeHToB (P39) mpencraBustor
c000H COOTBETCTBYIOIINE OKCHTHIPOKCHIBI, COAEPIKAIIME BKIIFOYCHHUS B BUJIC HOHOB UCXO/HBIX COJIEH 1
TUAPOIUTHYECKUX areHTOB. JTO MPOUCXOJIUT, B YaCTHOCTH, W3-32 TOTO, YTO OHHU HMMEIOT CIIOMCTOE
CTPOEHHE M MEXCIIOEBOE MPOCTPAHCTBO SIBJISAETCS €MKOCTHIO, 3aMOJIHIEMOM POTUBOMOHAMHU 1 KOMOHA-
MU [1]. PaznuuHble cHHTETHYECKUE MPOIIEYPhl OOBIYHO HAIIPaBJICHBI HA TO, YTOOBI YMEHBUIUTH KOJTH-
YECTBO MPUMECEH, HO HEKOTOpPbIE MPUMECH MOTYT OKa3bIBaTh IMOJIOKHUTEIHHOE 3HAUEHUE Ha CBOMCTBAX
MoJTy4yaeMbIX MaTepranoB. K TakuM mpumecsiM OTHOCSTCA JONAaHTHI B BUJE KaTHOHOB €BPOIHUS, HEOH-
Ma ¥ JIp., a TaKKe WOHBI, GOPMHUPYIOIINE HA TIOBEPXHOCTH OKCHTHJIPOKCHIA PA3IUUHbIe QYHKIIMOHATb-
HBIE TPYIIITHL.

[Iupokoe nmpuMeHeHHe OKCUTUAPOKCHIbI P33 HaxomsaT B kauecTBe JIFOMHUHOGOPOB. B nureparype
NPE/ICTABIICHBI PE3yIbTAThI HCCIIEOBAHNM, B KOTOPBIX MOKA3aHO, YTO JIOMHUHO(POPEI ¢ HAHOPa3MEPHHI-
MH YaCTHUIIAMH MOTYT NPOSBIATH 00jiee BHICOKYIO JIIOMUHECLUEHTHYIO 3()(EKTUBHOCTD, YIy4dllaTh pas-
peleHne n300paKeHH TIPH OCBEIICHUU U oToOpakeHuu [2, 3]. UTTpuii U ero coequHeHus NCIONb3Y-
IOTCSl TaKXKE B KauecTBE JOOABKH K KaTajlu3aTopaM JUIsi HEHTpaM3ali aBTOMOOMIIBHBIX BBIXJIOIHBIX
ra3oB M JJisl mepepaboTKU YIiIeBOAOPoAOB [4], pa3noxeHus: TPYAHOOKUCIAEMBIX OPTaHUUECKUX COeu-
HeHUH [5]. OnMHUM W3 MEPCIEeKTHBHBIX KAaTaIM3aTOPOB SIBISIETCA XJIOPUA WTTPHUS, MPUMEHSIEMBIN Kak
KaTaJIn3aTop B PeakUusIX MoiydeHus 6ezatnosona [6], B-aMUHOKapOOHMIBHBIX COSAHMHEHMH [7], B peak-
UM TOJIMMEPHU3aLUH JaKToHa [8] U1 momydeHus OnopasiaraeMbIX IOJIMMEPOB.

B nutepatype ommcaHo Oo0JbIIOe KONWYECTBO METOAOB MOJNYyYEHHUS OKCHTHAPOKCHIOB HTTPHSL:
TBepaodaszHble peakuuu pa3noxenus [9], romorenHoe ocaxaenue [10], rumporepmanbHas o0paboTka
[11-14], 30m1b-renn metos [Teunnu [15, 16], Mmeton snektpocnuuuara [17]. B nanHoii pabote npencras-
JIEHBI MICCTIENOBAHUS OKCUTUAPOKCUAOB UTTPHS, MOTyUYeHHBIX THAPOIN30M Opomuaa urtpus. Mccnemo-
BAaHO BIIMSIHME PA3JIMYHBIX BO3JACHCTBUI Ha (PU3MKO-XMMHUYECKHE CBOMCTBA MOJIYUYEHHBIX MaTEPUAJIOB.
HUccnenoBanbl ux HOTOKATAIUTHIECKUE CBOMCTBA.
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IKcnepuMeHTAIbHAS YaCTh

s nomydeHust pactBopa OpomMuaa UTTPUSI OKCUA UTTPHUS PacTBOPSUIN B OPOMOBOAOPOIHON KUCIIO-
te (0,86 M). 'maponuszoM pacTBopa OpoMuIa UTTPUS TIO 30JIb-T'€]Ib TEXHOJIIOTUU TOTYYald OKCUTHUAPOK-
cUIl UTTpUsl. B KadecTBe THAPOTUTUYECKOTO areHTa MCIONb30BAIM PACTBOP THAPOKCHIA HATPHS C KOH-
neHntparueit 1,0 mons/n. Bee peaktuBbl nMenn kBanudukamio XY 1 HE TOIBEPTauCh JOTTOTHUTETb-
HOM oumcTKe mepes npumenenueM. Pacteop NaOH BBonmnu mo kamisim o goctmwxenus pH 8, 9 u 10
NpY KOMHAaTHOH TemIiepaType. JMuTeNbHOCTh BBENEHHS THIPOJIUTHYECKOTO areHTa COCTaBHia 5 MUH,
1 u 24 4. [Tony4eHHBIH Tebh TOABEpraica co3peBaHmio B Tedenne 24 4. [locme co3peBanus reib pasje-
JSUIM Ha JIB€ YacTU M OJHY U3 HUX JEKAaHTUPOBAIU U MATHUKPATHO OTMbIBAJIN — 3aJIMBAIN JUCTUILIMPO-
BaHHOHM BOJIOH, MHTEHCUBHO BCTPSAXMUBAIN B TEUEHHE MUHYTHI, 3aTeM LEHTPU(YTUPOBAIU IPH CKOPOCTU
9000 06/MuH. B TeueHHe 2 MUH. B mipesBapUTENbHBIX DKCIEPUMEHTAX YCTAHOBHIIHU, YTO MATHKPATHOE
MIOBTOPEHHE OTMBIBKM I'apaHTHPYET IOJIy4E€HHE OTPULATEIbHOM peakluy Ha MPOTHBOHMOHHI B (pyraTte.
Jpyryio 4acTh TUAPOTENS MOABEPTrail THAPOTEPMaIbHOM 00padoTKe, KOTOPYIO IPOBOAMIN B MAaTOYHOM
pacTBope B aBTOKJIaBE C CaMOPETYJIHMPYILIMMCS AaBlieHHeM ¢ 3amoiHeHueM 70 % mpu Temrmeparype
180 °C B Teuenue 24 4. Bce nomydennsie o6pasiiel (0€3 U ¢ THIAPOTEpMAaIbHONH 00paOOTKOI) BEICYIIIH-
BaJI B BAKYYMHOM InKady npu gasieHnu 8 mbap u temmepatype 50 °C.

Penrrenodasoseiii ananus (POA) mpoBenieH npy NOMOIIH MOPOIIKOBOTO PEHTTEHOBCKOTO TU(paK-
tometpa Rigaku Ultima IV ¢ ucnonszoanuem nsnydenus Cu-Ko (1,541874 A) B nuanaszone 20 5...90°
¢ muckperHoctbio 0,02°, ckopocTh ckaHMpoBaHUSA — 2 °/MHH. [[1si oncka KpHuCTamudeckux (a3 mc-
noJp30Ban OnbIMoTeKy peHtreHoBckux crekTpoB |ICDD-COD-Inorg Rev218120 2019.09.10 u mpo-
rpammy Portable Crystal Impact Match. UccnenoBanns Mmopdonoruu u ornpeeneHne 3JIeMeHTHOTO CO-
CTaBa BBITIOJIHSIM Ha CKAaHUPYIOMIEM 3JIeKTpoHHOM MuKpockore Jeol JSM-7001F ¢ mpucraskoit EDS
Oxford INCA X-max 80.

Tepmuueckuii ananu3 TI-/ICK Boimonannm Ha TepmudeckoMm aHanmmzatope Netzsch STA 449 F1
Jupiter, a TT'-JICK-MC — Ha Tepmudeckom ananm3atope Netzsch STA 449 C Jupiter, COBMEIIEHHBIM C
KBaJPYMOJILHBIM Macc-CIIEKTPOMETPOM Ta3000pa3HbIX NpoaykToB Tepmonnza QMS 403C Acfolos.
B o0oux mccrenoBaHugIx HarpeBaHHE MPOBOAMIM B TUIATHHOBBIX MUKpOTHUIIAX (50 MKi) B atMocdepe
aprona co ckopocthio 10 K/muH, B untepBane temneparyp 30...1200 °C, nepxxatens Tuma S. Macca
HaBECKH 00Opa3loB COCTaBIsIa OKOJIO 5 MI' (3aBUCHMOCTH CTPOMJIM ISl OTHOCHUTENBHOTO M3MEHEHHS
Macchel, %). st kaxmoro obpasua npoBoawnu He meHee Tpex T1-/ICK-uccnenoBanuii m ycpenHumm
MOJIyYeHHBIE pe3yibTaThl. Macc-CIeKTphl 3alrcaHbl B PE)KUME MOHHUTOPHHTA TPEX MACCOBBIX YHCEIN:
18 (H,0), 30 (NO) u 44 (CO,) u 81 (HBr) — ra3os, BEIAEISIONIUXCS TP TEPMOJIHM3E MPOIYKTOB THAPO-
nn3a OpoMua UTTpUsl, ycTaHOBIEHHbBIX B npeaBaputenbHbix TI-JACK-MC-uccnenoBanusix, B KOTOPBIX
MAacC-CIIEKTPHI 3alMChIBAIN B PEXKHME CKAHUPOBAHUS.

Jns ompeneneHus (GOTOKATATUTHYECKONW aKTHBHOCTH HaBECKy 00pa3iia OKCHTHIPOKCHUIA HTTPHUS
Maccol 25 MI mOMELAIN B KBapLEBbIA peakTop, coaepkamuii 50 Ml BOOHOTO pacTBOpa METUIICHOBOTO
royooro ¢ konuenrpauueit 10 mr/n. CycneHsuro nepeMeIrBaid Ha MarHUTHOW MeIIajKe B TEMHOTE B
Teyenue 30 MUH JI0 JOCTHXKEHHUS aIcCOPOIIMOHHOTO paBHOBeCHs. Bpems agcopOIuy yCTaHOBHIIH B TIpEI-
BapHUTENILHBIX JKCIIEPUMEHTaX. AJICOPOIHIO onpeersuin GoToMeTpudecku 1Mo nuky 664 uM. Iocie uz-
MepeHUsl acopOLK CyCIeH3HI0 00aydyanu ynbrpaduonerom B Tedenue 120 mus. Vicrounuk ynbrpa-
¢uonera — 3 kBapresbie pryTHbIC Jamitbl JIBK 30, pacronoxeHHbIe B 3aKPBITOM IIHIHMHIPUISCKOM OOK-
C€ M3 aIFOMHUHHUEBBIX JUCTOB. MeTozoM aktTrnHOMeTpHH [18,19] onpenenuny, 9T0 MOIIHOCTH CBETOBOTO
MOTOKA B CIEKTPAJIbHOM JAMana3oHe AJuH BojdH MeHee 410 HM mmeer 3HaueHue 45 Br/M’. Kaxsie
30 MuH M3 peakTopa OTOMpaIN aJTUKBOTY 5 MJI, PACTBOP OTAEISUIM OT KaTanuzaTtopa HeHTpudyruposa-
nueM npu 8000 06/MUH ¥ M3MEpPSUTH OINTHYECKYIO IJIOTHOCTB. [locie m3MepeHus: KaTanu3aTop W pac-
TBOP BO3BpaILlaJId OOPaTHO B PEaKTOp M Mpoaoinkaiu o0inydeHne. @oTonus KkpacuTesns MpOBOIMIN B TEX
e IKCIIEPUMEHTAIBHBIX yCIOBUSAX, HO B OTCYTCTBHE Karaiu3aropa. M3MeHeHne KOHIEHTPalui Kpacu-
teneit mpu Y D-o0aydeHnn 0e3 Karaau3aTopa HaXOIUTCS B MpPEeNiax OIIMOKH OMpeaeNeHus, KoTopas
coctasisieT MeHee 3 %. CnexTpodoToMeTpruecKre UCCIIe0BaHMs TPOBOJIUIIN Ha CIIEKTPOPOTOMETpPE
yIbTpauoIETOBOro U BuaAMMOro auanasona Shimadzu UV-2700.

HaBecku pearentor Opayii Ha Becax Sartorius cepun CPA, 5 3nak Tounoctu (0,01 mr). pH koHTpO-
nupoBann npu oMoy pH-metpa Sartorius PP-25. CunTe3 mpoBOAnUIN MPH TOMOIITH MarHUTHON Me-
manku BIOSAN MSH-300, Bakyymuoro cymmnsHoro mkada Binder VD 115 u nentpudyru Hermle
LaborTechnic Z383.
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Hccnenoanus mpoBeneHbl HA 000PYJIOBaHUM HAaydHO-0Opa3oBaTenbHOro IeHTpa «HaHoTexHoo-
rum» KOxHO-Y panbcKoro rocyJapCTBEHHOIO YHUBEPCUTETA.

O0cy:k1eHue pe3ybTATOB

[IpoayKTH!l mENTOYHOTO THAPOIN3a OpoMHIa UTTPUS CONEpKaT 3HAUUTEIbHbIE IPUMECH HCXOMHBIX
OpOMUI-MOHOB, HE YAAISIOLIMXCSI OTMbIBKOW. KoamuecTBO nmpuMecHbIX OPOMUAOB COIOCTABUMO C KO-
mndectBoM noHOB ClI™ n NOj, 3axBaThIBaeMBIX MPH IICJIOYHOM THIAPOJIU3E XJIOPHIOB U HUTPATOB HT-
Tpus [20], u B cpeaHem cocrasiseT okono 0,3 aTomoB Opoma B pacuete Ha 1 atrom urtpus. [locne run-
poTepManbHON 00paboTKH coaepkaHHe MPUMECHBIX HOHOB OpoMa B cpenHeM Bo3dpacTaeT 10 0,36 Ha |
aToM UTTpua. B Tabnnne npuBeaeHBI 3HAYEHHUs] MOJNBHBIX JoJiel () MpUMECHBIX OpOMHAOB, OIpere-
neHHbIX MetogoM EDS, a Ha puc. 1 moka3aHO HM3MCHEHHE COACP)KAHUSA MPUMECHBIX OPOMHIOB IIPH
BapbupoBanuy pH, BpemeHu cuHTe3a Ui 00pa3LoB, MMOJYYEHHBIX 30JIb-T€Ib METOAOM A0 THIPOTEp-
MasibHOW 00paboTku U mocie Hee. Kak BUIHO W3 MpUBEACHHBIX AaHHBIX, U3MEHEHUS COAepKaHus Opo-
MHUJIOB B HaWOOJIbIICH CTCICHW HAOMIOAAIOTCS IS 00pa3loB, MOJIYYCHHBIX NPU BPEMEHHU THIPOJIN3a
5 muH, u B ocHOBHOM 3aBucsat ot pH cuntesa. [Ipu pH 8 conepxanune OpoMHIOB pe3KO MagaeT IMOocie
BBIJICPKKH B aBTOKJIaBe, mpu pH 9 — ocTtaercst npumepHo nocTosiHHBIM, a ipu pH 10 — pe3ko Bo3pacra-
et. [Ipu BpeMeHM cuHTe3a | 4 Mocie ruApoTepMalibHOM 00pabdOTKU CoAep)KaHHue OPOMHJIOB HE3HAYH-
TEJIBHO CHIDKAETCS, a TIPH [UINTEIbHOCTH THAPOIIN3a 24 4 TaKKe HE3HAYUTEIILHO BO3PACTACT.

MonbHoe copepxaHne 6poMuAa-MOHOB B MCXOAHLIX 06pasuax (Mcx.) n nocne ruapoTepManbHoin o6paboTku (ruap.)

Bpewms cunresa u pH x(Br) ucx. x(Br) ruap.
5 muH, pH 8 0,672 0,392
5 muH, pH 9 0,140 0,220
5 muH, pH 10 0,061 0,685
1 gac, pH 8 0,420 0,373
1 yac, pH 9 0,371 0,240
1 gac, pH 10 0,317 0,280
24 gaca, pH 8 0,225 0,395
24 gaca, pH 9 0,260 0,389
24 gaca, pH 10 0,269 0,268

ITpumeuanue. Pacuer cienaH o OTHOLIEHUIO K COAEPKAHUIO UTTPHSL.

x(Br)
07T

0,6
0,57
0,4
0,3
0,2
011

Puc. 1. UsmeHeHue coaepkaHnsa 6poMua-uoHOB B obpasuax ao (a) u nocne (6) rmgporepmanbHon o6paboTku

Mo manueiM TT-JICK-MC kpome OpOMUI-MOHOB OOpasibl COAEPKAT 3HAYUTENLHBIE KOIMYECTBA
KapOOHAT-HOHOB, AHAJIOTHYHO MPOIYKTaM THAPOIN3a HATpaTa U xiopuaa uttpus [20]. [Ipu tepmoinmze
Opomua-uoHsbl orierusirores B Buae HBr (M/Z = 81 Jla), aHanorun4Ho OKCUTUAPOKCHIAM, TIOJTyYSHHBIM
THIPOJM30M XJIOPHIA WTTPUS, TNpPU TEPMOJHU3EC KOTOPBIX xiopuabl yaamsitores B Bume HCI

104 Bulletin of the South Ural State University. Ser. Chemistry.
2021, vol. 13, no. 3, pp. 102-110



BynaHoea A.B., AeduH B.B.,
lonosun M.C., 3adopuHa O.A.

Kamanumuuyeckue ceolicmea
npodykmoe 2udponu3za 6pomuda ummpus

(M/Z = 36,5 [Ta). B 0CHOBHOM AECTPYKIIHsI MPOTEKACT C OTIICIUICHHEM BOJbI M YIJIEKHUCIIOrO ra3a 10
TeMreparypsl okoio 650 °C ¢ mocnenyomum ynaieHueM opoMuaos (puc. 2a), Ho npu pH 10 yraekuc-
JIBIA Ta3 YaCTHYHO yaalsieTcs BILIOTH 10 900 °C, 94To 0cOOEHHO XapaKTepHO /aiisi 00pa3IoB, MOABEPTHY-
TBIX THAPOTEPMAIEHON 00padoTke. A mpu pH cunTe3a 10 m BpeMeHH THAPOIN3a 5 MUH, IPH KOTOPOM
oOpasel] MeeT MUHHMAJIbHOE COJEP)KaHUE MPUMECHBIX OPOMUJOB, BCE JAHHBIC NMPUMECH YAASIOTCS
B y3koM uHTepBaie 350...400 °C (puc. 20).

TeMmrneparypHble UHTEPBAIbI ISTHIpPATAIA 00Pa3IoB, MOTYYCHHBIX U3 OPOMHUJIA UTTPHS COBIAIAIOT C
TEMH, KOTOPbIC HAOJIOMAIOTCS [Tl OKCUTHUAPOKCHUIOB UTTPHS, TIOYYCHHBIX M3 PACTBOPOB HUTPATOB U XJIO-
pumoB [20]: ot komH. 10 200 °C ynansiercst ancoporupoBaHHas U opoBasi Boja, B uHTepsaine 200...350 °C —
BOJIa OT KOHIIEBBIX MOBEPXHOCTHHIX TpymiL, 350...550 °C — Boma ot MoctukoBbix OH-rpymm. XapakTepHbiM
oTIMYreM 00pasioB, 00padOTaHHBIX THAPOTEPMATIBHO, OT HEOOPAOOTAHHBIX, SIBISICTCS] YMCHBILICHUS IITUPU-
Hbl mukoB Ha kpuBbIX JICK u JATI', ucuesHoBeHME JONOIHUTEIILHBIX TMKOB HEOOMBIION aMIUTUTYABI W/IH
TUIeUeH, a TakKe YBEIWYCHUE B CPEIHEM B JIBA Pa3a aMILTUTYIbI H3MEHEHHUS TIOTEPH MACCHI U TIOTJIONICHHS
TeIUia TpY NpOTeKaHuu Jeruapataiuu. Ha puc. 3 mpeacTaBieHO CpaBHEHHE XapaKTePHBIX TEPMOAHAIUTH-
YECKUX KPUBBIX UCXOIHBIX M 00pab0TaHHBIX THAPOTEPMATIBHO 00Pa3IIoB.

T, %

JTL, %/vmun. JICK, Bt/r TT, %

JTT, %/vun. JICK, Bt/r
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Puc. 2. XapakTepHblii BUA TepMOaHaNMTUUYECKMX U MacC-CNeKTPOMeTPMUYECKUX KpUBLIX (a) U aHOManbHoe yaaneHue
npuMecHbIX 6pomuaoB (6): 18, 44 n 81 la — MC-kpuBble, 3anNUCaHHble B peXuMe MOHUTOPUHra, a) 5 MuH, pH 9,

T, %

NCXOAHbIN Kceporenb, 6) 5 muH, pH 10, ruppoTtepmanbHoO o6paboTaHHbLIN obpa3sel

ATL, %/mun. ICK, Br/r TT, %

JATT, %/mun. JICK, B/t
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Puc. 3. XapakTepHbIii BUa TepMOaHanNMTU4eCKUX KpUBbIX MUCXOQHOrO (a)
1 rmppoTepmanbHoO o6paboTaHHoOro (6) o6pa3uoB: ycrnoBus cuHtesa: 14, pH 9
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Pentrenoda3oBblii aHanu3 mokasal, 4To MOYTH BCE MOMyYeHHBbIE 00pa3Ibl HMEIOT HEKOTOPYIO KpH-
CTaJUIMYECKYI0 YIMOPSA0UYEHHOCTh. PeHTreHoaMOp(HBIMU SIBIAIOTCS TOJBKO KCEPOTENH, MOTyYCHHBIS
npu BpeMeHu ruaponusa 5 muH u pH curaTesza 9 u 10. OKCHTHAPOKCHIBI UTTPHSL, TOJTyIeHHbIE U3 Opo-
MUIHBIX PACTBOPOB HE cojepKaT a3y HH YHCTOTO OKCHIA, HU YUCTOTO TUApoKcuaa uttpus. [lpu mo-
MOIIH UMeroLIeiics 6a3bl JaHHBIX HACHTU(PHUINPOBATh KpUCTAILTMYECKHE Pa3bl He YAaloCh.

Kpucrammmanocts 0xkumaeMo pacTeT y 00pa3IioB mocie TuapoTepManbHoil 00paboTku. [Ipu Bapeu-
POBaHMY BPEMEHHU CHHTE3a HauOOJbIIAs KPUCTAUTHIHOCTD HAOM0OqaeTCs y 00pasIoB, MOTyYeHHBIX
NIpY AJUTENBHOCTH ruaponusa 1 1 (puc. 4), a npu BapsupoBannu pH cunrtesa — npu pH 8 (puc. 5).

I/IHTeHCI/IBHOCTb, OTH. €11 I/IHTBHCI/IBHOCTL, OTH. €.

a) 6)
Puc. 4. UsmeHeHue andpakTorpaMm nNpu Bo3pacTaHMU BPEMEHU CUHTE3a UCXOAHbIX (a)
M rmapoTtepmanbHO o6paboTaHHbIX (6) obpa3uoB

WHTEHCUBHOCTD, OTH. €]1. WHTEHCUBHOCTD, OTH. €]I.

10 20 30 40 50 60 70 80 90

6)
Puc. 5. UameHeHue audpakTorpamm npu Bo3pactaHum pH cMHTe3a ncxoaHbIx (a)
¥ rmapotepManbHO 06paboTaHHbIX (6) o6pasuoB

Mopdonorust 00pa3LoB CyILIECTBEHHO 3aBUCUT H OT YCIIOBUI CHHTE3a U OT THAPOTEPMAIBLHON 00pabOTKH.
IIpu Bpemerny Tuaponm3a S MUH Bce 00pa3iibl He3aBUCHMO OT pH crHTE3a MpencTaBistoT co00i KpyITHbIE ar-
peratbl pazmepom ot 200 1o 1000 HM. Arperatsl peacTaBIsIOT co0oi dactuibl pazmepom 100...200 HM, co-
eIMHEHHBIE MEXITy coOOH IpH MOMOLIM HeOOJIBIINX 00pa3oBaHuil pa3MepoB B HecKosibko HM. Ilocie ruapo-
TEPMAILHOTO BO3JIEHCTBUS YACTHIIBI HEOOJBIIOrO pa3Mepa MepexoiaT B MATOYHBIA pacTBOp M arperarhl
pacmagaroTcsl Ha OT/AENbHBIE YaCTUIIBI, BO3MOXKHO C HEKOTOPOW IMEPEeCTPOKOM CTpyKTyphl. Tak, 0Opasipl,
nonydeHHsle npu pH 8, mociie ruapoTepManbHOrO BO3IEHCTBUSI COCTOSIT M3 OTHAEITBHBIX CEepOHIaIbHBIX
yactul pazmepom okono 100 am. O6pasiel, cuntesupoBannble npu pH 10 pacnagaroTess Ha YacTHIBI He-
npaBwibHOW ¢dopmbl pazmepom 100...300 am. Oxcuruapokcuapl, oiaydeHusle mpu pH 9, dopmupyrort
CIIOMCTBIEC YaCTHLIBI, PA3MEPbl KOTOPBIX OT COTEH HAHOMETPOB 10 1,5 MKM, a TOJIIIMHA — OKOJIO 5 HM.

[Toxoxue n3mMeHeHus: MOPQOIOTUN HAOTIOAAIOTCS Ul 00pa3LOB, MOJIYYCHHBIX MPH BPpEeMEHH TH]I-
poimza 1 4, ¢ TOW JUIIh Pa3HUIICH, UTO €IIe 0 THAPOTEPMATLHOM 00pabOTKH OOJIbITIas YacTh 00Pa3IloB
COCTOUT M3 OTJEINIbHBIX arperaToB, a Iocjie 00paboTKHU arperupoBaHHBIX YAaCTUIl IOYTH HE OCTAETCS U
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(hopma paznuaHbBIX yacTul] craHoButTcs O6mu3koi. [Ipu pH curTe3za 9 m 10 obpa3yroTcst manodxoodpas-
Hble gacTumbl guameTpoM 200...300 M, mmHOK 1...2 MM, ipu pH 8 — cheponmansHbie THaMETPOM
okono 150...200 um. Takas ke kapTUHA HAaOJIFOJACTCS IPU BPEeMEHU CHHTe3a 24 4, HO chepruecKue yac-
TUIBI 0Opasyrotes ipu pH cuHTe3a 9, a manoukooOpasHeie — pu pH 8 u 10. B kauectBe npumepa Ha
puc. 6 ToKa3aHo H3MEHEeHNE MOPGOJIOTHH B 00pasiiaX, CHHTe3UpOBaHHBIX ITpu pH 8 B TeueHme 5 MuH.

OO0pasipl ObUTM UCTIBITAHBI B PEakiyy (DOTOKATATMTHUYCCKON JIECTPYKIIMH METHJICHOBOTO TOJIy0Oro.
JI71 mOTyYeHHBIX KHHETHIECKUX 3aBUCUMOCTEH OIPEICIII, YTO OHU C KOA(P(UITUESHTOM KOPPEISAIUU BbI-
e 0,95 XOpoIIIo ONHCHIBAIOTCS YpaBHEHHEM TICEBIOTIEPBOTO TOPS/IKA (JIMHEWHAs perpeccHst ISl YpaBHESHIIS
In(C) =a + bx, roe C — KoHIEHTpamus, MOJIB/JI, a — CBOOOMHBIN wieH, b — koHcTaHTa peakmun). OOpasiE,
TOJTYYEHHBIC TIPH BPEMEHHU THIPOJTH3a 24 9 MPOSIBISIFOT OYEHB Cl1a0ble ()OTOKATATMTHUCCKUE CBOWCTBA; KOH-
cranTa peakuun Menee 10, Takoif e MOPSJIOK MMEIOT KOHCTAHTHI y 0OPa3IoB, HE TOJBEPrHYHBIX THIPO-
TepMabHOM 00padoTke. Hanbompimei akTHBHOCTBIO 00J1aaf0T 00pasibl, moay4eHHble pu pH 9 n Bpemenn
ruaponn3a 1 4. KoHcranTta peakumu (poTOAECTPYKIMH UIsi HMX BO3pAcTacT TOYTH Ha ABa MOPSIKA.
Ha puc. 7 MPUBEACHBI HECKOTOPHIC KMHETUYCCKUE 3aBUCUMOCTH, IMOJYYCHHBIC B JAaHHOM KaTAJIUTUYCCKOM
Tecte. HekoTopbie KpUBBIC MMOKa3aHbI B OOJiee KPYITHOM MacITade Ha Bpe3ke. BepxHsis KpuBasi WILTIOCTPHU-
pyeT GOTOAECTPYKIHIO B TEX JK€ YCIOBUSIX METHIIEHOBOTO roryboro 0e3 hoTokaramuzaropa.

RN » Wy -
L lpm  JEOL 12/11/2017 lpm  JEOL 5/30/2019
X 25,000 20.0kV SEI SEM WD 10mm  12:55:58 X 25,000 20.0kV SEI SEM WD 10mm  13:27:49

a)
Puc. 6. UsmeHeHue mopdhonorum nocne rugporepmanbHOn 06paboTku:
a — ucxopHble Kceporenu, 6 — ruaporepmanbHO 06paboTaHHbIe

—*— doToau3
lua,pH 10, T'T
—*—14,pH8
—+—14,pH 10
—4— 5wmun.,pHO, IT
—*—5wmun.,pHS§, I'T
—v—1u,pHS&,IT
—— 14y,pHI,IT

0 20 40 60 80 100 120

0,825 L | L | s | L 1 s | L 1 L | L | L | L | s | L J
0 10 20 30 40 50 60 70 80 90 100 110 120

t, MuH,

Puc. 7. Kunetuka cporokatanmtnueckoro pasnoxeHuss METUIIEHOBOroO rony6oro
€ yyacTuem o6pasuoB OKCUrMapoKcuaa UTTPUSA, NONYHEHHOTro B Pa3HbIX YCITIOBUAX
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3akil0ueHue

lunponu3 Opomua UTTPUS MPUBOIUT K (POPMHUPOBAHUIO OKCHTHIPOKCHIIOB, COACPKAIIUX B CBOEM
COCTaBe 3HAYMUTENHHOE KOIMYECTBO MpUMeceld OpoMua- 1 kapOooHaT HOHOB. [IprMecn HaxoasATCs BHYT-
PH CTPYKTYpPBHI U OOBIYHOM OTMBIBKOW HE yaamstoTcs. [Ipun HarpeBaHNr OpOMUI-MOHBI YAAISIOTCS TOb-
KO MOCJIe TIOJHOW JETHIPAaTallui OKCUTHIPOKCHIA. BEICYIIICHHBIC KCEpOTrelin HMEIOT HU3KYIO KPHUCTa-
muaHOCTh. ['mapoTepmanbHas 00paboTKa TUApoTeNneld MPUBOAUT K 3HAYMTENbHBIM H3MEHEHHUSM, CBS-
3aHHBIM C PACTBOPEHUEM psifa aMOpP(hHBIX U JeEeKTHBIX KPUCTAJUIOB. B pesynbraTe KpUCTAINTMIHOCTD
3HAYUTENHFHO BO3PAcTaeT, HO pa3Mep 00pa3yIoIIMXCsl YacTHIl 3HAYUTENbHO He n3MeHsercs. Hanbomb-
IIYI0 KPUCTAUIMYHOCTh UMEIOT 00paslibl, MONTYYCHHbIC IIpH BpeMeHW ruapoim3a 1 v u pH 8 u 9.
IIpu momom mmMeromieiicss 0a3bl MaHHBIX HISHTH(HUIMPOBATH KPUCTAJUTHYECKHE (a3bl HE YIANOCh.
B 3aBucumocTH oT ycioBuil cuHTe3a (BpeMs ruapoiu3a u koHeuHbslii pH) dopmupyrorcs manoukooO-
pa3HbIec HAHOYACTHIIBI, CJIOUCTHIC, a TAKIKE YaCcTUIBI HenpaBuiabHOU (hopMmel. [locnennee HabmogaeTcs
npu pH cunTesa 10. OKCUTHAPOKCUABI UTTPHSL, TTOTyYeHHBIE U3 OpOMHEIA UTTPHS, 00IaTaf0T HEKOTOPOU
(hOTOKATATUTHIECKON aKTUBHOCTBIO B PEAKIMU PA3IIOKEHUST METHIICHOBOTO roiyooro. ['mapoTepmans-
Hasi 00paboTKa MOYTH Ha J[Ba MOPsIKA MOBBINIAECT JaHHOE CBOHCTBO. HanOONbIIyI0 aKTUBHOCTBH MPO-
B 00pa3ibl, UMEIOIIUE MIIOCKOCTHOE CTPOEHHE U BBICOKYIO CTETIEHb KPUCTAJUTMYHOCTH (THAPOIIU3 B
tedenne | 4 mpu pH 9).
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The effect of hydrolysis time, final pH of synthesis, and hydrothermal treatment on the for-
mation of yttrium oxyhydroxides obtained by alkaline hydrolysis of yttrium bromide was studied.
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Hydrolysis was carried out at different duration of the hydrolytic agent addition: 5 minutes,
1 hours and 24 hours, as well as at different final pH values were checked: 8, 9 and 10. Methods
for characterization of resulting materials were: thermogravimetry combined with differential
scanning calorimetry and mass spectrometry of gaseous products of thermolysis, X-ray diffrac-
tion, high-resolution scanning electron microscopy with EDX elemental analysis. In addition, a
photocatalytic activity of the obtained samples was evaluated in the decomposition reaction of
methylene blue under the UV radiation. It is established that the hydrolysis of yttrium bromide
involves the capture of a significant amount of impurities of bromide and carbonate ions, which
are present in the structure of the samples. The physical and chemical characteristics of yttrium
bromide hydrolysis products depend on both the pH value and hydrolysis duration, as well as on
hydrothermal treatment. The latter significantly increases the crystallinity of the samples and
their photocatalytic performance in destruction reaction of methylene blue.

Keywords: sol-gel method, hydrothermal treatment of hydrogels, yttrium oxyhydroxide, pho-
tocatalytic decomposition of methylene blue.
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