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Abstract. The TizAl(Si)C.-based membranes from filled preceramic papers were fabricated by spark plasma
sintering at different parameters. XRD analysis showed that all sintered samples consist of TisAl(Si)Ca,, TiC, and
Al,O3 phases. SEM was used to analyze microstructure of the samples. In addition, hydrogen permeability tests
were carried out at 25 and 350 °C. The best performance was achieved by a membrane sintered at 1000°C and
5Pa. The hydrogen permeability and flux at 25 °C were 9,65-10° molHz/(m-s-Pa) and 1,2 mol/(m?-s) respectively.

Beengenune. Cripoc Ha BOAOPOJ HEYKJIIOHHO PACTET MO CPAaBHEHMIO C APYTMMH BHJIAMH TPaAUIIHOHHOTO
TorumBa. HecMOTpst Ha TO, YTO BOJOPOJ SIBJISETCS SHEPrOEMKUM M DKOJOTHYECKH YUCTBIM, OH MMEET KpaiHe
MaJlylo IUIOTHOCTh, YTO 3aTPYAHSET €ro XpaHeHHE W TPAHCHOPTUPOBKY. [lepCrieKTHBHBIM METOJO0M XpaHEHUs
BOJIOpPO/ia SBJISETCS KCIOJIb30BAHUE MaTepualioB-HAKONHUTENeH Boaopoaa, HO miId HX 3(PQPEeKTUBHOrO
HCIIOJIB30BaHIS HEOOXOAMMO NIPUMEHSATh BOJOPO]] BBICOKOH YHUCTOTHI [1]. CyIiecTByIOT pa3indyHble TEXHOJIOTHH
OYNMCTKH M M3BJICUCHHE BOJIOPOAA M3 JPYTHX Ta30B, CPeId KOTOPBIX MeMOpaHHas TEXHOJOTHUS BBIIEISETCS
Onmaromapst TMOKOCTH B 3KCIUTyaTallnd, 3HEPro3((exkTHBHOCTH, KOMIAKTHOCTH W JETKOW WHTErpanuu B
MPOMBIIIICHHBIE ITPOIIECCHI.

[TpuBnekaTenbHBIMU MaTepHallaMu IS NIPOW3BOZACTBa MeMOpaH siBisitoTcst MAX-dasel n3-3a xopotueit
KOPPO3UOHHOW CTOWKOCTH U 3J1eKTponpoBoAHOCTH. MAX-(a3bl ABISIOTCS BHIOM CJIOUCTOH TPOWHOM KepaMukH [2].

Llesnpro manHOM paboTHI ABIIsIETCS ChopMHUPOBATE MeMOpany Ha ocHoBe MAX-dassr TizAl(SI)Cz metomom
MCKPOBOTO INIAa3MEHHOI'0 CIIEKAHUS U HCCIIEIOBATh €€ CTPYKTYPHO-(ha30BOe COCTOSIHUE.

JKkcnepuMeHTaIbHAsT 4YacTh. B ngaHHOH pabore MeMOpaHbl  (QOPMHPOBAINCH W3  JIMCTOB
npekepamuieckoit 6ymarn Ha ocHoBe MAX-dazer TisAl(Si)Co. Bee 00pasipl criekaanch B TSUCHHH 5 MUHYT
METOZIOM HCKPOBOrO IUIa3MEHHOro crekanus Ha ycranoBke Advanced Technology SPS 10-4. Ilapamerpst
crekanust o6pasos: 1) T =900 °C, P =20 MIIa 24 cnost; 2) T = 1000 °C, P =20 MITa 24 cnos; 3) T = 1100 °C,
P =20 MITa 24 crost; 4) T =900 °C, P =20 MITa 30 cioés; 5) T =900 °C, P = 10 MITa 30 cioés; 6) T = 1000 °C,
P =5 MIla 30 cnoés. 13 cieu€HHBIX 00pa3IoB n1uaMeTpoM 19 MM, TOMOJHUTEIHHO BRIPE3aIOCh 110 JIBa 00pasia

JruaMeTpoM 1o 9 mm, Harpumep, 1.1 u 1.2 u t.a.

Poccus, Tomck, 25-28 anpens 2023 . Towm 1. ®u3nka

165



166
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Jnst u3MepeHus IPOHUIIAEMOCTH M TIOTOKA ra3a yepe3 MeMOpaHy HCIOJIB30BANICS aBTOMATH3HPOBAHHBIN
KOMILIEKC ympaeieHus ra3oBeiMu mpoueccamu (GRAM). HM3mepeHne MpOHHIAEMOCTH OCYIIECTBISLIOCH MPH
temneparypax 25 u 350 °C, a motoka Bomopoxa npu 25 °C. s ompeneneHus (pa30BOrO COCTaBa, CIIEIEHHBIX
00pa3ioB, IPUMEHSIICS PEHTTeHOCTPYKTYPHBIi aHau3 Ha nudpakromerpe Shimadzu XRD 7000S, a s ananmsa
MHUKPOCTPYKTYPBI HCIIOIB30BaJIC CKAaHUPYIOMINI 3IeKTpOHHBIN MuKpockon Vega 3 Tescan.

PesyabraTbl. [lo pesynbraTaM peHTTCHOCTPYKTYPHOI'O aHAlM3a, NPEACTABICHHBIX Ha pPHCYHKE 1,
MOJTydeHHBbIC 00pa3iibl MPEACTABIAIOT c0o00i MHOTro(dasHbie chucteMsl, cocrosiue u3 da3 TisAl(Si)Co ¢ TTIY
ctpykTypoii, TiC ¢ kyouueckoit ctpykrypoit u Al,O3 ¢ pomOo3apudeckoit pemérkoit. [l obpasia, crieuéHHOro
mpu 900 °C u 20 MIla o6sémuoe coaepxanue TisAl(Si)Co cocrasnsier 57,8 %, TiC 24,6 %, Al,O3 17.6 %. Ipu
yBEJNMUCHNH TeMIiepatypsl criekarns 1o 1000 °C o6bpémuoe comepxanue TisAl(Si)C, ymenbmmaercst mo 25,2 %,
nomst TiC yBenmumBaercst 10 55,6 %, comepxanue AlO3 cocrasuser 19.2 %. D10 yka3siBaeT Ha TO, YTO HPH
YBEJINYCHUH TEMIIEPATYphl CIICKaHHs IIPOMCXOJUT YMEHbLIeHHe 00bEMHON 1o MAX-da3bl 1 yBeIH4YeHHE U1
TiC. Ipu nanbHelnieM yBenuueHnn temmepatypsl crekanus g0 1100 °C coxepxanue TizAl(Si)C, cocraBnsier
24,1 %, TiC 60,1 %, Al,03 15,8 % Onnaxo obpasen ctanoBuTcs wioTHeIM. Conepxanue 06bEMHOM nomu Al,O3
C y4€TOM MOTpeIHOCTH MeTo1a He n3Mensiercs. Hanmnuue AloO3 cBszanHo ¢ HammuueM noporika Al>O3z B cocraBe
nopomika MAX-da3sl, obpazoBanue TiC cBS3aHHO C YacTHYHBIM pasznoxkeHneM MAX-}asbl U U30BITKOM
yrIIepoia MpHU MOTHOM Pa3IoKeHUH IIEIUTIOI03bI IPH BBICOKON TeMIIepaType CHHTE3a
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Puc. 1. Jugppaxmoepammol 00pazyos nonyuenHvix npu pasiudHol memnepamype cnekauus u oasnenuu 20 Mlla

Ha cnenyromem srane ucciaenoBaHusi NPOBOAWIOCH U3MepeHue nponunaemoctu npu 25 °C u 350 °C,
TaKXKe U3MEePSUICS ITOTOK Bojiopoa yepe3 MeMoOpany mpu 25 °C. Y obpasna 1.1 ¢ Tommmnaoi# 0,58 MM Habmogaetcs
yBeIuYeHue nponunaeMocty ¢ 5,89-107° no 3,08:10 monsHa/(m-c-T1a). O6paser 1.2 ¢ TommuHoi 0,8 MM uUMeeT
nponunaemocts 6,72:10° u 6,87-:10° monsHy/(M-c-Tla) mpu 25 u 350 °C, Taxike OH pacTpecKaics BO BpeMs
HarpeBaHus. Otianune npoHunaemoctd Mexay 1.1 u 1.2 npu 350 °C moxeT yka3pIBaTh Ha 00pa3oBaHHUE TPEIINH
B obpastie 1.1 mpu ucneiTaHuuM Ha razompoHuIiaemocts. O6pasusl 2.1 u 2.2 ¢ tommuHOW 1,6 MM HMEOT
nponunaeMocts nopagka 101°  monsHp/(M-c-Tla), Torma Kak NOpHEMIEMBIM 3HAYEHHEM  SBISETCH
108 mompHz/(m-c-T1a). O6pasen; 3 okaszalics CIMIIKOM IUIOTHBIM, 3TO CBA3aHO C OOPa30BaHHEM OOIBIIOTO
konmuuectBa TIC Bo Bpems crekanusi. OOpasusl 4 ¥ 5 ObUIM pa3pyllieHbl BO BpeMsi HCIBITAHHNA Ha
razonposunaemMoct. O6paseny 6 ¢ TommuHOM 1,63 MM uMeer mponuuaemocts 9,65:10° u
1,9-10°8 monsHa/(m-c-TTa) mpu 25 u 350 °C, uto cooTBeTcTBYET MeMOpaHaMm u3 paboTsl [3]. O6pasusr 1.1 u 1.2
HPOJEMOHCTPUPOBANI TIOTOK Bojopoja uepes memOpany 0,738 u 0,859 monb/(M%c), 4TO COOTHOCHTCS C
MeMmOpanamu Oe3 Hanecenust Pd [4]. OOpasusr 2.1 u 2.2 umeror 3HadeHuss MOoToK Bomopoxa 0,012 u 0,02

cootBercTBeHHO. OBpasel 6 NpoAEMOHCTPUPOBAT TTOTOK BOAopoa 1,2 Mosb/(M%c).
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[Janee HeoOX0MMO ITPOAHATM3UPOBATh MUKPOCTPYKTYpY Marepuaina. Ha pucynke 2 u 3 mpencraBieHsl

C3OM n3obpakeHus 00pa3LoB.

Puc. 2 COM uzobpadicenue nonepeunozo uiiugha oopasyos npu napamempax cnexanust a) T = 900 °C,

P=20 MIla, 6) T= 1000 °C, P = 20 Mlla, ¢) T = 1100 °C, P = 20 MIla, 2) T = 1000 °C, P = 5 MIla

Puc. 3 COM uzobpasicenue nosepxnocmu oopasya 5 npu napamempax cnexanus T =900 °C, P = 10 MIla

[To marapIM COM BUAHO, uTO 00pasen, credéHusrd mpu T = 900 °C u P = 20 MIla, nMeeT TOPHUCTYIO
CTPYKTYPY, B OTIHMYUH OT 00pa3moB, credéHHsx nmpu 1 = 1000 u 1100 °C mpu ToMm ke maBnernu. O6paser ¢
nmapametpamiu criekanust T = 1000 °C u P = 5 Mlla uMeeT mopsl MEHBIIETO pa3Mepa, YTO He OKa3hIBACT BIMSAHUSA
Ha MPOHHUIAEMOCTh BOAOPOJA, OIHAKO TNPH MAANBHEHIIMX HCCICAOBAHMSAX, MOXET OKa3aThb BIHSHHE Ha
CEJICKTUBHOCTH Bojiopoaa. Obpasery crieuéuubiii mpu T = 900 °C u P = 10 MIla uMeeT TpeluHbI, KOTOPhIC MOTIIH
MPUBECTH K €r0 Pa3pyIICHHIO.

3aknoyenue. B pesynbrare mpojenanHON paboThl ObLIH H3TOTOBJICHBI MEMOPAHBI U3 MMPEKePaMHUYCCKON
Oymaru Ha ocHoBe MAX-(aser TizAl(Si)C2 MeTog0M HCKPOBOIO IJIa3MEHHOTO CIEKAaHHs MPU Pa3InYHBIX
napameTpax. Hanmtyumie nokasarenu nponunaemocts 9,65-10° u 1,9-108 monbsHz/(m-c-I1a) n motoka Bojgopoza
1,2 Mosb/(M?-C) TIpOJIEMOHCTpUpOBaTa MeMOpaHa, criedénnas ipu 1000 °C u naBnennn 5 MITa.

Hccneoosanue svinonneno npu gunancosoii nodoepoicke I ocydapcmeennoeo 3a0anus 8 pamKax Hay4Ho20

npoexma Ne FSWW-2021-0017.
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