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J.A. T'ypesinos’ 2, T.A. Boponosa? ®

Y Uncmumym gpusuxu npounocmu u mamepuanosedenus CO PAH (2. Tomcx, Poccust)
2 Hayuonanvmwlii uccrnedosamensekuii ToMckutl ROTumexuu4ecKuii yuueepcumen
(2. Tomck, Poccus)
8 Hayuonanvnoui uccredosamenvckuii TomcKkutl 20Cy0apcmeeHHblil YHUGEpCUmen
(2. Tomck, Poccus)

IlosryueHne kepaMuyecKUX MOPUCTHIX MeMOpPaH
HA OCHOBE OKCH/Ia ATIOMUHUS

O6vexmom uccie008anus A6IAemcs NOPUCmylil Mamepuan Oas Memopan Ha oc-
HO8€ OKCUOA ANIOMUHUS, NOLYYEHHBIN MENMOOOM NPAMO20 XUMUHYECKO20 OCANCOEHUs.
6 600HOM PACMEOPE € PAIUUHBIMU NOPOOOPA3YIOWUMU 000ABKAMIL.

Ocywecmenen cunmes nopouwika Al203 memodom npamozo xumuueckozo oca-
JHCOCHUsL 8 BOOHOM PACMEOPE C PA3TUYHBIMU 000aA8KAMU (YUMPAMHBIM MEmoooM)
¢ 0obasnenuem Op2anuiecKux CmaduIu3amopos pasHoll MoleKyIaApHol maccel. B npo-
yecce uUCCie008aHUsL NPOBOOUNUCH PA30GbIIL AHATU3 NOTYUEHHBIX 00PA3YO8 MEMOOOM
penmeenoazoeoeo ananusza, mepmuyeckuil ananuz memooamu TI//[CK, uccredosarnue
npoyeccos chekanus npu nomowu ounamomempuu. Ilocie npeccosanus u cnekanus no-
JIYHEHHO20 NOPOWKA UCCTIeA08ANUCy NOPUCIAS. CIMPYKIYPA MemOOOM DMYMHOU no-
po3uMempuy U MOPGHON02USL NOBEPXHOCTNU MEMOOOM AMOMHO-CUTOB0U MUKDOCKONUU.

B pesynomame uccie0o6anus NOmyueHbl MUKPO- U HAHOPA3MEPHblE NOPOUWKU
okcuoa amomunus. Ilymem npeccoeanus u cnekanus NOPOUIKo8 noryueHsl Memopansl
¢ obweti nopucmocmvio 00 52% u meepoocmuio, O0OCMAMOUHOU OJisL UX NPUMEHEHUS
6 npoyecce MUKpOPUILIMPAYUU.

KiioueBble cJI0Ba: anl0MOOKCUOHAS KEPAMUKA, MeMOPaHA, MUKpOGUIbmpayus,
nopucmas Kepamuka, XumMuieckoe 0caxcoenue.

BBenenne

B nacrosiiiee Bpems npoliecchl KaTajan3a U cerapaldy B OpraHu4eCcKOM CHH-
Te3e, MUKPO- M YIbTpaQUIBTPALNH, Ta30pa3AeiICHUs], a’palnuy, OOOTalICHUS]
CBIPbSI, OYMCTKU TPOMBIIIICHHBIX OTXOJI0B HEBO3MOXKHO MIPOBOAMTE O€3 MpHUMe-
HEHHSI TOPHUCTHIX MaTepHaioB. [lopucTeie 3eMeHTHI [T (GUIIBTPOB MOTYT OBITH
MOJy4EHBl U3 CaMOT0 Pa3HOOOPA3HOTO CHIPhS (KepaMHMKa W METaJIOKepaMHKa,
CTEKJIO- U TPa(hUTOIUIACTEI, alleTaThl [EJUTIONI03b, ApOMATHICCKUE ITOTHAMUIEI,
MONHCYIB(POHAMHA, TOJUATWICH, MOJUIIPONIIICH, MeTautel) [1]. Xummdeckast
CTaOMIILHOCTD TOJIMMCPHBIX MeM6paH JIMMUTUPYETCSI B OTHOIICHHUU CUJIBHBIX
KHCJIOT W OpraHudeckux >kxujakoctedl. [o 3ToW mpuymHe B mocienHee BpeMs
YCUJIUBAETCS UHTEPEC K MeHee TPaJIUIIUOHHBIM MaTepuaiaM, B YACTHOCTH K OK-
CHUIHOW KepaMHKe, MPEUMYIIECTBA KOTOPOH 3aKII0YaloTCs B XUMHYECKOH
WHEPTHOCTH W CTAOMIBHOCTH MpPU BBICOKHX TEMIIEPaTypax, T.€. B YCIIOBHIX,
KOr/la IOJIMMEpHbIE MeEMOpaHbl HEPUEMIIEMBI.
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Hoﬂyueuue KepamuuecKux nopucmbslx MeM6pan HA OCHO8€E OKCUOA ATIIOMUHUA

W3-3a yHUKaNBHBIX CBOWCTB OKCHIHYIO KEPaMUKy BBIOMPAIOT KaK MaTephal
Juid nonmyyeHust memOpan [2]. [IpoHuniaemMas mOpUCTOCTh KEpaMUYECKHUX Mate-
pHaoB MOXeET cocTaBIATh 0T 50 10 95%. B cpaBHeHHU ¢ MHBIMU MaTepHaIaMU
KepamMHKa o0JIajacT MOBBIICHHONM XUMHYECKOH M TEPMHUYECKON CTOMKOCTHIO.
W3 storo crnepyer, 4To KepaMu4yeckue MeMOpaHbl MOXKHO IIPUMEHSTh B paboTe
C BBICOKMMH TeMIIepaTypaMH MpHU MPOTEKaHNH XUMHUYECKUX peakimid. [lopuctsrit
QTIOMOOKCHIHBIN MaTeprall MOKET HCIIOIB30BATHCS MPAKTUIESCKU IPH JIFOOBIX
pH cpensl 1 B MIOOBIX PaCTBOPHUTEISIX, BCIEACTBUE YETO ISl €T0 pereHepanuu
JOIMYCKAITCAd K HCIOJIB30BAHUIO MPAKTUUECKH BCE BUJBI PEr€HEPUPYIOILUX
KHCJIOTHBIX W IIENOYHBIX CPel, B TOM YHCJIEC W TEPMUYECKas pereHepanus.
CrpaBeUTHBO TIPEATIONOKUTh, YTO TPH ONPEHEICHHBIX YCIOBUSIX KepaMIUeCKUe
U37ENHs BBIICPIKUBAIOT OOJBIIE Pab0YnX IUKIIOB, YeM UX MOJIMMEPHbIE AHAJIOTH.

CymiecTByeT ciieayromas KJIacCH(pHUKAIU 0 THITY MEMOpaHHOTO TIporecca,
B KOTOPOM HCIIONB3YIOTCSI MEMOpPaHBI:

— MeMOpaHBbI 4711 MUKpoduisTpanuu (pazmep mop 0,1-1 Mxm);

— MeMOpa#nsl st yabtpaduisTparmu (pazmep nop 10—-100 1m);

— MeMOpaHsbI Ju1d HaHoQuIbTparwH (pasmep mop 1-10 aM);

— MeMOpaHsbI [y 00paTHOro ocMoca (pasmep mop < 1 Hm).

B Hactosmee Bpemsi HauOoubIIee IPUMEHEHHE B NIPOMBIIUIEHHOCTH OJY-
YHJIH TIPOIECCHl MUKPO- W yIbTpa(iIbTparun. PasmMepsl 4acTuIl I MOJEKYI
pa3mensieMBIX BEIIECTB ONPEICIIOT HEOOXOIMMBIA pa3Mep Iop M pachpeerne-
HHE T0p 10 pa3Mepam.

AHanm3 yCIOBUH CIy)KOBI KepaMUIeCKUX MEMOpaH IMOKa3bIBaeT, YTO OKCH-
HYIO0 KepaMHUKy OObEIUHSIET TpeOOBaHNE BBICOKOH MPOHUIIAEMON TOPHCTOCTH H
PeryaupyeMoil CTPYKTYpbI IOp, 00ECHEUUBAIONINX BBICOKYIO MPOU3BOIUTENb-
HOCTh U CEJIEKTUBHOCTH M3AeHid. [Ipr 5TOM OpoBOE CTpOCHHE Tela OKa3bIBaCT
pelnaroniee BIUSHUE HA BCE OCHOBHBIC CBOWCTBa Marepuaia. OqHOBpEeMEeHHAs
ONITHUMM3AIMS CTPYKTYpPBI U COCTaBa MaTepHana MO3BOJIUT MOJydaTh HPOYHBIC,
XUMHYECKH ¥ TEPMHUYECKH CTOMKHE M3/CTHs B IIUPOKOM JUara3oHe 3HAYCHUH
UX IPOHUIIAEMOH TIOPUCTOCTH.

N3 xuMuuecKuX METOJI0B MOMYYCHHUS TTOPUCTON KEpaMUKH TEPCIIEKTUBHBIM
SBIISICTCS] MUTPATHBIN MeTo (Meton [leunnn) [3], KOTOPBIA O3BOJISET UCIIONb-
30BaTh JOCTYITHBIE PEarcHTHl, He TpeOyeT BBICOKOTEXHOJIOTHYHOTO 000pyI0Ba-
HUSI, B TIpoliecce CHHTE3a (POPMHUPYIOTCS OJHOPOAHBIC MOPHUCTHIE CHCTEMBI. Me-
TOJl TIO3BOJISIET PETYIMPOBATH IMOPUCTOCTH CHCTEMBI, BAPbUPYSI KOHIICHTPALIHIO
OpraHnYecKHX Topoobpasyromux no06aBok. OgHAKO B JHTEpaType CBEICHHS
0 BJIIMAHUMU J00ABOK Ha MOPUCTOCTh JOCTATOYHO Pa3pO3HEHHBI U HE CUCTEMAaTH-
3UpOBaHHI [4].

Henb paboThl — OTyYeHne KepaMmdeckux MeMOpaH Ha ocHoBe Al;O3 ¢ KOH-
TPOJIUPYEMOH MOPUCTOCTBIO M HCCIEJOBAaHME MX CBOMCTB. sl NOCTHXKEHUS
LIEJIN TIOCTABJICHBI CIICAYIONIHE 3aa4ul: TOJyIeHUE MTOPOIIKa OKCHIA aTIOMUHIS
OUTPATHBIM METOJOM C J00aBICHHEM OPTraHMYECKUX CTaOMIN3aTOPOB PAa3HOM
MOJIEKYJIIDHOM Macchl AJI OLIEHKH BIUSHUS CTaOWIIM3aTopa Ha CTPYKTYpYy H
CBOMCTBAa KOHEYHOI'O MaTepHala; HCCleAoBaHME mopomka meromamu bOT,
P®A, JICK; ompeneneHne ONTUMAIBHBIX YCJIOBUH CHHTE3a, TEPMOOOPAOOTKH
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A.A. I'vypbanos, I.A. Boponosa

U NOpECCOBAHHA IIOPOIIKa OKCHIAa AJIIOMHHUA 1A IOJIYUYCHUA MCXaHHYCCKHU
MPOYHBIX TOPUCTBIX MeM6paH.

:‘)KCHepHMeHTaJ]LHaﬂ 4acTb

Ilonyuenue okcuoa anioMunus Memooom YUMPAMHO20 2eia

Hns cunresa mopomka AlOs HCIOIR30BaIN METOA XUMHUYECKOTO OCaKIC-
HUS HUTpaTa ATIOMUHHS B BOJAHOM PAacTBOpE JTUMOHHOHM KUCIOTHI. LluTpaTHIii
METOJ SBISIETCS HU3KOTEMIICPATYPHBIM CIIOCOOOM MONYYCHUS YIBTPAIUCIEpPC-
HBIX, OTHOPOAHBIX, BEICOKO PEaKIIHOHHOCIIOCOOHBIX IIOPOIITKOB OKCHIIOB METAa-
70B [3]; B KauecTBe KOMILIEKCOOOPA3yOIIEro areHTa MCIOJb3yeTcs JTUMOHHAsS
kucnora CeHgO7 mpu cootHomennn kommoneHToB AI(NO3)s: CeHgO7 = 1: 1.

B pa6ore ncnonp3oBanu 0,5 M BOIHBIA pacTBOP HHTpATa ATFOMHHHS, ITOCIIE
MIPUTOTOBJICHUS B HETO MOOABIISUIN JIMMOHHYIO KHACIOTY M BBIICPKUBAIN CYTKH.
[ToyueHHBIN pacTBOp MEIJICHHO BBIIAPUBAJIM, B pe3ylibTaTe 4ero oOpa3oBbI-
BaJICS JKEJNITHINA TeleoOpasHblid ocafok. OcaloK CyIIWId, pa3aesisiii Ha 3 4acTH
W TIOIBepraiid TepMooOpaboTke mpu temmepatypax 500, 700, 900°C B TeueHue
4 4. B mpotiecce oTKUra IPOUCXOAAT pazokKeHHUe MPEKyPCOpOB U 00pa3oBaHUE
MOpPOIIIKa. Peakiuio MOKHO IPEICTABUTh B BUJIC YPABHCHHUS:

6A|(N03)3 + 5CeHgO7 = 3Al,03 + 30CO- + 9N, + 20H,0

Taxum ke 00pa3oM TOTOBIIIM €IIe JBa PAcTBOPa HUTPATa ATIOMUHUS H JIH-
MOHHOH KHCJIOTBI C TEM OTJIMYHUEM, 4YTO B OJHH I[O6aBJI$IJII/I OTUJICHIJTIUKOJIb
(C2H6O2), a Bo BTOpPO# MOMUATHIIEHIIIMKOIL C MOJEKyIsapHoi maccoit 2 000
(IT3I'-2000). OTHOMmIEHNE A00aBKU K JTMMOHHOM Kuciote Obuto 1:4. B nanHoM
CJIydac MOHbI aAJIFOMUHUA OKa3bIBAIOTCs 3aXBAYCHHBIMU B OPraHUYCCKYIO MATpHILy,
00pa3oBaHHYIO 3TepUPHUKAIIEH MEXKIY XelIaTo00pa3oBaTesieM U MHOTOATOMHBIM
CIIHPTOM, B KOTOPOH OHM cy1abo cBszaHbl [Tam »ke]. [Tocie mpuroToBieHus pac-
TBOPHI BBITAPUBAIH, CYIIHIN U TTOBEPTaid TEPMOOOPAOOTKE, OITMCAHHOMN BBIIIIE.

[TosryueHHBIE MOPOIIKH MOJBEPTaAIUCH XOJOIHOMY OJAHOOCHOMY IPECCOBa-
Huto nipu nasnenusx 200, 500, 800 MITa na npecce UIT-500M-asTto. [Tpu mpec-
COBAaHHHN HE HCIIOJB30BAJIMCHh HOOIIOJHUTCIIBHBIC CBS3KHU H l'[J'[aCTI/I(l)I/IKaTOpBI.
CrpeccoBaHHbBIE 00pa3IIbl TS MPUIAHHS MEXaHUYECKON TIPOYHOCTH CIIEKalld Ha
Bozayxe 2 4 npu 1 600°C.

Memoowt uccnedosanun

PentrenodasoBsiii ananm3 00pa3oB MPOBOIIIHN C TOMOIIBIO PEHTTEHOBCKO-
ro mudppakromerpa XRD-7000S Shimadzu (Anonwus).

V3MepeHne BeUUMHBI Y/IETBLHON MOBEPXHOCTH Ha npubope Sorbi®-M (Poc-
cusi) nmpoBoawu o BOT-meroxy.

TepMmuueckuil aHaNU3 MPOBOAMIM Ha MPUOOPE CHHXPOHHOTO TEPMHYECKOTO
ananu3za (nepusarorpade) STA 409 PC LUXX®.

HccnenoBanue mponeccoB CreKaHus MPOBOJMIIN Ha BRICOKOTEMIIEPATypPHOM
BakyymHoM nunaromerpe NETZSCH DIL 402 C MexaHH4ecKOro THIia.

Ompenenenre TOPHCTOCTH 00Pa3LIOB IPOBOAWIIN HA IPUOOPE IS aHAIM3a Pas3-
MEpOB IOp METOJIOM PTYyTHOH nopomeTprn Quantachrome Poremaster 33 (CLLA).
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Hoﬂyueuue KepamuuecKux nopucmbslx M€M6paﬂ HA OCHO8€E OKCUOA ATIIOMUHUA

Jlyis ccnemoBaHusi MUKPOTBEPJOCTH HCIONB30BaM Tpubop tuma [TMT-3,
paspaborannsiii M.M. XpymessiM u E.C. bepkoBuuem [5, 6], cTaHmapTHBIM
MeToI0M u3Mepenust TBepaoctu mo Bukkepcy HV (TOCT 2999-75).

Pe3yabTaThl U HX 00CYKIEHHE

B xone mpoBezeHus paOOThl ObLIM MOJNYyYEHbI MOPOIIKA OKCHA AFOMHUHUS
¢ 100aBJeHHEM OPraHHYECKUX CTaOMIN3aTOPOB PAa3HON MOJEKYJISPHON MAacCChI
(aTunenrnukosb, [191-2000) u 6e3, ¢ pa3HbpMu Temneparypamu omxura (500, 700,
900°C). Pe3ynbraThl peHTTeHO(hA30BOTr0 aHAIN3a 00pa3IioB MPUBEICHBI B Ta0. 1.

Tabnuia 1

Pe3ysibTaThl peHTreno(ha3oBoro ananusa o6pasuos nopoukos Al2O3

TopooGpasytomas T oxkwura, °C Pasmep OKP, Hm daza Al203
JobaBKa

500 - AwmopdHas

OtcyTcTBYeT 700 - AmopdHas

900 9,28 Y, aMmop¢Hast

500 - Awmopduas

DTHJICHTITUKOb 700 - Awmopduas

900 8,97 Y, amop¢Has

500 - Amopduas

[121-2000 700 - Awmopdras

900 9,45 Y, aMmop¢Hast

B 1abn. 2 mpeacraBiieHb! 3HAUCHUS YIEIBHON MOBEPXHOCTU 00OpA3IOB, IO-
JY4ECHHON METOJIOM ra30BOW JIECOPOIMH, U JUaMeTpa TOp, KOTOPBIA paCCUNTHI-
BaJIU 110 popmyIie
6

S-p’

rae S — yaenbHas MOBEPXHOCTh, M?/T; p — INIOTHOCTh MOpomKa, r/cm®. J{is 00-
pasuoB, otoxokeHHbIX mpu 500 u 700°C, mis pacuera MOPUCTOCTH ILIOTHOCTh
nenopucroro amopduoro Al,O3 nmpunmuManack 2,2 r/cM®, a s 06pasios, mpo-
kaneHHbIX pu 900°C, cpensist IIOTHOCTh Mexay amophubM Al,O3z 1 y-Al,O3 —
2,94 r/cm®. U3 Tab. 2 BUIHO, YTO 0Opasiibl, MOIyYEHHBIE Kak ¢ J0OABKOM opra-
HUYECKOTO CTa0WiIM3aTropa, Tak W 0e3, UMEIOT 3HAYUTEIbHYIO YACIbHYIO II0-
BEpXHOCTb. IIpuBeEHB! JaHHbIE TONBKO Ul IOPOILIKOB, OTOACKEHHBIX IIpu 900°C,
TaK Kak MpH JIPYTUX TeMIlepaTypax MmosBIseTcs OOJblias OmnOKa ONpeIeIeHUs
U JJaHHBIE HE BOCIPOU3BOIATCS. CTOUT OTMETUTh, YTO NPU YBEJIUYEHUU TEMIIe-
patypsl TepMOOOPaOOTKHM IMPOMCXOAUT YMEHBIICHUE YICIFHOH IOBEPXHOCTH
00pa31oB, a Jo0aBJieHUE CTa0MIN3aTopa MPUBOJINUT K HE3HAYUTEIHPHOMY €€ yBe-
JINYEHUIO.

Ha puc. 1 npencrasnens! kpuBbie TI/JICK mis o6pasuos AloOs, momyuen-
HBIX METOJIOM IIMUTPATHOTO TeJIsI M MOJABEPTHYTHIX TEPMOOOpabOTKE MpH TeMIle-
patypax 500, 700 u 900°C. Kak Buano u3 TI'-kpuBoii, ¢ yBeianueHEeM TeMIie-

d

9



A.A. I'vypbanos, I.A. Boponosa

paTypsl IpeABapUTENFHON TepMOOOPaOOTKH YMEHBIIASTCS TOTepsl Macchl. [l
oOpasnoB, odpadoranusix npu 500, 700 u 900°C, norepu cocraBisoT 7,96,
5,07 u <1% cootBercTBeHHO. Ha Bcex Tpex kpubix JJCK B obmactu 50-200°C
HaOIrOIaeTCsl SHIOTEPMHUYECKAsT PEAKIHSL. DTO MOKET OBITH CBSI3aHO C BBIJEIIC-
HUEeM (DU3MYECKU aICcOpOMPOBAaHHOM BOABI W HayaBmMMcs BeiencHuem CO»,
00pasyromerocs Mpyu pa3ioKECHUH JTUMOHHOW KHCIOTHI. COTJIacHO JIUTEepaTyp-
HBIM JaHHbIM [3, 7], mporecc Beiropanus HaunHaetcs mpu 200°C u mpogomxka-
etcst BIIoTh 10 900°C. JlaHHBIM (aKTOM MOKHO OOBSCHUTH HAJIMYHE DK30Tep-
Mudeckoro nuka B obnactu 850-900°C y o6pa3ioB, MoABEPTHYTHIX TEPMOOO-
pabotke mpu 500 u 700°C. YV o6pasna, moABEprHYTOro TepMooOpaboTKe Ipu
900°C, maHHBII UK He TposiBiIgeTcs. Takke y BceX Tpex 00pas3ioB HabIroaaeT-
cs sK30TepMuieckuid muk B obmactu 1 150°C, uto cBuaerenpcTByeT 00 00pa3o-
Bauuu 0-Al>Os.

Tabnumna 2

BeiMunHBI y/1eAbHON MOBEPXHOCTH M JuaMeTpa yacTui nopoumkos Al2Os,
oTo::KeHHbIX pu 900°C

[Mopoobpasyromast 1o6aBka S, M¥r d, um
OtcytcTByeT 34,04 59,95
DTUIIEHIJIUKOIIb 40,44 50,46
T151-2000 43,59 46,81

[Tomy4yeHHbBIE TOPOIIKA MTPECCOBATN OJHOOCHBIM XOJIOIHBIM IPECCOBAHUEM
Ha ucnbITarensHoM npecce UIT-500M-aBTo 6e3 mobOaBieHMs CBS30K M IIa-
ctuduxaropo (nasiaerus npeccoranus 200, 500, 800 Mlla). B Ta6x. 3 npen-
CTaBJICHBI JAHHBIC IPECCOBAHMUS: M — Macca, h — BbIcoTa, py — MIIOTHOCTS, 11 —
oOIm1ast MOPUCTOCTh, BCe 3HAUCHHS yKa3aHbI Tocie mpeccoBanus. O0passl 0060-
3Ha4YeHBI CIEIYIOIIMM 00pa3oM: Ha MepBoM MecTe cTouT OykBa C; 3aTeM OyK-
Ba, yKasbpBaomas Ha 100aBky (E — stunenrmmkons, P — [101; ecnm BTopoii
OYKBBI HET, 3HAUUT JT0OABKa OTCYTCTBYET); IepBas Iudpa o3HaAYaeT TeMIepa-
Typy mpenBaputenbHoro omxkura (5 — 500°C, 7 — 700°C, 9 — 900°C); uudpa
mocine neduca yka3plBaeT Ha naBieHue npeccoBanus (MIla). uameTp Bcex
noy4eHHbIX oOpa3nos 10 mm. [l pacdera oOmiel MOPHUCTOCTH HUCIIONIB30Ba-
nack popmyina

H=(1—&)XIOO%,
p
TA€ Pn — IMJIOTHOCTH MMOPUCTOI'0 MaTepuasa, F/CM3; p — UCTUHHAs MJIOTHOCTH Ma-
Tepuaia, r/cM3; py PaCCUMTHIBAIACH HA OCHOBAHMH M3BECTHBIX MACChl U 0ObeMa
Ka)X70r0o 00pasia.

U3 Tabm. 3 BUIHO, 9TO 00pa3ubl, UMEONIHE OOBIIYI0 UCXOTHYIO TeMIIepa-
Typy omxkura (CE9-200, CP9-200, CP5-200), uMeroT u HAUOOJBIIYIO TOPH-
ctocTh (10 46%). Taxke HanboNbIIAS TOPUCTOCTh JOCTUTAETCs Mpu AoOaiie-
uun [191-2000 y o6paszmnos CP5-200, CP7-200 u CP9-200 u cocrasusier 39, 36
n 46% cootBercTBeHHO. OOImas nopuctocts Il sABiseTcss MakCHUMAalbHON st
ob6pasita CP9-200 (46%).
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HOle’leHue KepamuiecKkux nopucmaslx Memépau Ha 0CHO6€ OKCUOA ANIOMUHUA

== ==500°C

X
]
g
=
0 200 400 600 800 1000 1200 1400
T,°C
a
mBT/mr EbIrOpaHue — —500°C
UMTPETHBIX /™ . 700°C
1,25E+00 KOMMJEKCOB B00°C
7,50E-01
2,50E-01
-2,50E-01 3
-7,50E01
-1,25E+00 repexon
E o - hazy
-1,75E+00
T,*C
0
Puc. 1. Pesynbrarsl Tepmudeckoro anaiumsa: TI- (@) u JICK-kpussie (6) Al20s3,
MOJIY4YE€HHOTO METOAOM LUTpaTHOro resis, oTur npu 500, 700 u 900°C
Taonauma 3
I10THOCTH M MOPHCTOCTH 0OPA3IOB MOCJI€e PECCOBAHUS
O6pasen m, h, MM pu, T/eM® 11, %
C5-200 0,26 2,014 1,644 25,248
C5-500 0,253 1,818 1,772 19,418
C5-800 0,226 1,519 1,895 13,849
CE5-200 0,266 2,326 1,456 33,781
CES5-500 0,26 2,053 1,613 26,668
CE5-800 0,281 2,081 1,720 21,811
CP5-200 0,28 2,66 1,340 39,048
CP5-500 0,223 1,882 1,509 31,389
CP5-800 0,283 2,226 1,619 26,384
C7-200 0,318 2,452 1,652 24,904
C7-500 0,275 1,962 1,785 18,840
C7-800 0,238 1,588 1,909 13,217
CE7-200 0,247 1,951 1,612 26,692

11



A.A. I'vypbanos, I.A. Boponosa

Okonuanue Tabu. 3

O6paser m, h, MM pn, T/cM® I, %

CE7-500 0,264 1,915 1,756 20,174
CE7-800 0,262 1,765 1,890 14,046
CP7-200 0,251 2,258 1,416 35,633
CP7-500 0,246 2,051 1,527 30,549
CP7-800 0,311 2,431 1,629 25,923
C9-200 0,26 1,649 2,008 33,048
C9-500 0,212 1,324 2,039 32,008
C9-800 0,251 1,466 2,181 27,297
CE9-200 0,289 2,047 1,798 40,050
CE9-500 0,222 1,17 2,417 19,429
CE9-800 0,265 1,313 2,571 14,298
CP9-200 0,237 1,866 1,617 46,068
CP9-500 0,291 1,935 1,915 36,141
CP9-800 0,258 1,533 2,143 28,536

JdunaroMeTpudeckie KpUBBIE (pHC. 2) TOKa3alId, 9TO y 00pa3IoB, OTOXIKEH-
HBIX IIPH MEHBILIHNX TeMIIepaTypax, 00JacTh MHTEHCUBHOTO CIIEKaHHs C/IBUIAETCS
B CTOPOHY MEHBIINX TeMreparyp (Juist 00pa3oB 06e3 OpraHn4ecKuX CTaOMIn3a-
TopoB). Tak, y oOpasnoB, ortoxxkeHHbIX mpu 500°C, 0061acTh HHTEHCHBHOTO
cnekanus 517-1207°C, mpu 700° — 772-1 600°C; mpu 900°C — 1 027-1 600°C.
Ha xpuBbIX mponcxoauT usnom npu poctmwkeHnn 1 162°C msa 500°C, 1 147° —
s 700°C, 1 117° — s 900°C. BeposiTHO, 3TO CBSI3aHO ¢ HayajioM 00pa3oBa-
uust 0-AlxOs. Tlo xapaktepy KpUBBIX BHIHO, YTO MPOLECC CIICKAHUS HE 3aBep-
HINJICS, TIO9TOMY IIPHHSTO PEIICHUE HCIIOIb30BaTh JOMOIHHUTEIBHO JIBYX4aco-
BYIO BEIIEPKKY Bcex 00pa3noB mpu 1 600°C Ha Bozgyxe B My(QeIbHOI medn is
3aBEpIICHNUS CIICKaHUS U IPUAAHUSI MEXaHHIECKOM MTPOYHOCTH.

2
0 — C— — —
0 1000 1500 2000
-2 N ———500°C
— —700°C
2 -4 \
) \ 900°C
=
3 -6
8 N
| —
= \
-10 ——
-12

T,°C

Puc. 2. lunaTomerpudeckuii aHanmu3 o0pasmos, crpeccoBaHHEIX pu 200 MIla
u otoxokeHHbIX ipu 500, 700, 900°C
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Hoﬂyuenue KepamuuecKux nopucmbslx MeM6pan HA OCHO8€E OKCUOA ATIIOMUHUA

Ha puc. 3 mpencraBneHpl DUIaTOMETpUUECKUE KpuBBbIe it oOpasnos C9,
cnpeccoBanHbix npu 200, 500, 800 MIIa. Kak BuAHO M3 XapakTepa KpUBBIX,
BBIOOp JIaBJIEHUs TPECCOBAHWS HE OKAa3bIBACT TaKOr'O CHJIBHOTO BIMSHHS Ha
MPOIIECC CIEKaHWsl, KaKk BBIOOP pEeXHMa IMPEIBapHTEIBHON TEepMOOOPaOOTKH.
CkopocTh criekaHHsl 00pa3IoB BO3PACTAET C YBEIMYEHHEM JaBIEHHS IIPeccoBa-
HUA, a (UHANBFHOE 3HAUeHHE YCA/JKH Y HUX BBIMIE. DTO OOBSICHAETCS OONBIIEH
IUIOTHOCTBIO OOpA3IOB W, CIEIOBATENHFHO, OOJBIIAM YHCIOM MEKYaCTHUHBIX
koHTakToB [8—10].

dL/Lo
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-12

E o =%
— \

400
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\

800 1000‘\‘ 1200 1400 1600 1800

T,°C

U

Q\\\\ ————— 200MITa
~
N \i\ — — 500MIla
o 800MITa
N>
------ =37

Puc. 3. InmnatomeTprueckue KpuBbie 00pa3oB OTOXOKEHHBIX pu 900°C
u crnpeccoBanHbIx rpu 200, 500, 800 MITa

Kak m3BecTHO, TOPUCTOCTH OBIBAET OTKPHITOM M 3aKPHITOH. 3aKphITasi MOPH-
CTOCTb SIBISETCS HEXKEJIATECIBHOM, TaK KakK, BO-TIEPBBIX, YXYHIIAeT MEXaHHUe-
CKHE CBOWCTBa MaTepHaya, BO-BTOPBIX, CHMXAET JOCTYMHOCTh OOpasIOB IO
o6beMy. [loaToMy cniedeHHBIE 00pa3IBl UCCIEIOBANN HA TIOPUCTOCTh METOIOM
PTYTHOI mopomeTpuH. /laHHBIE O TOPUCTOCTH CIEYCHHOTO OKCHA AFOMHHUS,
B XOJIC CHHTE3a KOTOPOro HE J0OABIISIIM BHICOKOMOJICKYIISIPHBIE CTaOMIIN3aTOPEI,
TIPEe/ICTaBIIEHBI B Ta0I. 4.

TaOonuua 4

Bausinue gaBJjieHust nmpeccoBaHud U TeMIIepaTyphbl OTKUI'a HA MOPUCTOCTH 06])33[[0]3

0, s 0 _
JlaBnenue Temnepatypa O6mras 70 OTKPLITOH | % P TRpEI Cpennuit
MOPHUCTOCTH | TOM TOPH-
[IPECCOBAaHUS, | IPEABAPUTEILHOIO | IOPUCTOCTD, JUamerp Iop,
MTTa omxmra. °C % (ot oObEeMa CTOCTH MM
’ obpasna) | (ot oOrieit)
500 62,66 33,50 53,46 4
200 700 59,4 89* * *
900 53,38 35,58 66,64 5,5
500 58,4 98* * *
500 700 56,14 19,22 34,23 3
900 46,12 22,45 48,6 2
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A.A. I'vypbanos, I.A. Boponosa

Okonuanue tabu. 4

0, | 0 _
JaBnenue Temmnepatypa Obu1as /0 OTKpBITOH | % OTKPEI Cpenuuit
MOPUCTOCTH | TOM TIOpPH-
MIPECCOBaHMUs, | IPEIBAPUTEIBHOTO | IOPUCTOCTb, JHaMeTp TIop,
MITa o, °C % (ot obBvema CTOCTH .
’ obpasua) | (ot obreit)
500 52,38 39,84 75,70 1
800 700 47,62 38,34 73,19 0,7
900 52,63 22,99 48,27 0,5

* ommoOKa onpeeeHusl.

Jlyumue 3HaYeHUsI OTKpPBITOH mopuctoctd 75,7 u 73,2% mnokasbiBaoT 00-
pasusl, cupeccoBanubie pu 800 MIla u otoxokenHsle pu 500 u 700°C coot-
BETCTBEHHO.

Tak kak paHee ObLJIO YCTAHOBJICHO, YTO IPOLIECC CIIEKAHUS HE 3aBEPIIACTCS,
OblIa MOATOTOBJICHA ellle OJJHa MapThs 0Opa3lOB, CIIEYSHHBIX Ha BO3AyXe IpH
1 600°C B Teuenwue 2 4. [laHHBIC TTOCTIC CIIEKAHUS TPEACTABICHBI B Ta0II. 5.

Tabnuma 5

I[aHHbIe 0 IIJIOTHOCTHU U MOPUCTOCTH 06pa3u013 nmocJjie CieKaHus

O6pasen; | Macca, r | Beicora, MM | Jluamerp, MM | ITnotHoCTb, I/cM® | TTopucTocts, %
C5-200 0,221 1,758 8,85 2,044 48,755
C5-500 0,228 1,576 8,84 2,358 40,894
C5-800 0,2 1,33 8,83 2,456 38,423
CE5-200 0,236 1,98 8,82 1,951 51,082
CE5-500 0,246 1,742 8,58 2,443 38,755
CE5-800 0,255 1,778 8,54 2,505 37,215
CP5-200 0,256 2,226 8,51 2,022 49,299
CP5-500 0,213 1,592 8,57 2,320 41,838
CP5-800 0,259 1,879 8,49 2,436 38,945
C7-200 0,3 2,183 8,97 2,175 45,469
C7-500 0,25 1,734 8,98 2,277 42,918
C7-800 0,217 1,414 9,01 2,408 39,644
CE7-200 0,213 1,709 8,9 2,004 49,764
CE7-500 0,245 1,669 8,87 2,376 40,431
CE7-800 0,232 1,546 8,85 2,440 38,828
CP7-200 0,23 1,983 8,83 1,895 52,505
CP7-500 0,222 1,849 8,8 1,975 50,499
CP7-800 0,29 2,155 8,79 2,218 44,392
C9-200 0,233 1,522 9,21 2,299 42,379
C9-500 0,21 1,212 9,1 2,665 33,197
C9-800 0,241 1,308 9,02 2,884 27,697
CE9-200 0,272 1,896 9,31 2,108 47,156
CE9-500 0,18 1,052 9,12 2,620 34,321
CE9-800 0,209 1,155 9,05 2,814 29,461
CP9-200 0,216 1,741 9,1 1,908 52,166
CP9-500 0,26 1,739 8,94 2,383 40,274
CP9-800 0,219 1,455 8,88 2,431 39,058

W3 tabm. 5 BumHO, uro Haubosbiiee 3HayeHue mopuctocty (52,5%) mokassr-
Baet obpazen CP7-200.
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Honytteuue KepamuiecKkux nopucmaslx Memépau Ha 0CHO6€ OKCUOA ANIOMUHUA

Ha puc. 4 npencrasiens! 3Ha4eHHsI CPEIHEN MOPUCTOCTH B 3aBUCUMOCTHU OT

[apaMeTpPOB CHHTE3a.

Ilopucrocts ITopucrocts
(OT maBIICHHUS NIPECCOBAHM) (oT Temmepatypsr)
60 46 4494
48,73
50 44 428
40,35
40 37,07 42
30 R 40
38,41
20 38
10 36
0 34
200 500 800 500 700 900
MIla °C
[opucrocts (0T 106aBKH)
46 45,44
45
44
43
X 42 40,78
4 39,93
40
39
38
37
‘ Q
«1&0& Q,QQ
& N
&S

Puc. 4. Bnusinue napaMetpoB cuHTe3a Ha nopuctocts Al203

0O0001mast NoJIy4eHHbIE JaHHbIE, MOXKHO CKa3aTh CIEAYIOIIee:

— Ul JIOCTIDKEHUST MaKCHMaJbHOTO 3HA4YEeHHsS IOPHUCTOCTH HEOOXOIUMO
B PacTBOpP JIMMOHHOW KHCIOTBHI M HUTpPaTa aJIOMUHUS JOOABJIATH BBICOKOMOJIE-
KyJISIDHBIH OpraHU4YecKuii cTabnnms3arop;
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M.A. I'ypvanos, I.A. Boponosa

— MIPeABapUTENbHbBIA OTXKHUI HE JIOJDKEH IPEBBIIATh TEMIIEPATypy, IPH KO-
TOPOW IUTPATHBIC KOMIUIEKCHI MOJHOCTBIO BBITOPAIOT, OJlaromaps 3TOMY IIpH
crieKaHuu OyZeT 00pa30BBIBATHCS MTOPOBas CTPYKTYpA.

W3mepeHHble SKCIIEPUMEHTAIBHO 3HAYEHHST MUKPOTBEPIOCTH OOpasIloB Jie-
’kat B quamnaszone 1,8—3 I'Tla. JlanHOe 3HAYEHHE SBJIETCS JTOCTATOYHBIM IS Ke-
pamuxu, Ha 50% cocrosei U3 1mop, Tak Kak B IPOIEeccax MUKPOQHIbTPALIMN
HE TIPUMEHSIOTCS JaBJieHus Ooiee 2 6ap.

Ha puc. 5, 6 npuBenens ACM-u300pakeHHs TOBEPXHOCTEH JBYX 00pa3IioB.

Puc. 5. ACM-n3o0pakenue obpasua ¢ 100aBIeHneM STHICHIIIMKOIIS, OTOXKEHHOTO
mpu 500°C u cripeccoBannoro npu 500 MIla (pasperienue 5 X 5 MkM)

Puc.6. ACM-u3o6paxenue obpasma 6e3 106aBok, oToxokeHHOr0 1pu 900°C
u crpeccosanHoro npu 800 MITa (pa3pentenne 10 x 10 Mxm)
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[ToBepxXHOCTh 00pPAa3IOB COCTOMT W3 BBITSHYTBIX 3€PEH, KOTOpbIC, B CBOIO
ouepeslb, COCTOSAT U3 cepuuecKkux cyO03epeH, YTO COOTBETCTBYET JIUTEpaTyp-
HbIM MaHHBM [11]. Tlopbl uMeroT meneBuaHY0 GopMy JUTHHOU JO 3 MKM, IIHU-
punoii ot 0,1 1o 1 MKM.

Buoieoowt

B xone BeImonHeHUs paboOTHI JOCTUTHYTHI CICAYIOMINE Pe3yIbTaThl:

1. Pa3zpaboTraH moaxox K MOJYYSHHIO IMOPUCTOr0 MaTepHala (KepaMUKH) Ha
OCHOBE OKCH/Ia aTIOMHHHS, 3aKTIOYAIONIHICS B noydeHuu mopoinka Al,O3 mut-
PaTHBIM METOJIOM, MTOCIEAYIOMIeH TepMOo0OpadOTKe, MPECCOBAHUU M CIICKAHUH.

2. Jlnst 3aBepIIeHusI IpoIecca CIIeKaHUsI KePaMUKH U3 TTOPOIIKOB, ITOTYICH-
HBIX B TAHHOW paboTe, U MPUAaHUs il MEXaHUYECKOW MPOYHOCTH HEOOXOAUMO
BBIJICP)KUBATH CIIPECCOBAaHHbIE 00pasibl B TeueHue 2 4 mpu 1 600°C. Beibop nas-
JICHWS TIPECCOBAHUS HE OKA3BIBACT 3aMETHOTO BIUSHUA Ha MIPOILIECC CIICKAHNUS.

3. YcTaHOBIIEHO BIUSHUE MTAPaMETPOB CHHTE3a Ha OOIIYIO TOPHUCTOCTH:

4. BBezieHUuEe BBICOKOMOJICKYIISIPHBIX JT00ABOK YBEIHYHBAET IMTOPUCTOCTS:
y 00pa3oB 0e3 H00aBOK CpemHsIs IOPUCTOCTh cocTaBisuia 39,9%, ¢ sTuieHrH-
kosieM — 40,8%, ¢ [191'-2000 — 45,44%. Temmeparypa OTXKHra JaeT CIEAYIONIHE
3HauYeHusl cpeaHer obmeit nopucroctu: 42,8% npu 500°C, 44,9% mpu 700°C
u 38,4% npu 900°C. JlaBieHue mpeccoBaHHs 3aKOHOMEPHO YMEHBLIAET MOpH-
croctb: 48,7% mipu 200 Mlla, 40,4% mpu 500 MIla u 37,1% mpu 800 MI1a.

5. Haubosnplime 3HaYCHUsI TIOPUCTOCTU JOCTUTHYTHI y CICIYIOIINX 00pa3IoB:
nobaeka [I9I-2000, Temmeparypa omxkura 700°C, naBieHHE IPECCOBaHUS
200 MlIla — obmas mopuctocth 52,5%; nodaska [12I'-2000, Temmeparypa oT-
xura 900°C, naBnenue mpeccoBanus 200 MIla — oOmiast mopuctocth 52,2%;
Jo00aBKa ATHICHIJIMKOJb, TeMrepaTypa oTxura 500°C, naBneHue mpeccoBaHUs
200 MIla — o6mas nopucrocts 51,1%.
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Obtaining of ceramic porous alumina membranes

The object of research is a porous alumina material for membranes, obtained by
direct chemical deposition in an aqueous solution with various pore-forming additives.

The synthesis of Al2Os powder was carried out by the method of direct chemical
precipitation in an aqueous solution with various additives (citrate method) with
the addition of organic stabilizers of different molecular weights. The phase analysis
of the obtained samples was carried out by X-ray phase analysis, thermal analysis
by TG / DSC methods, and the study of sintering processes using dilatometry. The
resulting powders were pressed and sintered, and the porous structure was investi-
gated by mercury porosimetry, the surface morphology was studied by atomic force
microscopy.

As a result of the study, micro- and nano-sized alumina powders were obtained.
By pressing and sintering the powders, membranes with a total porosity of up to 52%
and a hardness sufficient for their use in the microfiltration process were obtained.

Keywords: alumina ceramics, membrane, microfiltration, porous ceramics,
chemical deposition.
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Ho.ﬂyqe}me ancopﬁeHTa Ha OCHOBC€ raMMa-oxkcuaa aJiOMUHHUA
METOA0M BAKYYMHOI'0 PacCliblJICHUS

Harnonopowrxu oxkcuoa amomMunus u cucmem Ha e20 OCHO8e HAWIU NPUMEHEHUe
60 MHO2UX chepax, Mmakux Kax nojyyeHue Kepamuku ¢ 006aeKkamu HAHONOPOUKOS,
copbenmos u kamaiuzamopos. Cmpykmypa u c8otcmea OaHHbIX HOPOUKO8 00YCL08-
AUBAIOM UX HEODbIUHblE CEOUCMBA — MEXAHUYECKUe, QUIUKO-XUMUYECKUe, NPOABIAIO-
wuecs Kaxk UHOUBUOYAIbHO, MAK U NPU 83AUMOOEUCMEUU C OPYSUMU BeUjeCMEAMU.

Ienv pabomer — noayuume oxcud amomunus (y-Al203) memodom eaxyymnozo
pacnlienus ¢ UCNONb308aHUEM 6AKYYMHOU pacnviiumensHou cywku Nano Spray
Dryer B-90 (Illseiiyapus). Hccnedosarnvl ¢pazoswiti cocmas memooom peHmeeHopa-
308020 aHanU3d, MOPPONO2US NOBEPXHOCIU NOTYHEHHBIX NOPOUWKOE MEMOOOM CKAHU-
pyoweil S1eKmpOoHHOU MUKDOCKORUY, NPOCEEYUBAIOUfell JNIEKMPOHHOU MUKDOCKONUU.
H3yuenue adcopbyuonuvix ceolicme oopaszyo8 nPposooULOCs MeMOOOM CMAMUYecKoll
aocopoyuu UHOUKAMOPA S03UHA.

Hccnedosanus nokaszanu, 4mo noiyueHHble Ha 8aKYYMHOU PACNbLIUMENbHOU CYIUKe
obpaszyvt y-Al203 umeiom nopucmyio cmpykmypy u 3HAUUMENLHYIO BENUHUHY YOCTbHOT
Nno8epXHOCMU, 001A0AIOM GbICOKOU AOCOPOYUOHHOU CROCOOHOCIbIO NO OMHOULEHUIO
K D03UHY.

KmroueBble cioBa: oxcud amomunus, adcopoyus, pacnvliumenbHas CYwKd,
aocopbenm.

BBenenue

B Hactosiee BpeMs CyIIeCTBYeT MHOYKECTBO METOJIUK TIOTyUeHHsT aKTUBHOTO
okcuza amoMuHus. Hampumep, ¢ MOMOILBIO JUCTIEPTUPOBAHUS U THIPOTEPMHU-
9ecKoil 00pabOTKH TPHUTHIpATa OKCHIA ATIOMUHUS, KOTOPYIO MPOBOIAT B MpPHU-
CYTCTBUHM KOMITOHEHTA 3aTpPaBKH, MPEACTABIISIONIEH COO0H AUCTICpTrUPOBAHHBIN
AKTUBUPOBAHHBIA OKCHJl AJIOMHUHHUS C JONOJHUTEIbHBIMH KOMIIOHEHTaMHU —
HHTHOUTOpaMU pocTa pa3Mepa kpuctaiuioB [1]. Hemoctatkom atoro crmocoba
SBIISIETCSI €r0 CIIOKHOCTh. CyIIECTBYeT METOJl, B KOTOPOM KPYIHBIE OJHOPO/I-
HbI€ YaCTHULl OKCHZA AJIOMUHMS IOJIyYalOT IPU BBEIEHUM NPOMEXKYTOUYHBIX
CBS3YIOIIMX, KOTOPbIE NPHU MOBBILIEHHON TeMIlepaType BbITOPaloT, U MPH Bble-
JICHUH BOJIbI 00Pa3yroTCsl MOPbl KOHEYHOH CTPYKTYphI [2]. OHAKO 3TOT METO[
TaK € UMEET HEAOCTATKU, [JIaBHBIMU U3 KOTOPBIX SABJISIOTCS KPYNHBIM pasmep
YacTUL U TPYAHOCTb BOCIIPOU3BOJCTBA Pe3yIbTaToB [3].
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B manHO#i pabore mpemioKeHa METOAWKA IONYyYCHHS AKTHBHOTO OKCHAA
QTIOMUHHS U CHCTEM Ha €T0 OCHOBE, KOTOpast MPECTABISAET COOO0M TpeXcTaaunii-
HBIN MPOIIECC: MPUTOTOBJIICHUE CYCIICH3UH, PACTIBUICHUE CYCIICH3UN HA BaKyyM-
HOU pacneumnTedsHOU cymke Nano Spray Dryer B-90 u mocnenyromast Tepmo-
00paboTka 0Opa3IoB.

B oTimume CymiecTBYOIMX METOJHMK IMOJYYCHHUS aKTHBHOTO OKCHJA AJ0-
MUHHSA, TPEIIOKEHHAss METOINKA TIPOCTa B MCIONHEHHH, JaeT BOCIPON3BOIN-
MBI PE3YNbTaThl U SBISETCS MEPCHEKTHBHOW IUIS MCIIOIB30BAHMS BO MHOTHX
00JIACTSIX POU3BOJICTBA.

A5t moCTIKEHUS e OBLTH TTIOCTABJICHBI CIISAYIOIIHE 3a1a9H:

1. [TomydeHue okcuma aTIOMUHHSI C Pa3BUTOH MOBEPXHOCTBIO METOIOM
BaKyyMHOTO PaCHbUICHHS W METOJOM XHMHUYECKOTO OCa)<IeHHs (B KadecTBe
oOpa31a Juis CpaBHEHUS).

2. zyuenue (azoBoro cocraBa o0pas3ioB METOAOM PEHTIeHO(A30BOT0 aHAIN3A.

3. zyuenune mopdosoruu 4acTul; 0Opas3loB OKCHIA ATIOMHHUS METOAaMH
CKaHHMPYIOIIEH U MPOCBEYNBAIOIICH IIEKTPOHHONW MUKPOCKOIIHH.

4. N3y4yenue aicopOIMOHHBIX CBOWCTB 00pa3IOB OKCHIA aTFOMHHHUS METOIOM
CTATUYECKOH aJcCOPOIMU S03UHA MPH PA3TNYHBIX KOHIICHTPAIHSAX aICOPOCHTA.

JKcnepuMeHTANbHAS YaCTh

Ilonyuenue oxcuoa anioMunus ¢ ROMOWbIO 6AKYYMHOU PACHBLIUMETbHOU
cyuiKu

B pabore ncronp3oBamm 0,5 M pacTBOp HUTpara amoMuHUA. Breinenenne
MPOJYKTa U3 PacTBOpa MPOU3BOIMIM XUMHUYECKHM OCaXJICHUEM C HCIIOJIb30Ba-
aueM 25% NH;OH. Peakmus o0pazoBaHus IPOAYKTa:

AI(NO3)s + 3NH:OH = AI(OH)3| + 3NH4NO3

OO0pa3oBaBIIYIOCS CYCIICH3UIO MPOMBIBAIHA JUCTUINTMPOBAHHON BOIOW LIS
yIAICHUs] W3IUIIKA aMMHUaKa. 3aTeM CYCICH3HMIO MOJaBajiil Ha PaclbUINTENb-
HYI0 CYIIKYy. BrlmeneHne mpomyKTa pacHbUIMTENBFHON CYIIKOW OCYIICCTBISLIIH
¢ nomomp anmapara Nano Spray Dryer B-90 (Ilseitmapus). B xone sxcnepu-
MEHTa HCHOJNB30BAM CIEAYIONIME MHapamMeTphl CYIIKH: CKOPOCTh Ta30BOTO
motoka (Bo3ayxa) 140 J/MHH, OTHOCHUTENIbHAS HMHTEHCHBHOCTH PaCIbUICHHUS
60-63% , T = 60-80°C, P = 120 ITa, Bpemst pabOThI yCTaHOBKH 1-2 daca, pa3mep
comna 7 MkM. IlonyduBimiics NpoXyKT aHAJOTUYHO IPOLYKTY, IOJYYEHHOMY
XAMUYECKUM OCXKICHHEM, TOIBEPTad TepMOOOpabOTKE NPH TeMIIEpaTypax
550, 600, 700°C B Teuenue 4 4. [Ipu npokanuBaHUK U3 THIPOKCHIA ATFOMIHHUS
o0OpazyeTcst OKCHUIL.

Ilonyuenue oxcuoa anoMunus MeMOOOM XUMUYECKO20 OCANCOCHU

B pabote ucnompzoBanm 0,5 M pacTBOp HUTpaTa ajJlOMHUHHA. BbineneHue
mpoaykra Al(OH); u3 pacTBOpa MPOM3BOIMIN XUMHUSCKUM OCKICHUEM. XH-
MHYECKOEe OCaXICHHE MPOBOIMIH C HCIONIb3oBaHueM 25%-Horo NH4OH.

B nporiecce o6pazoBbiBaics resieodpa3Hblii 0CaI0K, BOJHBIA PacTBOP aMMHU-
aKa 100aBISUTH MaJICHPKMMH MOPIMSMHI U KOHTPOIHpoBaau pH momy4mBmieiics

21



K.B. Xpycmanesa, I.A. Boponosa

cycrieH3uu ¢ nomonipio pH-meTtpa. Hamboiee ycroituuBas cycrieH3us o0paso-
BeiBanack mpu pH 8-9. Ilocne 3Toro ocamok (GUIBTPOBAIU U MPOMBIBATH TTU-
CTHJUTUPOBAHHON Bomoil. CyIiKy mpow3BoAwiIM B TeueHue 3 aueit mpu 60°C.
3areM MOyYMBIIHMICSA MPOLYKT OBUT pa3fesieH Ha YacTH, W ITH 4YacTH ObUIH
MOJIBEPTHYTHI TepMO0OpaboTke mpu Temmeparypax 550, 600, 700°C B TeueHue
4 y. [1pn mpoKaNuBaHUK U3 THIPOKCHIA ATFOMUHHS 00pa3yeTcst OKCHIL.

Memoowt uccnedosanus

[pu u3yueHnn aacoOpOLMOHHBIX CBOWCTB OKCHAA ATFOMUHUS HCIOIH30BANICS
CTaTUYECKUI MeToJl COpOLMU U3 PacTBOpoB. AnicopOumto npoBoauiu npu 22°C.
B xadectBe MonmenpHOTO ajcopOara ObLT BEIOpaH aHWOHHBIM KPAaCHUTENb Y03UH
(C20HeOsBrsK2) B BogHOM pactBope ¢ KoHIeHTpauusamu 4, 8 u 12 mr/a. Ucxon-
HYI0O M PaBHOBECHYIO KOHLIEHTPALUHU aIcopOaTOB ONMPENeNsuid CHeKTpodoTo-
METPHYECKH C Hcroib3oBanueM crekrpodoromerpa (Pd Spectrophotometer,
SAnonus) npu JuIMHE BOJTHBI 490 HM.

B pacTBOpBI MOMENIATKMCH MOPOIIKH OKCHIA ATFOMUHHS, U3MEHEHUS KOd(-
(UIHMEeHTa CBETONPOITYCKAHMUS PACTBOPOB (PHKCHPOBAINCH C ITOMOIIBIO CIEK-
TpodoToMeTpa uepe3 1, 2, 3 1 4 4 mociie OMEIIeHUs TIOPOIIKOB B pacTBop. st
OYHMCTKH PACTBOPOB OT YACTHI[ MMOPOIIKA IPOBOIUIN ICHTPU(DYTHPOBAHKE
(Centrifuge CM-50, MmakcuManbHO€e KoaudecTBO 060poToB B MunyTy — 15 000).

®a3oBBIi cocTaB 00PA3IOB UCCICIOBAIH C MOMOUIHIO PEHTTEHOBCKOTO IH-
¢dpakTomerpa XRD-7000S Shimadzu (SAmouust).

HUccnenoBanue MophoI0ruu MONyIeHHBIX 00pa3I[OB METOIOM CKaHHPYIOLICH
AIIEKTPOHHONW MUKPOCKOIINH MTPOBOIIIIOCH Ha ycTaHOBKe NeoScope JCM-6000.

HccnenoBanue CTPyKTYphI TOJY4SHHBIX 00pa3iioB MPOBOIUIUCH HA TPOCBE-
YHMBAIOIIEM 3JIEKTpOHHOM MuKpockomne JEOL JEM-2100F.

W3MepeHUe BeNMYUHEI YAEIBHONW IIOBEPXHOCTH Ha mnpubope «Sorbi®-My»
npoBomiy o b2 T-meromy.

Pe3yJ'II>TaTI)I H UX oﬁcym)lel-me

Cocmae u cmpykmypa 006pa3u06 okcuoa airoMuHus

B xone pabGoTel Oblna mosydeHa cepusi 00Opas3IoB OKcHa amoMuHHUS. Jliis
ompeneneHus (azoBoro cocraBa u obmactu KorepeHTHoro paccestHus (OKP)
00pa3moB ObII MpPOBEAEH pPEHTreHo(ha30BBI aHANMN3, Pe3yabTaThl KOTOPOTO
npuBeneHs! B Tabn. 1 u Ha puc. 1, 2.

Taonuua 1
IMapamerps! U xapakTepuctuku oopasuos Al2O0s3

Ne T orxura, | Pasmep OKP, | da3oBsli cocTaB kpH-
Meron nosryyeHus "

oOpasma °C HM CTaJUTMYECKOM YacTh
1 PacnpuinTesnpHas CyIka 550 9,48 v-Al203
2 XHUMHYECKOE OCAKIEHHUE 550 9,49 v-Al203
3 PacmpututenpHas cymika 600 9,49 v-Al203
4 XHUMHYECKOE OCAKIEHHUE 600 9,49 v-Al203
5 PacnpummTenbHas cymka 700 9,19 v-Al203
6 XHWMHYECKOE OCaXKIEHUE 700 9,46 v-Al203

22



Honyuenue abcopﬁenmu HA OCHOBE 2AMMA-0KCUOA ATIOMUHUS

ITo mauHBIM Tab. 1, Bee mosTydeHHBIE 00pa3Iibl MPEACTaBIIOT 000 y-AlOs.
Hudpaxrorpammsl 06pa3uos Al,O3 npuBeneHs! Ha puc. 1.

IMukn Ha audpakTorpamMme 00pas3LOB, NOMYYSHHBIX Ha PacHBUIUTENEHOM
cymke (cM. puc. 1, a—g) ymmpeHbl, MPUCYTCTBYET 3HAYMTENBHBIN (DOH, YTO
MOXHO 00BsICHUTH MasbiM 3HaueHneM OKP, mpucyrcrBuem amopdroi dassl,
HanmmaueM nedextoB [4-6]. Ilpu yBennuyeHHM TemrepaTypbl OT)KHra BHA JIH-
(pakTOrpaMMBI 3aKOHOMEPHO M3MEHSETCS: TUKU CTAHOBATCS YK€, YTO TOBOPHT
00 yBenuUeHMH J0JIU KpucTammmdeckoit daser. s obpasmos Al,Os, moxyueH-
HBIX XHMHYECKHM OCaKIeHHEM (CM. pHc. 1, e—e), Takke XapaKTepHBI YIIUPEHUE
MUKOB M Hamuuue (OHA, OTHAKO 3HAUMTEIBHOM pasHHIBI MEXIYy 0Opaslamu
¢ TepmooOpabdoTkoit ipu 550, 600 u 700°C He HabMFOMACTCSL.
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Puc. 1. Tudpaxrorpammsr Al203, OIy4eHHOTO Ha PACTIBUIUTENBHOMN CYIIKE:
a — tepmoodpadotka npu 550°C, 6 — npu 600°C, ¢ — npu 700°C, 1 MoIy4eHHOTO
XUMHYECKUM ocaxkaeHueM: e — npu 550°C, 0 — npu 600°C, e — nipu 700°C

B Tabn. 2 npuBeneHO 3HAYCHHWE BEIMYWHBI YACTHHOW MOBEPXHOCTH S st
o6pasmoB Al;Os. Bee 06pasiibl XapakTepu3yrOTCs BEIMYMHON YSIbHOM ITOBEPX-
HOCTH B auamnaszoHe ot 160 mo 216 m%/r. O6pasen 1 o6nagaer MaKCHMAIbHBIM
3HAYE€HUEM BEJTMYMHBI YJEIbHON MOBEPXHOCTH — 216 M%/r. CTOUT OTMETHUTD, 4TO
IpU YBEJIMYCHUH TEMIEpaTypsl TepMOOOpPAOOTKH MPOUCXOJUT YMEHBIICHHE
YICNBHON MOBEPXHOCTH O0pPa3loOB; ATO SIBICHHWE HAOIIOAaeTCs Js 00paslosB,
MOJTYYCHHBIX KaK PaCHbUIUTENLHOM CYIIKOM, TaK U XUMHUYECKHUM OCaXKJICHUEM.

Uzobpaxenuss MOp(OIOrHM YacTHIl, MONXYYEHHBIE METOAOM PpacTpPOBOU
AJIEKTPOHHON MUKPOCKOITHH, MPEJICTABICHBI Ha puC. 2.
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Tabnuma 2
BesanuuHa yaeibHoii noBepxHocTu o6pasuos Al2Os3
PacnbuiMTeNbHAS CYLIKa XUMHYECKOE OCAKICHIE
Ne obpasia T,°C S, M¥T Ne obpasna T,°C S, M¥r
1 550 216 2 550 204
3 600 177 4 600 200
5 700 161 6 700 158

2pum 2 pm
Highwac. SEI PC-std. 15KV x 7000 5/27/2085,4003900 High-vac. SEl PC-std. 15kV X 7000 4/20/2015 003057

— 2 Y 2 pm oy
High-vac. SEI PC.std. 15kV x 7000 5/27/12015 003920 BIGIEVEDNERSE| PC-std. 15 kV x 7000 4/15/2015' 002863

Puc. 2. N306paxxenust 00pa31oB OKCHIa aTFOMHHUS, OTyIEHHBIX
PacCHbUIUTENIBHO CYLIKOM (@, 6) B XUMHYECKUM OCaXACHUEM (0, 2);
Tepmoobpadotka npu 550°C (a, 6) u ipu 600°C (s, 2)

U3 puc. 2, a, 6 BUAHO, YTO YaCTHUIIBI 00PA3IOB, MOITYUYCHHBIX HAa PaCIbUIH-
TEJIBHOH CYIIIKEe, XapaKTepu3yrTcs cheprudeckord popMoil. MUHUMAIIBHBIN pa3-
Mep yacTul — 400 HM, MaKCUMaJbHBIA pa3Mep rPaHyll COCTABUII OKOJIO 4 MKM.
[Ipn XMMUYECKOM OCAKICHUH IONTydaroTcsi Oojiee KPYyNHBIE YaCTHIBI HETpa-
BUJIbHOM (hOpMBI (CM. pHC. 2, 6, 2); Ha CHUMKaX UX HOBEPXHOCTh BBITJISIIAUT POB-
HOHM, B OTJINYME OT 00pa3LoB, MONYYEHHBIX Ha PAcTbUIMTENbHON cymke. [Ipn
XMMHYECKOM OCa)XKIEHUH 3apOJIBIIIe00pa3oBaHUe YacTHI] TPOUCXOANT B PaBHO-
BECHBIX YCJIOBUSX M COINPOBOXKIACTCS 3aKOHOMEPHBIM MPOLECCOM «CTAPCHUS)
0Ca/IKa, YTO IPUBOJUT K MOSIBJICHHIO KPYITHBIX YaCTHII.

N3o0parkennst o0pasioB, MOJXYYEHHBIX METOJOM IPOCBEUMBAIOIICH 3IIeK-
TPOHHOW MHUKPOCKOIIHH, MPEICTaBICHb Ha puc. 3. YacTuipl oOpasoB, Moiy-
YEeHHBIX Ha PAaCHbUIMTENIHOW CYIIKe, MMEIOT HENpaBWIbHYI0 (opMy, deTKue

TpaHULbL U IOPUCTYIO CTPYKTYPY.
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Ilonyuenue adcopbenma na ocnoge 2amma-oKcuoa antOMuUHuA

YA N EF SN AT o)

ﬂ | Pos X PosY [Camera Le PosZ 1 Mag |TIXI PosX [PosY memLenuﬁ‘PosZ
00000 x]0.2 *}-120.84 um}-15.85 umi - 42 pm ——50 nm— m 1°[79.53 8 - 2.4 pm)| ——50 nm——

Puc. 3. [IDM-u300pakeHus OTACTBHBIX YaCTHII TOPOIIKA, TOJYICHHOTO
Ha paclbUIMTENFHOH cymike (TepMoodpadoTka mpu 600°C)

o X[ PosX | PosY [C Pos 2 = Mag [TILX] PosX | PosY [Camera Lengih] Pos Z
@iro" Lu;,; 20?7.; s 'Io;um Isot?ogo;('-ol.r z.gg uml—19?55um' Ry |3_01°;um =100 nm—
Puc. 4. [I15M-n300paskeHuUs YACTUII TOPOIIKA, MOTyIEHHOTO
METOJIOM XHUMHUYECKOTO OcakaeHus (TepmoodpadoTka mpu 600°C)

Uzobpaxenus: 00pa3moB, MOMYICHHBIX XUMHUSCKHM OCAXICHHEM, OTIHYa-
FOTCS: YaCTHIIBI UMEIOT PBaHYIO HEMPaBIILHYIO (opMy, OoJiee BEICOKYIO ILIOT-
HOCTb, HEPOBHBIE PBIXJIbIC TPaHUIIBI (pHC. 4).

Aocopbyuonnsle ceoiicmea 00pazy0e OKCUOA AAIOMUHUA

Ha puc. 5-7 npencraBneHsl 3aBHCUMOCTH BETUYMHBI aCOPOIMH 303UHA OT
BpPEMEHH aICOPOLIUH MPH Pa3HBIX KOHIIEHTPALUSIX 303UHA B PACTBOPE.

U3 puc. 5 BumHO, 4TO 00pa3lbl, MONYYCHHBIC HA PACTIBUITEIEHON CYIIIKE U
MpoKajieHHble ipu Temieparype 550 u 700°C, ancopObupyroT Oolbliee Koaude-
CTBO J03WHA, Ye€M aHAJIOTHYHBIC OOpPAa3Ibl, MOTYUYCHHBIC XUMHUYECKUM OCaXKIe-
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HueM. HanGospiyto BemuunHy aacopOIuH IMoKas3bIiBaeT oOpasell, MoJy4eHHBII
Ha PacIbUIMTENBLHOMN CyIIKe ¢ TepMoobpadoTkoit mpu 700°C.

3

=== Pacn. Cymxa 550

= 4@l = Xum. ocaxxeHue 550
e==fe==Pacm. cymka 600

= &= Xpm. ocaxxaenue 600

=== Pacm. cymka 700

= @ = Xpm. Ocaxnenne 700

0 v 7 T T u
0 1 2 3 4 5 L
Puc. 5. 3aBucuMoCTh BeTMYMHBI ICOPOLIUH Y03WHA OT BPEMECHHU
IIPY KOHLCHTPALMH 3031HA 4 MI/JT
6
=== Pacm. cymka 550
5
- e d = @l = Xum. ocaxxaenue 550
- ===
4 - —
& e==le==Pacr1. cymka 600
53,
< — - = o = XpMm. ocaxxaenue 600
2 Al
P === Pacm. cymka 700
p---2---%
1 w @ = Xum. ocaxaenne 700
0 Y v T T y
0 1 2 3 4 5 Lu

Puc. 6. 3aBuCHMOCTb BEJIMYHHBI aICOPOIIMU 303MHA OT BPEMEHH
IIPY KOHLIGHTPALIMK 303HHA § MI/JT

OOpas3ipl, MOJyYeHHBbIE Ha PACHbUIMTENBHOM CYyIIKe M IMPOKaJeHHbIe MpH
temneparype 550 u 600°C, agcopOHUpyIOT OOJNbIIEe KOJIMYECTBO D03MHA, YEM
AHAJIOTHYHbIE 00pPas3I(bl, MONyYEHHbIE XUMUYECKHM OCakaeHreM (cM. puc. 6).
HaunGonpmyto BennmuuHy agcopOimy mokaspiBaeT o0pasell, MoTy4eHHBI XUMH-
YEeCKHM OCKAECHUEM ¢ TepMoobpadoTkoit 700°C.

Ha puc. 7 BumHO, 4T0 00pa3ubl, MOJTYYCHHBIE XHMUYECKAM OCAKICHUCM,
HMMEIOT OOJIBIIIOE 3HAYCHHE aJCOPOIMH MPU KOHIICHTpauu 303uHa 12 mr/n. Ox-
Hako oOpasell, NOJy4eHHbIH PacHbUIMTENBFHON CYIIKOH M MPOIIEAIINI TepMo-
00pabotky mpu 550°C, moka3piBacT HaUOOIBINCE 3HAUCHUE aICOPOIUU U3 BCEX
HCCIIEJIOBAHHBIX 00Pa3IIoB.
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[Ipu xoHIIEHTpaluu 303uHA 8§ U 4 MI/J BBICOKOE 3HAYCHHE afcopOIuu Je-
MOHCTpHUpYeT 00pasel, MOMyYEeHHBIN pacblIuTeNIbHON cytikoi mpu 600°C.

=== Pacr1. cymka 550

= = Xum. ocaxxacuue 550

=== Pacm. Cymka 600

= = XyMm. ocaxaeHue 600

=== Pacr1. cymka 700

= @ = Xum. ocaxaenue 700

0 1 2 3 4 5t u

Puc. 7. 3aBucHMOCTb BEJIMYMHBI aJICOPOIMN S03WHA OT BPEMEHH
HPY KOHIIEHTPALUK 3031Ha 12 M/

O6pa3zeln, NOIyYeHHBINH PACIBUINTEIBHOM CYIIKONH M MPOIISALINH TepMO0O-
pabotky mpu 550°C, xapakTepu3yeTcss HaNOOBIINM 3HAYCHHEM aIcCOPOIIIH 13
BCEX HCCIIEA0BaHHBIX 00pa3uoB. [1o maHHEM puc. 7, s 00pa3IoB, MOTYICHHBIX
mpu 550°C, Haubosee 3aMeTHA pa3HUIA B aJlcopOIMU: 0Opasell, MoIydyeHHBIH
PACIBUIMTENBHON CYIIKOW, 3HAYMTEIBHO MPEBOCXOMUT OOpasell, MOTydeHHBIN
XAMUYECKAM OCAKICHHEM. DTOT 00pa3el] UMeeT W caMoe OONBIIOe 3HAUCHHE
BEJIMYMHBI y/IETbHOM MOBEPXHOCTH — 216 M/T.

3akiouenue

MeTto0M BaKyyMHOTO PACHbUICHHS] Ha BAKYYMHOM pacObUIMTEIBRHON CYIIKE
Nano Spray Dryer B-90 (IlIsefitiapusi) mosyuyeH aKTHBHBIM OKCHUJ ATFOMHHUS
(y-Al203) ¢ pa3BuToii yaenbHOM mOBepXHOCThIO. C yBETHYCHHEM TEMIIEPATYpPhI
npokanku okcuna amoMuHus ot 550 g0 700°C mpoucxosaT yKpYITHEHNE YaCTHIT
MOPOIIIKa U KaK CJIEJICTBUE, YMEHBIIEHUE YACIEHOH ITOBEPXHOCTH 00Pa3IIoB.

OOpa3ipl, MONTYyYCHHBIC HA PACIBUTHUTENLHON CYILIKE, XapaKTePH3YIOTCSI BbI-
COKHUMH a}lCOpGL[I/IOHHBIMI/I CBOMCTBAMM II0 OTHOIICHHUIO K O03UHY M3 BOJHBIX
pPacTBOPOB IO CPABHEHHIO C aHAIOTUYHBIMU 00pa3laMu, MOTYICHHBIMH XHMHU-
YecKuM ocaxaeHueM. Obpasell, ToIy4eHHBIA pacbUIUTEIBHON CYITKON U MPOo-
meqmuil TepMoodpadoTky mpu 550°C, xapakTepusyercs HauOOJIBIINUM 3Hade-
HHEM afcopOIMy U3 BCEX MCCIICIOBAHHBIX 00Pa3IioB.

Jlutepatypa
1. Cnoco6 mosrydeHus: akTUBHOTO OKCHJIA alOMUHHMSA : nateHT Poc. deneparm Ne 2259232;
omy6.1. 27.08.2005, Bros Ne 3.

2. Cnoco6 nonyueHust mopuctoro okcuza amomunus : marent CIIA Ne 3664970 B01J 23/50,
B01J 23/66; omy6m. 05.23.1972.
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Obtaining an adsorbent based on gamma alumina by vacuum spray method

Nanopowders of aluminum oxide and systems based on it have found application
in many areas of human life, such as ceramics with additions of nanopowders,
sorbents and catalysts. The structure and properties of these powders determine their
unusual individual properties: mechanical, physicochemical properties, manifested
both individually and in interaction with other substances.

The aim of this work is to obtain aluminum oxide (y-Al203) by vacuum spray
method. Samples were obtained on a vacuum spray dryer Nano Spray Dryer B-90
(Switzerland). The phase composition was investigated by X-ray phase analysis, the
surface morphology of the powders was studied by scanning electron microscopy and
transmission electron microscopy. The study of the adsorption properties of the samples
was carried out by the method of static adsorption of the eosin indicator.

The studies have shown that the y-Al203 samples obtained by vacuum spray have
a porous structure and a significant specific surface area and have a high adsorption
capacity with respect to eosin.

Keywords: aluminum oxide, adsorption, spray drying, adsorbent.
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ITosryuyeHne HAHOCTPYKTYPHBIX NOPUCTHIX MATEPHAJIOB
3J1eKTPOXMMHUYECKHM aHOMPOBAHUEM ATIOMHHUSA

Tonyuenue HAHOOKCUOHBIX NOKPBIMULL MEMOOOM AHOOUPOBAHUSL MEMAILI08 — CO-
B8PEMEHHBLIL U HEeQOPO20Tl MEMOO NOJYUEHUST HAHOCMPYKMYP, 001a0aroujux YHUKATb-
HblMu ceoticmeamu. Hanomamepuanvl npuenexkiu HUManue MHO2UX ucciedosamerell
611a200apst CBOUM YHUKATILHBIM CEOUCMBAM 6 0OIACMU dNEKMPULECmed, ONMUKU U Ma2-
Hemusma, cpeou HUX 8aX’CHOe MeCmo 3aHUMAen aHOOUPOBAHMbBIL NOPUCBIUL OKCUO
ANIOMUHUS, KOMOPbILL 1e2KO NPUSOMO8UNb, d 8bl60P PA3IUYHBIX YCLOGULL DILeKMPOILU-
3a no3gosisilem Jlecko KOHMpOoaupogams pasmep Hawonop. Hanonoper mozym umens
ouamemp om 15 00 200 um, enyouny 0o 100 mxm. Hopucmuiii okcuo anromunus umeem
WUPOKUL CNEKMP NPUMEHEHUsL: MeMOPAHHbIE MEXHON02UU, MAMPUuybl OJis MeMIIAN-
HO20 CUHME3a HAHONPOBOJIOK UNU HAHOMPYOOK, a maxdice 6 Kavecmee GUOCEHCOPOs
UU PEaKmopos.

B pabome nonyuenvt nopucmole MemMOpaHvl U3 OKCUOA ATFOMUHUSL MEMOOOM O8YX-
CMYREeH4amo20 anooOHo20 oxkucienus amomunus mapxu A97. Cmpykmypa nopucmeix
MeMOpan usyveHa Memooamu amoMHO-CUNO80U MUKDOCKONUU U APOCEeYUBaIowel
9eKMPOHHOU MUKDOCKONUU.

KunroueBbie clioBa: anodupoganue, aHOOHBLI OKCUO AIOMUNUSL, dIeKMPOXUMUe-
CKAsl NONUPOBKA, GOJbMCMAMUYECKULL PENCUM, 2ANbEAHOCAMUYECKUTL  PENCUM,
AHOOHBIU OKCUO ANIOMUHUSL.

BBenenue

K HacrosmeMy BpemeHn pa3paboTtaH pa 3PEeKTHBHBIX CIIOCOO0B CO3aHU
HAaHOCTPYKTYP, CpeI HUX 0C000€ MECTO 3aHNMAIOT METOblI, OCHOBAaHHbIE Ha Hee
camodopmupoBanust [1-4] cTpykTyp ¢ 3amaHHBIMA (HOPMOiL 1 pazmepom [5—6].
[IpocToTa 31MeKTPOXUMUYECKIX METOJIOB MTOIYICHHUS MOPUCTHIX MaTepHaioB [1—
6] ¥ BOBMOXKHOCTH YIPABIICHNS X CBOMCTBAMH JEAIOT MX YIXOOHBIMH OOBEKTa-
MH ISl M3ydeHus] (QU3HYECKUX SBICHUN B HAHOCTPYKTypax. bompmoi mHTEpec
yIeNnseTcss UCCICIOBATENSIMA PAa3BUTHIO TEXHOJIOTHH ()OPMHPOBAHMS HAHOIIO-
PHUCTBHIX aHOMHBIX OKcHIOB amoMuus Al2O3 (AOA) BBHIY UX HIMPOKOTO MPaK-
TUYECKOTO IPUMEHEHHS B HAHOTEXHOJIOTUSIX.

TexHOIOTUH, HAIPABIEHHBIE HA CO3[aHUE M UCIOJIL30BAHUE HEOPTaHUYECKUX
MaTepHanoB B KauecTBe MEMOpaH Ul IPOBEACHUS Pa3IUUHbIX IIPOLIECCOB pasze-
JICHUs], TPOJOJIKAIOT aKTUBHO pa3BUBaThCs. HecMOTpst Ha TO, 4TO OCHOBHOM 00BbEM
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PBIHKA MeMOpaH MIPUXOANTCS Ha TIOJHMMEpHEIE, IO HeOPraHMYeCKUX MeMOpaH 3a
MOCIIETHUE JAECSTH JIEeT YBEIUUIIIACh ¢ 8 10 15%, B OCHOBHOM 9TO HEOPraHUYCSCKUE
MeMOpaHBI, COCTOSIIINE U3 TyromiaBkux okcuaoB (AlOs, TiOz, ZrOy,) [7].

CriekTp (GyHKIIMOHAILHOCTH MOPUCTHIX IIICHOK AOA OYeHb IMIUPOK: 3TO aH-
TUKOPPO3UOHHBIC TOKPBITHS, JIEKTPOU30JISIIMOHHBIC, H3HOCOCTONKHE, 3allIUTHO-
JCKOPATHUBHEIC, OHU HCIIOJB3YIOTCS B ONTHUKE, MUKPOAJICKTPOHUKE, PA3TUIHBIX
JaTIuKax, MeMOpaHHOH TEXHUKE, TEMIUIATHOM CHHTE3¢ B KauecTBE HAHOPAa3-
MepHBIX MaTpul U ap. CTodb pa3HOOOpa3HOE MCHONB30BAHHUE CTAIO PE3YNbTa-
ToM OTKpBITHS Macynoit u ®@ykyna B 1995 r. caMoopraHu30BaHHBIX MaCCHBOB
mop Al2Oz [8], TOCKOJNBKY MOPUCTBIE TUICHKHA O0JaNaloT PSIOM YHHKAIBHBIX
CBOUCTB (BBICOKOE aCIEKTHOE COOTHOIICHHE, ONTHYECKasl MPO3pavHOCTh, OHO-
JIOTHYECKask UHEPTHOCTh), MEXaHUYECKON MPOYHOCTHIO, TSPMHUECKON CTaOWIIb-
HOCTBIO U XUMHUYECKOH CTOMKOCTBIO.

Hcnonbs3yeMble B HacTosnee Bpemsl criocoObl momyueHuss AOA ¢ BBICOKOH
CTEIEHBIO YIOPSAIOYCHHOCTH B PACIIONOKEHHH TTOp (JI0JArOCPOYHOE aHOAUPOBa-
HHE, HAHOMUTOrpadus, TBYXCTYIIEHYATOE aHOAUPOBAHUE, aHOMUPOBAHKE TPU BbI-
COKHMX HAMPSDKCHUSIX U [UIOTHOCTSX TOKA («WKECTKOE» aHOIUPOBAHHUE)) MPEAIo-
JIaraloT KCIOJIb30BaHUE BBICOKOUUCTOrO (99,99 mac. % amtomunus mapku A99)
AJIEKTPOIIOJIMPOBAHHOTO METalia, OOJIBIIOTO KOJIMYECTBA BPEMEHH U SHEPIreTH-
YEeCKHUX 3aTPaT, MPOBEICHIE MpoIiecca IPH MOHIKEHHBIX TEMIIePaTypax, HCIOIb-
30BaHMe Joporocrosmero obopymoanus [9, 10]. Bee atu dakTopsl 3aTpymHsIOT
BHEAPCHUEC TCXHOJIOTMU B IMPOU3BOACTBO. CHI/DKCHI/IC CTOMMOCTH HU3IOTOBJICHHUA
AOA Takxe sSBISIETCS aKTyaJIbHON 3aja4ei.

B xadecTBe MCXODHOTO MaTepualia B IpENCTaBICHHON paboTe ObLIM BEIOpa-
Hbl QJJIOMHUHUEBLIC IIJIACTUHBI MNPOMBIIJICHHOTO Ka4€CTBa (aHIOMI/IHI/Iﬁ MapKu
A97, MUHIMAITFHOE coNlepKaHue amoMUHuS 99,97%).

Henp manHON pabOTHI — M3YyYEHHE MPOIECCOB YIIPABIIEMOTO IONYYCHUS U
caMo(OPMHUPOBAHUS HAHO- U MHUKPOIIOPHCTHIX MOKPBITHH Ha OCHOBE aHOAHOTO
OKCHJIa aJIIOMUHUS U UX CTPYKTYPHI.

3KCHepHMeHTaJ’leaﬂ 4acTb

B kadecTBe 00pa3loB A pocTa OApPbEePHBIX MM MOPUCTHIX aHOMHBIX ILIC-
HOK HCITOJIh30BAIM TIEPBUYHBIA alFOMUHHUIA BBICOKOH 4nCTOTHI 99,97% (A97)
B BHUJIC IUTACTHH PA3HOH TOJIIMHEI, €T0 COCTAB MPHUBEICH B TAONHUIlE, sl CPaB-
HEHUS MPUBECH COCTaB arfoMUHUS A99.

XuMHYecKHii cocTaB AJIIOMUHUSA NepBUYHOro A99 u A97 no 'OCT 11069-74

Mapka Al, %, _ [Ipumecs, %, HE 6(?nee

HE MeHee Fe Si Cu Zn Ti [Ipoune | Cymma
A99 99,99 0,003 | 0,003 | 0,003 | 0,003 | 0,002 | 0,001 0,010
A97 99,97 0,015 | 0,015 | 0,005 | 0,003 | 0,002 | 0,002 0,03

W3navaneHo 00pasisl umenn Gpopmy miactiH pasmepom 100 x 10 x 2 mm.
Jis yronenus: oOpasipl packaTeiBaiu a0 TommuHbl 0,3 M. Tlocne mpokaTku
paspesanu a0 pazmepos 0,3 x 7 X 7 MM 1 OTMBIBAJIM B alleTOHE, BHICYIIMBAIA HA
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Bo3ayxe. OTKAT aTIOMUHHEBHIX IUIACTHH OBLI MPOBENEH B MY(EIbHOH meun
B atMoc(epe Bosayxa mpu 400°C B TeueHue 4 4, YTO CHOCOOCTBOBAJIO CHATHIO
OCTaTOYHOT'O HAMPSKEHUS B CTPYKTYpE MeTaJlia.

[epen mporeccoM aHOAWPOBAHUS ISl YAAICHUS €CTECTBEHHOTO O0aphepHOTO
oKkcuza Obljla TpoBeeHa AIIEKTPOXUMUYEcKasl TOJUPOBKa 00pas3loB B BOJHOM
anekrponute coctaBa HaPOs (85 06. %) + CrO3 (92 r/m) npu HanpsokeHuu 12—
20 B. B kadecTBe MCTOYHHKA TTOCTOSIHHOTO TOKa Hcnoib3oBanu UIIT «IIpodur-
pynm». [lepen monmmpoBanueM 31ekTpodauT HarpeBanu 1o 60°C B TeueHue yaca.
[Tocne HarpeBaHusi >MEKTPOJIUTA B KaueCTBE aHOAA CTaBWIIM AITIOMHHHUEBYIO
IUTACTUHY ISl TOJMHPOBKH, a4 HA KAaTONEC WCIIONB30BATH TAKOH K€ YHCTHIH
QUTIOMHHHAN U1 YMCHBIICHHUS 3arps3HEHUS dIeKTpoimTa M aHoma. [Ipormecc
MPOJIOJDKAIM, TMOKa Ha TOJIMPYEMOM AQlllOMHHUHM HE IOSBUTCS pPaBHOMEpHas
3epKajbHast HOBEPXHOCTb.

AHOIMPOBaHHE TMPOBOAWIOCH B XUMUYECKOM CTaKaHE B OXJIAXKIAIOIIEH py-
Oalike co JbJOM JUIs HOAJIep KaHuUs TEMIIEPaTypslI Iipoliecca. B kauecTe kaTona
UCTIONB30BAIM CETKY M3 IUIaTHHBL. AHOJ M KaTOJ paclojarajluch napauieiabHo
HaAIpOTHB JpyT nOpyra Ha paccrosauu 10 mMMm. [lepememmBanmie mpoBOAMIOCH
HEMPEPBHIBHO C HCIIONB30BAaHHMEM MArHMTHOW MeEIIAJKW, 4TOOBI TeMIlepaTypa
ObUIa YCTOMYMBOM 10 00BEMY.

[Ipu aHOMMpOBAaHUM ANOMHHHUS B BOJHBIX PAacTBOpax AIEKTPOIUTOB oOpa-
3ytotest TieHKn AOA IBYX THIIOB — HEIOPUCTHIE IDICHKUA 0aphepHOTO THIA U
MIOPUCTBIE TUICHKU C Pa3HOM CTENEHBI0 yrnopaaoueHus nop. Mopdomnoruro AOA
BO MHOTOM OIpEIeNsieT XUMHYEeCKasl IPHPOa dIEKTPOIHTA. XapaKTePUCTHKH
noprictoro AOA omnpeaenstoTces MPUIOKEHHBIM HATPsDKEHHEM, CHIION U IDIOT-
HOCTBIO TOKa, TEMIIEPATYPON, TUTIOM U KOHUEHTPALMEN NEKTPOINTA.

AOA mnopucroro tumna o0pa3yroTcsi B KUCIOTHBIX 3jiekrponutax (pH < 5),
TaKuX Kak KpeMHHEBas, CepHas, IIaBeieBas, opTodocopHas, XpoOMOBasi, JIU-
MOHHas1, I0JI0YHAsE KUCJIOTHI U T.J. [2].

Jnst anonmpoBaHus ObLT BEIOPAH KUCIOTHBIN HEOPTaHUYECKUI 3JIEKTPOIUT —
BoaHBIH pacTtBop 10 Mac. %-Hoit oprodocdoproit kucnotel (HaPO4) Mapku x.4.

AHOIIMpOBaHME MMPOBOIUIIOCH B BOJIbcTaTHUECKOM pexkume (BCP).

Ilepsas cmynensv anooupoeanusn

3amaua mepBod CTyNEHH aHOJAMPOBAHUS 3aKIFOYANach B MOJTOTOBKE TOBEPX-
HOCTH QJIFOMMHUS KO BTOPOH CTyleHU. Bo BpeMs nepBoii CTyIIEHU aHOUPOBAHUS
3epKajbHas MOBEPXHOCTh ATFOMUHHEBBIX IUIACTUH MTOKPBIBANIACH OCNBIM CIIOEM
okcuna amoMunus. Huskas temmneparypa mnpouecca nogodpasa Juist TOro, 4ro-
OBl B pe3yJibTaTe 3aMEUICHHOTO OKHCIICHHUS Ha MOBEPXHOCTU 3€PKAIBHBIX TLIa-
CTHH 00pa30BalOCh MHOXKECTBO TOUEK POCTa OKCH[A, TaK HA3BIBAEMBIX 3apO-
IBIIIeH OKCHaooOpa3oBaHus. PocT KakIOH TOYKH MPOMCXOAWUT CHEPHUCCKH
BrIyOb. BenencrBue Gonbliol pasHUIB B YICIBHOM 00beME METAJITMUECKOTO
QTIOMUHHS W OKCHIA AITIOMHHHS POCT MHOXKECTBA TOUEK OKCHJIA AITIOMUHHS
BIIyOb aJIOMHUHHMEBOM IUIACTHHBI NPUBOJUT K U3BSA3BICHUIO IJIaJKOH 3epKajib-
HOU moBepxHOCTH. OOpazyeTcsi paBHOMEpPHAs IIEPOXOBATOCTh AJTFOMHUHHEBOM
MTOBEPXHOCTH, TIOKPHITON CIIOEM OKCHJA aTFOMUHHSL.
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JleficTBUTENEHO, IIepBasi CTYIIEHh AaHOAMUPOBAaHMS aJIFOMUHMS TIpHUBeNa K (op-
MHpPOBaHHIO TOPUCTBIX AOA ¢ HEYMOPATOYEHHBIM PACIIOIOKEHHEM siueeK / mop,
T.¢. aMOp(dHOI Me30CTPYKTYpoii (puc. 1, 2).

4.6
€0.0
55.0
50.0
45.0
40.0
35.0
30,0
25.0
20.0
15.0
10.0

0.0

8w, i
1 um EHT =20.00 kV Mag = 50.00 KX Signal A = CZ BSD w

A WD=50mm TitAngle= 0.0° |Probe= 500 pA

Puc. 2. POM-n306pakenue noBepxaocti AOA, MOTy4eHHOTO Ha IEPBOM Tare aHOANPOBAHHS

B ciryqae oGpa3oBanus okcHaa 6apbepHOTO THITA B BOIBTCTATHYECKHUX YCIIO-
Busix (U = const) mioTHOCTE TOKa (j) 3KCIMOHEHIMAIBLHO YMEHBIIAETCS CO Bpe-
MeHeM (puc. 3). DTo OOBSCHACTCS TEM, YTO CHadasla (OpPMHPYETCS TOHKHMA
OapbepHBI CIIOH, a 3aTeM HaYWHAET pacTH MOPHUCTHIH HeynmopsaoueHHbIH AOA.
BapbepHslii cioii popMupyeTcsi B HAYaIbHYI0 MHHYTY, @ 3aT€M IUIOTHOCTh TOKa
CTaHOBHTCS TIOCTOSHHOM (0KOIO 7 MA/CM?), 4TO MOMKET 03HA4YaTh POCT IMOPH-
cToro HeymnopsgodeHHoro cios AOA. MakcumyMm pa3mepa HOpP HaXOAUTCS
B obmactu 140 + 5 HM, cpennee 3HaueHue 133 + 5 um. [lepenan mo BeIcoTe Co-
CTaBJIsIeT 65 HM.

33



T. Tuneyoepou, C. L[3u, M. ITans u op.
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T,CeKYR1
Puc. 3. 3aBHCcHMOCTbH TUIOTHOCTH TOKa OT BpeMeHu mpoiiecca B pexxume BCP, Ua =82 B

B nanpHeiimem Bpemst aHoaupoBaHus B BCP-pexume s mepBoil craguu
OBIIO TOCTOSHHBIM M ONPEHETIOCh JOCTIKEHHEM IOCTOSHHOTO 3HAYCHU
IUIOTHOCTH TOKA.

Ilocne mepBoif cTaguy MOBEPXHOCTh OKCUAHOIO HeymopsgodeHHoro AOA
MOJBEPTIIM DIEKTPOXUMUUYECKOMY TpaBiieHuIO B anekrponute HsPOs + CrOz
U M30MPATENbHOTO YAAIeHHUs OKCHAHOTO CIIOA CO CTPYKTYPHUPOBAHHOM Iep-
BOH cTaaueil mepoxoBaToi moBepxHOCTH amoMunus. [Ipouecc TpaBnenus mpo-
nmomwkanmu 5—6 muH npu 60°C, BpeMs ObUTO MOJOOpaHO IKCIIEPUMEHTAEHBIM
myTeM Juts 0oJIee MOTHOTO CTPaBIUBAHMA OKCHIHOTO CIIOS.

Bmopaa cmynens anoouposanus

Bropas craans aHOAMPOBaHUS MPOBOAMIACEH B TEX K€ YCIOBUSIX, UTO H IIEp-
Basi, HO 0oJIee IPOIOIDKUTEIBHOE BpeMs. Bpemst aHOqupOBaHUS COCTABIISIIO 7 .
Ha BTOpO# cTagnu mporCcXouil pOCT MOPUCTOH TUIEHKH (puc. 4, 5), CTPYKTypa
KOTOPO# (IuameTp Top) 3a7aHa CTPYKTYPUPOBAHHOM Ha MEPBOW CTaJUU aHOIH-
POBaHMUSI IEPOXOBATON OBEPXHOCTHIO.

102 nm

102 nm

0nm

5 8 & 8 8 8 8

o

3D

Puc. 4. ACM-u300pakenne noBepxHoctd AOA, TOITy4EHHOTO Ha BTOPOM 3TAaIle aHOJUPOBAHUS

34



Ionyuenue HanoCMpPyKMypHbIX ROPUCHBIX MAMEPUATIO8

WD= 50mm TitAngle= 0.0" |Probe= 500pA

Puc. 5. POM-u300pakenue moBepxHoctd AOA, OTY4SHHOTO Ha BTOPOM 3TAaIle aHOJUPOBAHUS

OpnHako CTENeHb yNopsAoueHUs MOBEpPXHOCTU oKkcuaHoro AOA HeBBICOKas
W Janeka OT MOCAIFHOH «COTOBOW» CTPYKTYPHI, JIMIIb B HEKOTOPBIX MECTax
HaOmroaeTcst OMIMDKHUM MOPATOK B PACHONOKEHUN MOp — FeKcaroHajlbHas OpHU-
SHTAIM LIIECTH 0P BOKPYT LIEHTPAIbHON CeAbMOMN MOPHI INOO YaCTUYHBIE I'eK-
CaroHalbHbIE CTPYKTYPbI C MEHBIIIUM YHCIOM IOP.

Ha Bropoi#i cragum 00pa3yroTcs MOPHI, MAKCHMYM pacIpeiesIeHNs] KOTOPBIX
IO TMaMEeTPy CABHHYT B MEHBIIYIO CTOPOHY U coctaBmil 107 +5 aM (mpotus 140 HM
Ha MEePBOI CTaaun), yBeIMIUBAETCS Mepena 1mo BeicoTe 10 102 HM.

3akiouenue

B pesynbTaTe paboThl METOJOM YIPABISIEMOr0 IBYXCTYIEHYATOTO aHOAUPO-
BaHUs amOMUHUS A97 ObUTH MoJTydeHBbI TOKpBITHSA H3 AOA ¢ pasmMepoM Top
107 = 5 am. [TogoOpansl onTiManbHbEIe yCIOoBHs mponecca: BCP-pexwm, Tem-
neparypa +5°C, Ua = 82 B.

JlutepaTtypa

1. Shingubara S., Okini O., Sayama Y. Ordered two-demensional nanowire array formation
using self-organized nanoholes of anodically oxidized aluminum // Jpn. J. Appl. Phys.
1997. V. 36. P. 7791-7795.

2. Li A.P., Muller F., Birner A. et al. Hexagonal pore arrays with a 50-420 nm interpore
distance formed by self-organization in anodic alumina // Jpn. of Appl. Phys. 1998. V. 84 (1).
P. 6023-6027.

3. Routkevitch D., Bigioni T., Moskovits M. et al. Electrochemical fabrication of CdS nano-
wire arrays in porous anodic aluminum oxide templates // J. Phys. Chem. 1996. V. 100.
P. 14037-14047.

4. Martin Ch.R. Nanomaterials: A membrane-based synthetic approach // Science. 1994. V. 266.
P. 1961-1966.

5. Almawlawi D., Liu Z., Moskovits M. Nanowires formed in anodic oxide nanotemplates //
J. Mater. Res. 1994. V. 94. P. 1014-1018.

6. Crenanosa K.B., fIxoBneBa H.M., Kokare A.H., Ilerrepccon X. Bimsiaue omxura Ha CTpyK-
TYpY HAaHONOPUCTBIX OKCUAHBIX IUICHOK Ha IMOBEPXHOCTH IMOPOLIKOBOI'O CIUIaBa TUTAH—

35



T. Tuneyoepou, C. L[3u, M. ITans u op.

ATFOMUHMI // HOBerHOCTL. PCHTFCHOBCKI/IG, CUHXPOTPOHHBIC U HeﬁTpOHHLIe HCCJICI0Ba-
Hus. 2016. Ne 9. C. 54-62.

7. Ebrahimi M., Willershausen D., Ashaghi K.S., Engel L., Placido L., Mund P. Investiga-
tions on the use of different ceramic membranes for efficient oil-field produced water
treatment // Desalination. 2010. V. 250 (3). P. 991-996.

8. Masuda H., Fukuda K. Ordered Metal Nanohole Arrays Made by a 2-Step Replication of
Honeycomb Structures of Anodic Alumina // Science. 1995. V. 268 (5216). P. 1466-1468.

9. Woo Lee, Sang-Joon Park. Porous anodic aluminum oxide: Anodization and templated
synthesis of functional nanostructures // Chemical Review. 2014. V. 114 (15). P. 7487-7556.

10. SIxoeneBa H.M., Kokares A.H., Uynaxuna E.A., Crenanosa K.B., SIkoBneB A.H., Bacu-
nbes C.I., llynsra A.M. HaHOCTPYKTYpHPOBAHHBIE MOBEPXHOCTH METAJLIOB M CILIABOB //
KoniencupoBanHbie cpesl U Mexdasusie rpanuibl. 2015. Ne 17 (2). C. 137-152.

HNudopmanus o6 aBTopax:

Tuneyoepan Tayda, marucrpant HaunoHansHOTro reciaeqoBaTenbeckoro TOMCKOTO MOIUTEX-
uuveckoro ynusepeurera (Tomck, Poccust). E-mail: tauba_94@mail.ru

3u Cunbloii, cTyzeHT HallmoHanpHOTro UCcie1oBaTenbekoro TOMCKOTO MOJIMTEXHUYECKOTO
yuuBepcuteta (Tomck, Poccust). E-mail: 2461111234@qqg.com

IManp MbaHuxya, cTyneHT HanmoHanbHOTo McciaenoBaTeabckoro TOMCKOIO MOIUTEXHUYECKO-
ro yuausepeurera (Tomck, Poceust). E-mail: 844387070@qg.com

JIwol Aiinss, cryaeHT HanmoHanbHOTO MccinenoBarenbcKoro TOMCKOro MOIMTEXHUYECKOTO
yuusepcurera (Tomck, Poceuns). E-mail: 953207756@qqg.com

Xyan I3uH:xky#, MaructpanT HanmoHanbHOTO HMccienoBaTenbckoro TOMCKOTO MOJIMTEXHU-
yeckoro yHuBepcuteta (Tomck, Poccust). E-mail: czinzhuyl@tpu.ru

Boponosa I'yibHapa AnbQpuaoBHa, KaHA. XUM. HayK, JOLEHT, HanuoHansHbIN Hccneno-
BaTeNbCKUKA TOMCKHUIT TOCYJapCTBEHHBIH YHUBEPCUTET, NOLEHT OTHeneHns MaTepHaIoBeICHIUS
HuxeHepHOil NIKOJIBI HOBBIX IIPOU3BOACTBEHHBIX TeXHOIOruH HaronansHOro uccienoBaTens-
ckoro Tomckoro nonmurexuamaeckoro yuusepeurera (Tomck, Poceust). E-mail: voronova@tpu.ru

Tomsk State University Journal of Chemistry, 2020, 20, 30-37. DOI: 10.17223/24135542/20/3

T. Tileuberdil, X. Jil, M. Pan?, A. Lyu?, J. Huang?, G.A. Voronoval 2

! National Research Tomsk Polytechnic University (Tomsk, Russia)
2 National Research Tomsk State University (Tomsk, Russia)

Obtaining and studying the properties of a polyvinyl
alcohol/sodium alginate hydrogels

Obtaining of nano-oxide coatings by anodizing metals is a modern and inexpen-
sive method for producing nanostructures with unique properties. Nanomaterials
have attracted the attention of many researchers due to their unique properties in the
fields of electricity, optics and magnetism. Anodized porous aluminum oxide is easy to
prepare, and the choice of different electrolysis conditions makes it easy to control the
nanopore size. Nanopores can be 15 to 200 nm in diameter and up to 100 um deep.
Porous alumina has a wide range of applications: membrane technologies, a matrix
for template synthesis of nanowires or nanotubes, and as biosensors or reactors.

In this work, porous membranes of aluminum oxide were obtained by the method
of two-stage anodic oxidation of aluminum A97. The structure of porous membranes
has been studied by atomic force microscopy and transmission electron microscopy.

Keywords: anodizing, anodic alumina, electrochemical polishing, volt-static
mode, galvanostatic mode, anodic alumina.
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Hayuonanvuvuii uccneoosamenvckuii Tomckutl 20cyoapcmeentviil yHugepcumem
(2. Tomck, Poccus)

Bo3neiicTBHEe HU3KOTEMIIEPATYPHOIT IJIa3MbI 6apbEPHOT0 pa3psaa
HA MOBEPXHOCTHBIE (PU3UKO-XUMHUYECKHE CBOICTBA MOJIHJIAKTH/IA

Hccnedyemces @ausinue HU3KOmMeMnepamypHou niasmvl KUCIOpoOd U apeoHa
co epemenem 6o3deiicmsus 120 ¢ u ckopocmvio nomoxa niazmennozo 2aza 60 cm®/c
Ha u3UKO-XUMUYECKUe CBOUCMEA NOBEPXHOCMU NOAUMONOUHOU KUCIOMbL, NOLYYEHHOU
Memodom nekmpocnununea. Qusuko-xumuueckue ceolicmea bvliu onpeoenenvl nymem
UCCIe008ANUS. XUMUHECKO20 COCMOSIHUS MOOUDUYUPOBAHHO2O NOBEPXHOCHIHOZ0 COSI
MemoooM UHPPAKPACHOU CReKMPOCKONUY, d MAaKice y2id KOHMAKma MemoooM Jie-
Jrcauyeti Kanau u CMpyKmypbi NOBEPXHOCMU C NOMOUWbIO ONMUYECKO MUKPOCKONUU.

KiioueBble ci10Ba: HU3KOMeMNepamyphas niasmd, 6apbepuvlii paspso, 91eK-
MPOCRUNHHUKZ, NOIUIAKMUO, NOIUMONOYHAS. KUCIOMA, GUOCOBMECMUMOCb, Guode-
epadayus.

BBenenne

[MonmumepHbie MaTepuanbl Ha ocHoBe noiwmnaktuaa (I1JI) obnamarotr 6uocos-
MECTUMOCTBIO M CIOCOOHOCTBIO K OHOJETpalalliy, YTO OMpENesseT WHTepecC
K UX MPUMEHEHHIO [UTS IPOU3BOICTBA OHOAETpaTupyeMBIX U3IEITHH ¢ KOPOTKIM
CPOKOM CITyOBI, HalIpuMep JJIsl U3TOTOBJICHUS XUPYPTUUECKUX HUTEH, NMILIaH-
TatoB u T.I. [1, 2]. K HemocTaTkaM MOMUIAKTHAA, OTPAHUYHUBAIONIUM €T0 MPH-
MEHEHHE B MEIUIIMHE B YHCTOM BHJE, MOXXHO OTHECTH HE IOPHCTOCTb U
«AHEPTHOCTBY» TOBEPXHOCTH — THAPOGOOHOCT U OTCYTCTBHE CIICIH(DUISCKUX
(YHKIIMOHAIBHBIX TPYII ISl IPUKPEIUICHUS U pocTa KiIeTok. JlaHHas mpobie-
Ma MOXeT OBITh perreHa myteM momydenus [1JI meTomom anexTpodopMoBaHus
(D®) 1 00pabOTKM MOBEPXHOCTH JAHHOTO MaTephaja MOTOKAaMH HHU3KOTEMIIE-
paTypHO# mja3Mbl, a TaKXKe NMPUBUBAHUS Ha IPEABAPUTEIHHO 0OpabOTaHHYIO
noBepxHOCTh [1JI coequHenit Apyroi XUMHAYECKON MPUPOIBI, B TOM YHCIE aK-
puioBoii kucnotsl [3]. Ilpu Bo3aeHCTBUM MOTOKOB IU1a3Mbl Ha oBepxHocTH [1J1
00pa3yroTCsl KUCIOpoAcoaepkaiye (QyHKIIMOHATBHBIE TPYIIIbI, KOTOPBIE YIIyd-
[IAF0T CMAaYMBAEMOCTh €T0 MOBEPXHOCTH.

Henbro HacTosmiel pabOTHI SIBIICTCS W3YyYCHUE BIUSHHS MTOTOKOB HH3KO-
TeMIIEpaTypHOH IMIa3Mbl 6aphepHOTO paspsijia KUCIOPOia U aproHa MpH BpeMe-
HU 3Kcrio3uiui 120 ¢ Ha PU3NKO-XMMHYECKUE CBOMCTBA TIOTMIAKTH/IA.

Marepuajbl 1 METOABI HCCIETOBAHNUS

OKcnepruMeHTaIbHbIC 00pa3Ibl MOMMIAKTHAA TTOyICHBI METOAOM 3JIEKTPO-
(hopMOBaHHsT HAYYHBIM KOJUIEKTUBOM JIabopaTopHu IIa3MEHHBIX THOPHIHBIX
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cucreM HU TITY mox pykoBoacteoM C.U. Teepnoxmnedosa. [Ipu o6padorke ITJ1
B MJ1a3Me 0apbepHOro paspsja B kKauecTBe IIa3MOO0Pa3yIOIIero ra3a UCIoib30-
BAJIMCh KMCJIOPOJ M aproH, PacXoj raszoB coctasisia 60 cm®/c, BpeMs dKCros3u-
mun 120 c. Tlocne aktmBammu moepxHocTH [1JI aproHOBO# U KHUCIOPOAHON
MJ1a3MOM 00paslibl MOMEIIAN B BOAHBIA PacTBOP MPEABAPUTEIHHO OYHMIIEHHOMN
akprioBoii kucnotsl (AK) (5 mac. %) u BeraepkuBanu B TeucHue 20 4. O0pasen
IJI ¢ mpuBUTOM akpuUIOBOW KHCIOTOW MOTPYKallkd B BOAy Ha 12 4 u 3aTem He-
CKOJIBKO pa3 MPOMBIBAIH OOMIEHBIM KOJMYECTBOM BOIBI VIS YAAJICHUS JTF000TO
HEMpPOpearupoBaBIIET0 MOHOMEpPA aKpUJIOBOM KHUCIOTHL. MoanduuupoBaHHBIN
obpazer I1JI 3aTeM cymmian B BAKyyMe IpA KOMHATHOH TeMIiepaType.

Pe3yabTartsl

Xumudeckuid coctaB oOpasios I1JI mo u mociie mia3MeHHOTO BO3ACHCTBUS
UCCIEA0BATH C IIOMOIIBI0 MeTosia nHppakpacHoil ciekTpockonuu (MK-criexTpo-
ckonuu). Pe3ynbraTsl MOKa3bIBAIOT, YTO IMOCHE BO3JEHCTBUA TUIa3MOi cMmele-
HUI WIN HOBBIX IIOJIOC HE OOHAPY)KEHO, YTO CBHICTENHCTBYET 00 OTCYTCTBHH
HOBBIX XUMHUECKUX CBS3€H MPU B3aUMOJCHCTBHU IUIa3MBI C MOBEPXHOCTHIO
JKCIIEpUMEHTANBHBIX 00pa3noB (puc. 1). CormacHo pacueTam, MHTEHCUBHOCTh
MOJIOC TOTJIOWICHHS MOCIE BO3ACHCTBUS KHUCIOPOJHOW M aprOHOBOM ILTa3MOM
yBenmuuBaercss Ha 10 m 30% COOTBETCTBEHHO, a Il 0OPa3loB C MPHBHUBKOMA
aKpUJIOBON KMCIOTHI MHTEHCHBHOCTH yBenmuuBaeTcs Ha 20 u 40% cootBert-
CTBEHHO.

HonmnakTi nexonblit TomnnakTia HeX oIt
N P
v(CH3) \ v(CHy)  v(CH)
: ¥ wen) , 3
5 WC=0 5 W(C=0; h
x |[Homnakria + O, veE0yof - = Mommnakrua + O+ akpuiIoBas KHCI0Ta C(=0y0- Tc-0-C
B ) Xco-cy 2
=] ', g 8
R 3
3 £
2 13}
] ]
= I
2 HMomumaktun + Ar a TomutakTua + Ar + akpuiIoBas KHCJIOTa
o S
T T
o o
=] =
o} I
= =
T T T T T T T T T T T T T T T T T T T T
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Boanosoe uncio, cm BonHoBoe umcno, oM
a o

Puc. 1. UK-criekTpbl 00pa3IioB /10 ¥ MOCIe IIa3MEHHOTO BO3/CHCTBHS (a)
U C TIPUBUBKOI aKPUIIOBOU KHCIIOTOH (6)

KpaeBoit yron cMauuBaHHs U3MEPSUTH METOAOM JIeKAIIEeH KaIuld MpU KOH-
TaKTe C TPEeMs KHUJIKOCTSIMU: BOJIOH, TTTUILEPUHOM M dTHIIEHTINKoIeM. Onpene-
JIEHO, YTO TOJILKO TIOBEPXHOCTh 00pa3ia, 00padOTaHHOTO aprOHOBOW IIa3MOM
0€3 IPUBUBKH aKpPUIOBOH KHCIOTHI, TIPH KOHTAKTE C BOJIOW CTAaHOBHUTCS THIPO-
¢upHON — 41° (Tabnuma). 3HAYCHUS KPaeBOro yria CMavyWBaHUS U OCTallb-
HBIX 00pa3loB HE MPETEPHEBAIOT 3aMETHHIX M3MEHEeHHH. M3 Tabmumbl BUIHO,
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YTO BCJIEICTBHE 00paOOTKH MOBEPXHOCTH 00pa3IoB IJIa3MOW PE3KO YMEHbIIa-
€TCsI KPaeBOM Yrojl CMavYMBaHUs P KOHTAKTE C ATHICHTIMKOJIEM, TaK KaK Mpo-

HCXOJUT MITHOBCHHOC BIIMTHIBAHUC X XKUIKOCTHU.

3HauyeHHs] KPAaeBoOro yrjia CcMa4uBaHHs NOBEPXHOCTH HcxoaHoro I1JI

J10 ¥ 1ocJie 1a3MeHHol Moaudukanun

Obpasen Kpaepoii yroa cmauuBasus, ®
Bona I'muuepun OTUIICHIIIUKOIIb
T1JI ucxomHbIi 118,1+1,59 122,7 +1,33 111,3+0,86
I+ O2 108,5 + 2,08 128,5+0,38 0
TUI + Ar 41,0+11,31 128,3+1,95 0
I+ 02+ AK 116 +0,78 126,3+1,14 0
I+ Ar+ AK 113,5+1,69 129,7+1,10 0

BospeticTBre mia3mMoil MPUBOOUT K YBEIHYECHHIO MOBEPXHOCTHOW SHEPTHU
MaTepuanoB. i1 obpasmoB [1JI HabmomaeTcs yBenuueHHE MOBEPXHOCTHOM
sHepruu ¢ 6,44 no 26,68 MH/M nipu o6pabotke wrazmoit Oz u go 201,44 MH/m
npu obpabotke 1iasmoi Ar (puc. 2). Takke 0OTMEUYaeTCsl 3HAYMTEIILHOE TTOBBI-
nieHue od1eil moBepXHOCTHOM 3Heprun obpasua I1JI mocne nmpuBuBanus AK —
1o 204,74 mH/m (tutasma kuciopozaa) u 601,85 MH/M nipu Bo3aeliCTBUY TUIA3MBI
aprona (cM. puc. 2, 6).

6004 MonunakTua + akpunosas kucnota | ] 5T ﬂonwnaxmql "
% M O6uwas = W O6uwas
s 5004 @ nMonspHas = @ [onspHas
3 [ucnepcuonHas < 150 [ucnepcuorHas
S 400 s (6]
a @ a
) o)
?-:7 I
x 3004 ® 1004
@ (]
E E
8 200+ | )
o

T I 50
X 6] X
& 1004 &
: : ¢
E n "

ol ®m =S

UCXOAH I nnaswa o, nnasma Ar UCXOAHBI v nnasma o, L nnasma Ar
a o

Puc. 2. [ToBepxHocTHast sHEpTUs 00pa3uoB [1JI 1o u mocite 06paboTKH IITa3MOi KUCIOpOIa
1 aproHa (@) ¥ ¢ IPUBUBKOH aKpPHUIIOBOH KUCIOTOH Ha IIPeABAapUTENHFHO 00paboTaHHYIO
ruta3moii mosepxuocts [T (6)

MukpocTpyKTypy 00pa3LoB NOJMWIAKTHAA UCCIEI0BAIN MIPU IOMOIIU ONTH-
Yyeckol MUKpockonuu. Ha MukpodoTorpadusx BUIHO, YTO MOCIE BO3JECHCTBHS
KHCIIOPOJTHON M aprOHOBOM IMJ1a3Moid OapbepHOTo paspsaa HabIoaaeTcss BOJIOK-
HUCTasl CTPYKTYpa, KaK | U1 HCXOAHOTO oOpasua (puc. 3, a). [Ipu sToMm mocie
00paboTKH MaTEepUAIOB aprOHOBOW IIa3MOi 00pa3yroTCsi CKBO3HBIC OOBEMHBIC
nedexThl pazmepoM ~ 50 MkMm (puc. 3, 8), a ociae MOAU(PUKAIMHA TOBEPXHOCTH
[JT nnasmoit Oz He HAOMIOAAETCS 3HAYUTEIBHBIX H3MeHeHui (puc. 3, 6). [lpu-
BHBKa aKpUJIOBOHM KHCJIOTOH HE BIHSET HA U3MEHEHUE MOP(OIIOTHH MOBEPXHO-
ctu o6pasnos [J1.
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Puc. 3. Mukpodorpaduu nosepxnoctu ucxoanoro I1J1 (a), mocne Bo3nelcTBust
KHCJIOPO/IHOH T1a3MbI (6) U aprOHOBOIT ITa3MBI (6)

3akiouenue

Wzyueno BinusiHE MOTOKOB HU3KOTEMIIEPATYPHOH ITa3MBI OAphEPHOTO pas-
psna KHCIOpoJa W aproHa INpH BpeMeHH 3kcnosummu 120 ¢ Ha Qusnko-
XMMUYECKHE CBOMCTBA IOJIMJIAKTHIA. YCTaHOBJIEHO, YTO MOCIE BO3JCHCTBUS
MJ1a3MOM CMEIeHUH Uil HOBBIX Tojioc B UK-criekTpe He 0OHapyKeHO, UTO CBU-
NETEIBCTBYET 00 OTCYTCTBHU HOBBIX XHUMHUYCCKHX CBSI3CH IPH B3aUMOACHCTBUU
mwra3Mel ¢ nmoBepxHocThio I1JI. ITokazaHo, yTO HAa M3MEHEHHE CMAYHMBAEMOCTH
MOJIMMEPHBIX MAaTepHasioB Iocje 0OpabOTKM HHU3KOTEMIIEPAaTYpHOU ILIa3MOM
OKa3bIBACT BIISIHUAEC HE TONBKO M3MEHEHHE XUMHYECKOTO COCTaBa, HO U MOp(o-
nmorusi marepuaia. Ilocine momudukanuu [1JI turasmoit aprona HabGmromaercs
CYIICCTBCHHOE YBEJINYEHHUE TTOBEPXHOCTHON SHEPTUH MAaTEPUANIOB BCIICACTBHE
00pa3oBaHKs 00BEMHBIX Je(EKTOB pasMepoM ~ 50 MKM.

Pabora BhITIONTHEHA B paMKax HAy4YHOTO MPOEKTa MpH Hoauepxkke [Iporpam-
MBI MTOBBIIIICHUS KOHKYpeHTococoOHocTH TI'Y.
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Effect of barrier discharge of low-temperature plasma
on surface physicochemical properties of polylactic acid

In the present work the effect of oxygen and argon low-temperature plasma was
investigated with exposure time 120 s and plasma gas flow rate 60 cm?/s on surface
physicochemical properties of polylactic acid obtained by electrospinning. Physical-
chemical properties and chemical state of the modified surface layer were investigated
by infrared spectroscopy, as well as contact angle by lying drop method and surface
structure by using optical microscopy.
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HcciienoBanue HAaHECEHHBIX OMMeTAIMYEeCKHUX
Pd-Sn nanoyacrun meroxom PO®IC

IIpedcmasnenvl pe3ynbmamyl PeHMeHOBCKO20 UCCIE0068AHUA DUMEMANIUYECKON
cucmemnl Pd-Sn. O6pazosanue 6umemannuueckux nanowacmuy Pd-Sn nabnodanoce
npu onpedenennou npoyedype nooeomoexu. Ananuz XPS-cnekmpoe npeononacaem
603MOJICHOCTIb 0OPA308AHUSL CHILABA C NEPEHOCOM DNEKMPOHO8, npoucxodswum uz Pd
6 Sn. Ananuz XPS-o6pasyos SiOz2 nokasvieaem, umo o6pabomra 60ccmaHoGLeHuem
npusodum k obpaszosanuto Pd(0), u npu memnepamype eoccmanosnenus 200°C
He HaOI0aemcs CHUdM CeHUs cooepicanus Sn

KiioueBble cioBa: 6umemannuieckue HaHo¥acmuysl, OUMEMAiIU4ecKas cucmemd,
Pd—Sn nanouacmuywl, penmeenosckas pomosnekmponHas cnekmpoCcKonus.

BBeaenune

B HacrosIiee BpemMsi CHCTEMBI, COCTOSIIUE U3 IBYX WX 00Jiee METaIJIOB, UT-
paroOT BaYKHYIO POJIb B PA3IUYHBIX XHUMHUKO-TEXHOIOTHIECKUX MPUIOKEHUIX, 9TO
MPUBOIUT K WHTCHCHBHOMY HCCIIEIOBAaHUIO OMMeETaTHYecKux cucteM. Ousm-
YecKHe U XMMHYECKHE CBOWCTBA OMMETaNTMYECKUX HAHOYACTHUI] OMPEACIISIOTCS
CBOMCTBAMHM OTHENBbHBIX METAUIOB. BcneacTBue HM3MEHEHHWS 3IEKTPOHHOM
CTPYKTYpHl OMMETaJUIMYecKasl CHCTEMa MOXKET MpOSBISTH HOBBIC CBOWCTBA,
CWIBHO OTJIMYAIOIINECS OT CBOWCTB OTACIBHBIX METAIOB. MHOTOYHCIICHHBIC
3¢ HEKTHI, KOTOPBIE OTHOCITCS K M3MEHEHHIO YJIEKTPOHHON CTPYKTYPHI, HAOIIO-
JaroTcs A OMMEeTaIIMYECKUX KOMITO3UIIMMA, 00pa30BaHHBIX MeTajulaMu ¢ 00-
raThiM BAJICHTHBIMHU SJIEKTPOHAMH U-TIOyPOBHEM M METaJIAMH C MEHEE HacChl-
IICHHBIMH 3JICKTPOHaMHU S- W P-TIOJYPOBHSAMH. B d9acTHOCTH, B JIMUTEpaType
OITyOJIMKOBAHO MHOTO HICCIICIOBAHHMN, TIOCBSIICHHBIX OMMETAJUTNIECKIM CHCTE-
mam Pd-Sn. Bumerammnueckas cuctema Pd—Sn xapakrepusyercst CHIILHBIM B3a-
umogeiictreM Mexay Pd u Sn 3a cuet rubpunuzanuu Sp-opbutaneid Pd u Sn,
9TO MPUBOIUT K 00pa3oBaHHIO CIUIABOB Pd—Sn 3IIeKTPOHHOW CTPYKTYPHI, IO-
no0HOU GnaropoanbiM MetaiuiaMm [1-4]. Kak npaBuiio, UCMONB3YIOTCS pa3iny-
HbIE CIIOCOOBI MOJYYeHHUS OMMETaUTHYECKHX HaHovacTHil Pd-Sn: HaHeceHue
000UX METAJUIOB Ha OKCHIHBIA HOCHUTENb, TAKUX KaK OKCHJ AFOMHHUS U CHIIHU-
Karenb [5], a Takke HaHeceHue nawaausa Ha SnOz [6]. B o6oux cinydasx cBs3u
Pd-Sn ycranaBnuBaroTcst cpa3y Osaromapsi CHIBHOMY B3aHMOICHCTBHIO 000MX
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MeTauioB. OMHOBPEMEHHOE MK TIOCIICI0BATEILHOES OCAKICHUE MAUIAINs U OJI0-
Ba YacTO BBIMONHACTCA METOAaMH XHMHUYECKOTO OCAXKICHUS C HCIOJb30BaHUEM
XJIOPHUIIOB OJIOBA U HUTpAaTA Maywiaaus [7] wiu OoJee CI0KHBIX METaNIOOPTaHu-
YeCKUX COCJMHEHWH, TaKUX Kak areTuianeToHats! [8]. B wactHocTH, B pabote
OIKCaHa IMPOIeaypa MPUTOTOBICHUS, KOTOPAs MPUBOAUT K YCIICIIHOMY ITOJTY-
yeHuto ouMmetammaectux Pd—Sn wanowactwir [10].

Ienp paboThI — HCCIIEAOBAHUE IBOJIOIMK COCTOSIHUN OKHMCICHHUS MAJLTaIHs,
0JIOBA ITIOCIIE TPOBEICHUSA CTAAMH Pa3IO0KEHHUS, OKHUCICHHUS, BOCCTAHOBJICHUS,
B3aMMOJICHCTBHE MEKIY STUMU KOMIIOHEHTAMH C TIOMOIIBIO METOIa PEHTTCHOB-
CKOM (oTOIEKTPpOHHOM criekTpockoruu (POIC).

3KCHepI/IMeHTaJ'l]>H35l yacTh

[Iponecc mosyuenuss MoHoMeTaunaeckux Pd u Oumerammmueckux Pd—Sn
HAHOYACTHII, HAHECEHHBIX HA MOBepXHOCTh Y-Al,03, OBUT MpOBEIEH U OMUCAH
panee [9]. [ToBepxHOCTH 00pa3LOB UccieaoBanack MmetogoM POIC. U3mepenus
MIPOBOJIMJIMCH C MCITOJIb30BAaHUEM PEHTIeHOBCKOro mydka 100 MkM Ha mpubope
PHI 5000 VersaProbe-11 (ULVAC-PHI, Slnonus), 060pyI0BaHHOM aproHOBOM
W DJIEKTPOHHOW MyIIKaMU JUIA HEUTpalM3alMd 3apsaa, BO3HUKAIOUIETO MPH
aHaJM3e HEMPOBOIAMINX 00pa3oB (METOX ABYXIyUeBOW HEHTpaIH3aIlluu 3apsi-
na). B kauecTBe BHYTpEeHHETO CTaHIapTa npuHsaTa Juausa Al 2p npu 73,4 u 74,6
3B. TouyHOCTP H3MEpEHHsI 3HEPIHMM CBSI3M JUI1 BCeX O0pasIoB COCTaBIsUIA
+ 0,1 »B. JexonBomonus crnekrpo POIC nmpoBoaunachk ¢ MCHOIb30BAHUEM
cMmemanHol QyHkimu ["aycca—JIopeHIia mocpeacTBOM OTHOBPEMEHHOTO BbIYHMTA-
HUSI (JOHA, BBI3BAHHOTO BTOPUYHBIMU IEKTPOHAMH M (POTOINEKTPOHAMH, TEPSIO-
IIUMH 3HEPTUIo, B cooTBETCTBUU ¢ anroputMoM Llupmu. Cnekrpet POOC obpa-
0aTBIBaJIM C IOMOIIBIO CTAHAAPTHOTO MporpaMMHoro odecrieuenus CasaXPS.

Pe3yabTartsl

Bbeun momyuersr PODC-criektpst Pd3ds, mms moHoMeramunyeckoro Pd u
oumMeTammaeckux Pd—Sn oOpasios mocie okucienus npu 350°C B Tevyenue 2 u.
O0pa3enr MoHOMETaILTHIECKOTO Pd mOKa3bIBaeT MUK, YKa3bIBAIOIIUI Ha IPUCYT-
ctBue Pd(I). PODC-cniektpsl komnoHeHThl Pd3ds, OumMeranmmueckux obpas-
1IOB, COZeprKaIIKe MaUIaJnid U 0JIOBO, MTOKA3bIBAIOT CJIBUT B CTOPOHY OoJiee BbI-
COKOW SHEPrUM CBS3U M0 CPABHEHUIO C MOHOMETAUIMUECKUM MaJUIaJHEM; 3TO
CBUIIETEIBCTBYET, uT0 Pd Haxomutcs B Oojiee OKHCIEHHOM COCTOSHHH, UTO,
BO3MOJKHO, yKa3bIBaeT Ha MEpEeHOC IeKTpoHOB oT Pd k Sn.

[omyuensr Taxxke criekrpsl POIC, cooTBeTcTBYIOMUE KOMIOHEHTe Sn3ds,
B MoHOMeTatnueckoM Pd m Gumerammnyeckux Pd—Sn obpasmax mocie okuc-
nenus npu 350°C B Teuenue 2 4. OOpazenr MOHOMETALIMYECKOTO TaTaus Mo-
Ka3bIBaeT IUK, CBA3aHHBIA co cTemneHbto okuciaeHus Sn(IV). B stom cimydae
Takke HAOJIONACTCs CABUT B IOJIOKCHUHM NMHKOB B OuMerammmdeckux Pd—Sn
o0pasiax, HO 3TOT CABHUT IIPOUCXOAUT B CTOPOHY OoJiee HU3KOM SHEPTUH CBSI3M,
YTO YKa3bIBAaCT Ha MPUCYTCTBHE 00JIee BOCCTAHOBIICHHBIX YaCTHII S1.
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[Mosryaensr POIC-cniektpbl kommoHeHThl Pd3ds, 1t cMenmaHHbIX OuMeTa-
mueckux Pd—Sn oOpasuos nocne okxucnenus npu 350°C B TeyeHue 2 4 U Mo-
CJIEYIOIIETO BOCCTAHOBIICHHUS MPH Pa3IMYHBIX TeMIIeparypax B TeueHHe 2 4.
MosxHo yBuneth siBHbIN repexon oT Pd(Il) k Pd(0) mociie BoccTaHOBIEGHUS MIPH
100°C, xotopsrii coxpanseTcs mpu BoccTaHoBieHnu 10 400°C. Crektpbl Sn3ds)
HE MOKA3hIBAIOT HUKAKUX MPH3HAKOB BOCCTAHOBIICHHUS SN MPU BOCCTAHOBJICHUH
BIL10TH 110 400°C.

[TomuMo 3TOTO, TOMYYEHBI CIEKTPhI KOMITIOHEHTHI Pd3ds, mpenBaputensHO
BOCCTaHOBJICHHBIX OMMeTaumimuecknx Pd—Sn o0pas3ioB mocie MOoCieayroImero
okucienus npu 350°C B TedeHNE pa3NIUIHBIX TPOMEKYTKOB BpeMeHH. CTIeKTPHI
P®OC nokaspiBatot, 4To B X0J1¢ 3TOro nporecca Pd BozBpaimaeTcsi B HCXOAHOE
cocrosinue okucienust Pd(II). B uactHocTH, PDDC-kOMIIOHEHTA, CBSI3aHHAs
¢ npucyrctBiuem Pd(0), mocreneHHO HAYMHAST WCYe3aTh, U Yepe3 3 4 Mpeumy-
mectBeHHO conepxurcs Pd(I). Kakoro-mu6o m3meHeHus: koMnoHeHTh Sn3dsy,
CBSI3aHHOTO C IPUCYTCTBHEM Sn, He ObIIIO 0OHapyxeHo B crnekTpax POIC, uro
O3HaYaeT, 4ToO Sn BCe elle NPUCYTCTBYET B cocTossHIM Sn(1V).

Ha ocnoBanmm nmaHHbBIX, omydeHHBIX MeTogoM PDOC, mpemmoxeH mexa-
HH3M (OPMHPOBAHUS OUMETATMYECKUX HaHodacTul] Pd-Sn B xome mposese-
HUS Pa3UYHBIX CTAJUH OKUCIUTENbHO-BOCCTAHOBUTEIBHON TEPMOOOPaOOTKH.

3aki0uenue

B cootBercTBuu ¢ nanapiMu POOC gactwi, comepxkamux kak Pd, tak u Sn,
TTOJIO’KEHUS TTMKOB dHEpruil cBs3u Pd m Sn B OuMMeTamuaecknx obpasiax cMe-
IIar0TCA B MPOTHUBOIIOJIOXHBIX HAMPAaBJICHUAX OTHOCUTCIIBHO MOHOMETAJIJINYC-
CKUX 00pa3IoB, U 3TO YKa3bIBaET Ha BHEICOKYIO BEPOSTHOCTH TOTO, 4TO Sn u Pd
MOTYT 00pa30BBIBATh YACTHIIBI CIUIABA C IEPEHOCOM 3JIEKTPOHHOH IUTOTHOCTH
ot Pd k Sn. Ilomydennsie otHommenust Pd u Sn x Al, o cpaBHEHHIO C MOHOMeE-
TAJUTMIECKUMH 00pa3aMy, HAMHOTO HIDKE TEOPETHUYESCKU O’KUITACMBIX BEITMYHH.
3TO MOKET COOTBETCTBOBATH YBEIHUCHUIO pa3Mepa METaUTHUSCKIX YaCTHUI] WIH
pazbaBJIeHUIO METAJNIOB, YKa3bIBaroOIIeMy Ha oOpa3zoBanue (azbl Pd—Sn criasa.
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Study of suppored bimetallic Pd—-Sn nanoparticles by XPS

The results of XPS study of the bimetallic Pd-Sn system obtained earlier are pre-
sented. The formation of the bimetallic Pd-Sn nanoparticles was observed under the
specific preparation procedure. XPS analysis also suggests the possibility of alloy
formation with electron transfer occurring form Pd to Sn. XPS analysis of the SiO2
samples show that the reduction treatment results in the formation of Pd(0) and at
a reduction temperature of 200° C no reduction of the Sn species is observed.

Keywords: bimetallic nanoparticles, bimetallic system, Pd—Sn nanoparticles,
X-ray photoelectron spectroscopy.
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