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B pa6oTe npefcTaBneHbl pe3ynbTaTbl MCCref0BaHUsi MOPUCTON MeTannokepammyeckon MembpaHbl Ha OCHOBE KPYMHO3EPHU-
CTOro OKCcuAa antoMUHUS METOLOM PEHTIEHOBCKOW TOMOrpagum.
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Interest in metal-ceramic membranes used in filtering equipment, due to their stability in chemically and biologically aggressive
environments. Their important characteristic is porosity. This is an aggregate characteristic of the size and number of pores. Chang-
ing the parameters of the technological process of creating membranes entails a change in their morphological structure, which in
turn changes the porosity. The method of x-ray tomography allows you to control the internal local structure of the membrane with-
out its physical destruction. The visualization of the result of the technological process provides an opportunity to evaluate how the
change in a particular parameter of the technological process affects the internal structure of the membrane, and thus optimize the
creation process. In addition to this, it is possible to calculate the integral parameters of the structure, such as porosity, specific
surface area and pore size distribution.

This paper presents the results of a tomographic study of a metal-ceramic membrane obtained by the method of self-
propagating high-temperature synthesis. The tomographic reconstruction was performed by back projection with filtering and correc-
tion for the effect of “beam tightening”. Additional mathematical processing (bilateral filtering and binarization by the Otsu method for
unbalanced classes) was applied to the result of the reconstruction in order to evaluate the porosity of the studied sample, its specif-
ic surface and build the pore size distribution. It should be noted that the methods demonstrated and the results obtained allow us to
study the effect of synthesis parameters on the quality of the membranes obtained and consider the X-ray tomography method as a
candidate for inclusion in the complex of methods for studying membranes.

Keywords: porous media; x-ray microtomography metal-ceramic membranes; images segmentation.

BBepeHune

B nocnegHee gecAtuneTne aktTMBHO BeAyTCA pa-
6oTbl Mo CO34aHuo MU MUCnonb3oBaHUIO HeopraHu4ye-
CKUX MOPUCTbIX MembpaH. Mopuctble MembpaHbl Npu-
MEHAKTCA OnA pas3genieHna Monekyn u 4actud pas-
HblX pasmepoB. CenekTMBHOCTb Takux MpOLLECCOB
onpedensieTcs COOTHOLLEHWEeM pasMepa pasgense-
MbIX YacTuuy 1 paamMmepa nop.

Mo xMmnyeckomy cocTaBy MX AeNnsAT Ha kepamuye-
ckue, CTeKNsiHHble, rpaduToBble, MeTannuyeckne u
KOMMNo3numoHHble. Kepamunyeckne membpaHbl obna-
AaloT psAaoM NpenMyLLEecTB, TakMX Kak BbICOKAs XUMU-
Yyeckasi CTOMKOCTb U TepMUYeckas CTOMKOCTb, BbicTpas
OKYNnaemoCTb 3a CYET BbICOKMX IKCNyaTaLuMOHHbIX
rokasaTenen 1 ANMTENbHOrO CpPoKa CryxObl, BO3MOX-
HOCTb NOMy4YeHus AaHHbIX MeMbpaH co crneumanbHbl-
MW CBOWCTBaMW, Hanpumep, KaTanuTUYeckumun, unm
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o6nagarolmx MOBbILLEHHOW MeXaHWYeCKOW MpPOYHO-
cTblo. Elle ogHO 3 mpevMyLlectB — BO3MOXHOCTb
co3gaHusa Kak rmapodobHbIX, Tak U rMapodUnbHbIX
membpaH. Kepamwunyeckue wmembpaHbl AN MUKPO-
unbTpaumMm Nony4arT CrnekaHWem AUCMEPCHbIX MNo-
powkoB ¢ fobaBkaMu CUNUKATOB, M'MOPOKCUAOB, Kap-
6oHaToB. B paboTe [1] onncaH cnocob dopmmnpoBaHns
KaTanmMTU4eCKn akTUBHbIX MEMOpPaH HOBOrO MOKONeHUs
METO4OM CaMOopacnpOCTPaHSAIOLLEroca BbICOKOTEMME-
paTtypHoro cuHTe3a (CBC).

MeToa peHTtreHoBckow Tomorpacun (PT), ncnone-
30BaHHbIA AN aHanu3a B JaHHoW paboTe, no3sonseT
BOCCTaHaBMNMBaTb BHYTPEHHIOW Mopdonoruyeckyto 3D
CTPYKTYPY u3y4aeMbix o6beKToB 6e3 X paspyLueHus.
MeTop ABnsieTcs annapaTtHO-NPOrpaMMHbIM Y COCTOUT
B TOM, YTO nM3mepsieTca Habop yrnoBbIX TOMorpadguye-
CKMX MPOEKUMI, 3aTeM pe3ynbTaTbl U3MEPEHUS nepe-
[alTcA B BblYMCIUTENbHLIA BMOK KOMMnekca Ha pe-
KOHCTPYKLMIO, NTOFOM KOTOPOW ABNSAETCHA BOKCENbHOE
onucaHne BHYTPEHHEW CTPYKTypbl. KauecTBO pekoH-
CTPYKUMWN onpefensieTcs yCroBusiMn U3MeEpEHMs], Cno-
cobHOoCTblO TOMOrpadgupyemoro obbekta ocnabnatb
PEHTreHOBCKOE M3MNydeHne U UCNONb30BaHHbIM METO-
[OM PEKOHCTPYKUMK [2].

B HacToswen pabote npeactaBneHbl pesynbrathbl
uccneaoBaHus  MOPUCTOM  MeTanokepamMmmnyeckomn
mMembpaHbl Ha OCHOBE KPYMHO3EPHUCTOrO OKcuaa
anoMUHUA ¢ pasmepoM Yactuy go 600 mMkm meTogom
PEHTrEeHOBCKOM TOMOrpaduu.

MeToauka akcnepuMMeHTa

O6paseu Ona uccrnefoBaHWs, NPeACTaBrSOWMNA
cobovi MeTannokepaMm4eckyto NopucTyto MemoBpany,
ObIn U3roTOBNEH METOAOM CaMopachpOCTPaHSIOLLErO
BbICOKOTEMMEPAaTYPHOro cuHTe3a. [ns M3rotToBneHus
ucnonb3osancs nopowok AlzOs ¢ YacTuuamu pasme-
pom go 600 mMkm. M3 aTmux yacTuy 6bin cdhopmmnpoBaH
Kapkac MembpaHbl ¢ nopamu pa3amepom okorno 30 MKM.
[ns cnekaHusi NnpovHoro obpasua B UCXOAHbIN MOpo-
wok Al203 BBOAMMMCHL NopoLukoobpasHble fobaBku B
cneayoLwmx BecoBbiX COOTHoweHusax: Al2Os — 225 T,
MgO - 7.5, SIC—-15T, SiO2 — 7.5 r. MukpodoTorpa-
s obpasua, nonyyYeHHasi C MOMOLLbI0 SNEKTPOHHOIO
MUKpOCKONa npeacTasneHa Ha puc. 1.

Puc. 1. MukpodoTorpacus obpasua Ha ocHose Al,O3
Fig. 1. A microphoto Al,O3; sample

MnoTHOCTb nomyYeHHOro martepuana cocTaBuna
3.4 r/cm3. 3HaueHWe MNOpUCTOCTU CUHTE3UPOBAHHOTO
obpasua, usMepeHHoe MeToAOM TMAPOCTaTUYECKOro
B3BewwnBaHna — 30.5%. [nameTp OTKPbITbIX MOp 06-

pasua, onpeferneHHbIi C MOMOLLBIO PTYTHOrO NOPO3n-
MeTpa U MeTofoM nysbipbka coctaBun ~30 MKM. A3-
MepeHne yaenbHOM MOBEPXHOCTU uccregyemoro no-
pucTtoro obpasua Ha npubope Sorbi-M meTogom BIT
nokasano 3HaueHue 0.2 + 0.01 mM?/r (4.7+10° mL).

OnucaHue ToMorpacmnyeckoro akcnepumeHTa

[ns vccnenoBaHWs NMPOCTPAHCTBEHHOM CTPYKTYPbI
o6bekTa, npeacTaBnstoLLero cobov NopucTyo meTan-
nokepammnyeckyro MembpaHy, Obino npoBegeHo ero
n3aMepeHme Ha nabopaTopHOM MuKpoTomorpade c
pasmepoM nukcensa 9 mkm [3]. Cxema MukpoTomorpa-
da npepcrtaesneHa Ha puc. 2. NamepeHus npoBOAu-
n“Cb B NapannenbHoOn CXeme 1 MOonMxXpoMaTUyecKomn
moge. War nosopota obpasua — 0.5 rpagyca. MonHbin
yron nosopoTa 200°. Bbina ucnonb3oBaxa crieaytoLas
reoMeTpus: paccTosiHMe UCTOYHUK - obpasey — 1.2 m,
paccTtosiHme obpasel, - getektop 0.05 M. HanpsixeHue,
nofiaBaemMoe Ha PEeHTreHOBCKYH Tpy6Ky, - 40 kaB, Tok -
20 mA. Bpemsa akcnosuumm - 5 cekyHa Ha kagp. Mate-
pnan aHoga Mo. fetektop XIMEA-xiRay11 npume-
HAMca Ang peructpauun ocnabneHHoro B obpasue
N3nyyYeHns.
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Puc. 2. Cxema peHTreHOBCKOro MukpoToMorpada: 1- ncrou-
HVK PEHTIFeHOBCKOro M3nyyeHus (peHTreHosckas Tpybka), 2 -

6nok MoOHoXxpoMaTopa, 3 - BaKyyMHbIN NyTb (konnumarop), 4 -
BaKyyMHbI# Hacoc, 5 - n3y4aemblin obpasel, Ha cucteme no-

3uUMOHUpOBaHus, 6 - peHTreHoBckun petektop XIMEA
xiRAY11, 7 - 30Ha noKanbHOW paguauMoHHOW 3aliuThl, 8 -
CLUMHTUNMATOP M OnTU4Yeckas cnuctema opmMmpoBaHns n3ob-
paxeHusi, 9 - CeHCop PEHTreHOBCKOro U3MNy4eHns C CUCTEMON
CUYNTBIBAHWSA U OXTaXAEHUs!

Fig. 2. The circuit of a X-ray microtomograph: 1-source of X-
ray radiation (a X-ray tube), 2 - the block moHoxpomaTopa, 3 -
a vacuum way (konnumaTtop), 4 - the vacuum pump, 5 - an
investigated sample on system of positioning, 6 - x-ray detec-
tor XIMEA xiRAY11, 7 - a zone of local radiating protection, 8
- cumHTUNnNaTop and optical system of formation of the image,
9 - a sensor control of x-ray radiation with system of reading
and cooling

B xope akcnepumeHTa 6bino namepeHo 400 Tomo-
rpacdmyecknx npoekumi. Nocne Koppekumn Ha «yxe-
CTOYEHMEe My4yka» MacCuB MPOEKUWUW nepepaBancs B
GnOK PEKOHCTPYKLMU. Pe3dynbTaTom TOMOrpagonyeckom
PEKOHCTPYKLMN ABMSETCS BOKCESbHbIN 06bem, onuchl-
BaoLLMIN MOPAONOrMYECKYH0 CTPYKTYpY obbema.

[na pacyeta uHTErpanbHbIX XapakTepucTuk nsme-
peHHoro obpasua K pesynbTaTy PEKOHCTPYKUMMU npea-
BapuTEnbHO MPUMMEHANNCH Onepauun Lymonoaasne-
Hus (BunatepanbHbiM unsTpoM) 1 BuHapusauum (c
onpegeneHnemM nopora no kputeputo Ouy).

Ha puc. 3 npuBefieH y4acToK ropusoHTanbLHoro ce-
YeHNs BOCCTaAHOBIEHHOIO u3obpaxeHusa nocrne hunb-
Tpauuu (a) u buHapusauum (6).
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filtered image, w =5, = 0.65
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Puc. 3. YyacTok ropusoHTanbHOro cedeHnsi BOCCTaHOBMEHHO-
ro n3obpaxeHns nocne unbTpaumm (a) 1 COOTBETCTBYIOLLEE
OuHapu3oBaHHoe nsobpaxeHue (6)

Fig. 3. A site of horizontal section of the reconstructed image
after filtering (a) and the corresponding binarized image (b)

PacyeT nopucrtoctu, yaenbHoOu NOBEepPXHOCTU
n pacnpeperneHusa nop no pasmepam

[ns pacyeTa NMOPUCTOCTU Mbl MCNOMbL30Banu Me-
TO4 MPSIMOro MNofcyeTa anemMeHTapHbIX 06bemMoB. Be-
NMYMHA NOPUCTOCTU PaACCUUTLIBAETCA KakK OTHOLUEHWEe
obbema nop kK cymmapHoMmy obbemy nop u marepma-
na. PaccuntaHHOe 3HadeHue MopUCTOCTM COCTaBMUITO
31.4%, 4TO HaxoOWUTCs B XOPOLUEM COOTBETCTBUM CO
3Ha4YeHneM, MoNy4YeHHbIM METOAOM rMapoCTaTUYECKo-
ro B3sewwmBaHus — 30.5%.

[ns pacyeTa yaenbHOW NOBEPXHOCTUM Hamu Obinu
NCnonb30BaHbl CTepeosiornyecknin noaxog, [4] n metoa
mapLumpyowmx kybos. [5]. PaccuntaHHble cTepeono-
rMYeckMM MNOLAXOAOM 3HAYeHWs1 YAEnbHOW MOBEPXHO-
cTu nexat B AguanasoHe 0.35x102 m2/r — 0.56x102
m2/r (0.8x10* Mt — 1.3x10* m1). 3HaueHne yaenbHoM
NMOBEPXHOCTU, PACCYMTAHHOE C NPUBIIEYEHNEM MeToda
mapLumpyowmx ky6os, coctaBuno 0.35x102 wm3/r
(0.8x10* m). Mony4yeHHble 3Ha4YeHUs He COBManu C
pe3ynbTaToM M3MEPEHMUs yaenbHOW NOBEPXHOCTU Me-
Togom BET. PaccuutaHHasas Hamu BenuuvHa okasa-
nacb B 50 pa3 MeHbluen. Mbl 06bACHSEM 3TO pasnu-
YMmem MPOCTPAHCTBEHHOrO pa3peLleHnss JaHHbIX MeTo-
nos. Mpu ncnone3osaHun npubopa COPBU peyb nget
00 aTOMHOM paspelleHun, B TO BPEMSA KaK MpOCTpaH-
CTBEHHOE pa3spelleHne Tomorpadgumyeckoro metoga B
HalleM criy4ae cocTaBnsino 9 MUKPOH.

PacnpeneneHve nop no pasmepam, npeacraBreH-
HOe Ha pucyHke 12, Nony4YeHoO C NMOMOLLbIO NporpamMm-
Horo obecneyeHust PoreSpy [6].

Cnepnyet obpaTnTb BHMMaHWe, 4TO No ocn X OTno-
)KEHO YMCIO BOKCENOB. T.e. YTOObI NepenTn K pasme-
pam guameTpoB Mop B MUKPOHAX, HEOOXOAMMO YMHO-
XWTb YNCMO BOKCENOB Ha MPOCTPaHCTBEHHOE paspe-
WeHve Tomorpadumyeckoro Metoaa, T.€. Ha 9 MUKPOH,
cnepoBaTenbHO, OCHOBHOE KOMWYECTBO MOP MUMeEET
pasmep ot 20 Ao 70 MUKPOH.

Pores sizes, conn=26
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Puc. 4. Pacnpegenexue nop no pasmepam

Fig. 4. Pore size distribution

3aknoyeHune

B paHHoOM paboTe npeacTaBneHbl pe3ynbTathl TO-
Morpadm4eckoro MCcrnefoBaHUs MeTannokepaMmmye-
CKOM MeMObpaHbl, NONy4YeHHON MeTo4oM camopacrpo-
CTpaHsIoLLero BbiICOKOTeMMNepaTypHoro cuHTesa. Npo-
AEeMOHCTPUPOBaHHblE MeToAbl U NOMyYeHHble pe3yrib-
TaTbl NMO3BONSAIT M3y4YaTb BNUSIHAE NapaMeTpoB CUH-
Te3a Ha kayecTBO Monyyaemblix MembpaH 1 paccmar-
pvBaTb METOA PEHTreHOBCKOW TOMOrpadumn Kak KaH-
avgarta ons BKMHOYEHUs B KOMMMEKC METOAOB Ans
nccrnepoBaHns MemopaH.

BnarogapHocTu

Pabota BbimonHeHa npu nogadepxke MwuHucTep-
CTBa Hayku M Bbicliero obpasoBaHusi B paMKax Bbl-
nonHeHuss pabot no [ocygapcTBEHHOMY 3agaHuio
PHUL, «Kpuctannorpadus n dpotoHnka» PAH B yactu
«rnpoBedeHus  MUKpOTOMOrpadusecknx uccneposa-
HUA» 1 Poccuiickoro doHaa dyHOAAMeEHTarnbHbIX WUC-
cnepoBannii (Mpoekt Ne 18-29-26019 Mk) B 4acTtu
«CermMeHTaLmmn n3obpaxKeHniny.
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