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IIpencraBiieH aHATUTUYECKHUI 0630p O MCCIIETOBAHUIO CTPYKTYPHBIX U3MEHEHUIT B MeMOpaHax. MeTo-
JIOM TEPMOTPAaBUMETPUM MCCIAEAOBaHbI YIbTPADWIbTPAIIMOHHBIE TIJIEHKM MOJUTETPahTOPITUIEHOBBIX
MeMOpaH B remriepaTypHoM uHTepBaje ot 30 1o 500°C. I1poBeaeH aHaIM3 TEPMUYECKUX TaHHBIX, KOTOPBIiA
yKa3bIBaeT Ha TO, YTO B Auana3oHe Temneparyp ot 100—215°C npoucxoaut neppasi CTaausl IeCTPYKLIMU, TIe
BeJIMYMHA MOTEePSTHHOM MacChl IS BO3AYITHOCYXOTO 0Opa3iia coctapisieT 33%, a Iisk BOAOHACHIIIEHHOTO
o6pasiia moTepst Macchl coctanisieT 10%, 4To B TpY pa3a MeHbIIe, 4YeM Yy repBoro oodpasua. st paboyero
o6pasiia HabonaeTcss MeIJIEHHBIH TTpoliecc U3MEHEHMST MAaCChl B IITMPOKOM MHTepBajie TeMrepaTyp ot 100
110 410°C, yTo Tipu 06I11Ieli MOTepe MaCcChl COCTABIISIET MOPsIIKa 0KosIo 9%. Bropas ctanus necTpyKIMy mpo-
HUCXOIUT B MHTepBaje TeMiepatyp oT 410 no 500°C ¢ moTepeit Macchl Ijist BO3OYIIIHOCYXOTro o6pasiia Ha 61 %
U 11 BOIOHACHIILIEHHOro obpasiia Ha 85%, a pabouuii oGpasell pu 3ToM TepsieT 86% Macchl. JlaHHbIE 110
PEHTTEHOCTPYKTYPHOMY aHAJIM3Y MO3BOJISIIOT CIIEJIATh BBIBOI, YTO BO3IEHCTBYE BOIBI M TPAHCMEMOpaHHO-
ro JaBJIEHUS TTPUBOJUT K CYIIECTBEHHOMY U3MEHEHHUI0 MOPGhOIOTUM MOJIEKYJ MoJIMMepa Ha HaAMOJIEKY-
JISpHOM ypoBHe. Ecin mj1s Bo3ayIrHOCyxoro oGpasia MmouTeTpadTOpITUICHOBOM YIbTpahWIBTPAILIMOH-
HOIT MeMOpaHbI HaboaaeTess A y3HBIN XapakTep pedJiekca ¢ MAaKCUMYMOM I1pu 20 = 12°, To m1ist Bomo-
HACBIIIIEHHOTO 00pasiia MPOoSIBIISIETCS MHTEHCUBHBIN MUK nudpakuuu mpu 260 = 17° Ha ¢hoHe aMmopdHOTO
rajo. J11sg paboyero oopasia pedJekc OTINYaeTCsl KOMIAKTHOI CTPYKTYpPOIi ¢ pe3KMM HECUMMETPUUHBIM
KoM rpu 20 = 13.8°. B3auMogonoHSIOIUMI METOJAMHU TEPMOTpaBUMETpHH, T hepeHITNATBHO-CKa-
HUpYIOIIeil KaTOpUMETPUM, PEHTTEHOCTPYKTYPHBIM aHAJIM30M U IPaBUMETPUN YCTAHOBJIEHO, YTO KOH-
dopmalmoHHbIE U3MEHEHUST MOJIEKYJI B MaTpUIIEe TTOJUTETPA(PTOPITUICHOBOM MeMOpPaHbI IIPOUCXOIST B
pe3yabTaTe OTpbIBa G0KOBBIX MOHOMEPOB WJIM OJIMTOMEPOB U UX CYOJIMMAIIMU U3 00beMa IUIEHKU MO BJIU -
STHUEM TPaHCMEeMOPaHHOTO MABJIEHUS U B3aMMOIECHCTBUSI MOJIEKYJT BOIIBI.

KioueBble ciioBa: TepMOTrpaBUMETpHs, TUbGEepeHIINATBHO-CKAaHUPYIOIas KaJIOPUMETPHSI, PEHTIeHO-
CTPYKTYPHBIi1 aHAJIN3, TOJUTETpahTOPITUICHOBasE MeMOpaHa, 1eCTPYKIIMS, aKTUBHBII CJIOi, OJIMTOMEDHI,
MOHOMEPHI, TPAaBUMETPUSI.
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BBEAJEHUWE

I1pu pazgeneHNN TeXHOJIOTMYECKMX PaCTBOPOB U
CTOUHBIX BOII OapoMeMOpaHHBIMU U BJIEKTPOMEM-
OpaHHBIMM METOAaMM HauboJjiee BaXKHBIM SIBJISICTCS
WCcClIefOBaHWE CHUCTEMBI ‘“MeMOpaHHas IICHKa—
pacTBop” (OCOOEHHO MX CTPYKTYPHBIX XapaKTepH-
CTUK) IIpU U3MEHSIONIEICS TeMIIEpaType pacTBopa 1
psiia Ipyrux mapaMeTpoB mpoliecca. B padorte [1] me-
TOJAMU PEHTTEHOBCKOTrO paccessHus u auddepeH-
nuajpHOM cKaHupymouein kamopumerpuu (JCK)
YCTAaHOBJIEHO, YTO C ITOBBIIIICHUEM TeMIIepaTyphl OT-
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JKUTA B TIEHKAX XKEeCTKORJIACTUYECKUX 00pa31oB MO-
JIUTIPOITWJIEHA YBEJIMYMBAETCs TOJMIIMHA Jameseit,
YTO COMPOBOXKIAECTCSI POCTOM TEMITEPATYPhI U SHTAJIb-
MUy TUiaBieHus. [TokasaHo, YTO MPU MOBBIIIEHUN
TeMIIEpaTyphbl OTXKUTA BO3PACTAET HOPUCTOCTh U IIPO-
HUIIAeMOCTh ITOPUCTHIX TUIEHOK B Pe3yJIbTaTe YBEIH-
YeHUs YKCJIa U pa3MepOB CKBO3HBIX KaHAJIOB. B cBo-
HX UCCIEAOBAHUSIX aBTOPHI paGoTHI [2] mpeacTaBuIn
JaHHBIE O CTPYKTYpe KaTOOHBIX KaTaJUTUUECKUX
CJIOEB BO3AYIIHO-BOJOPOIHBIX TOIUIMBHBIX 3JIEMEH-
TOB U pa3paboTaii MOJIeJb TeIlJloMaccoliepeHoca 1
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MaccoIlepeHoca B 3TUX CIIOSTX. ABTOpaMu paboTHI [3]
MpoBeAcHa OlLIeHKAa COCTOSTHUSI BOAbI U TIpeesIbHbIX
am@aTUIECKUX CIIMPTOB B KATUOHOOOMEHHBIX MEM-
OpaHHBIX MaTepHaJiax Pa3IMIYHON XUMUIECKOM TTpH-
ponbl. Ha ocHOBaHUM pe3yIbTaTOB TEPMOTPABUMET-
pUYECKOro aHaiu3a IIPeIIOXeH pacyeT KUHeTUdIe-
CKMX MapaMeTpoB IIPOLIECCOB Heruapartaluu U
JlecoibBaTallu MaTepuajoB, Ha OCHOBE KOTOPOIO
c(opMyIMpPOBaH BHIBOJA O BIMSHUUA MAaTPUIILI MEM-
OpaHHOTO MaTepuaia Ha COCTOSIHUE BOJIbI U CITUPTOB
B noyiuMmepax. B padore [4] ¢ mOMOIIbIO METOIOB M-
¢dpakm peHTIEHOBCKUX Jydeil U MH(}ppaKpacHOM
CMEKTPOCKOIIMU HUCCIeA0BATUCHE MOPGOJIOTUs TI0-
BEPXHOCTH 1 aHTHUAATe3MOHHBIE CBOMCTBA MeMOpaH
npu OakTepuaibHOM obpactanuu. Ilpm mcciaemnoBa-
HUM Mopdoorur ObLI0 MOATBEPKIECHO, UTO TOCTe
IIPUBUBKU cepedpa MOBEPXHOCTh MEMOpaH cTaia 00-
Jgee ruapodOOHOI, TIPU 3TOM OJHOPOAHOCTH ITO-
BEpPXHOCTU yBeIW4WiIach. B uctounuke [5] oTmeua-
€TCsI, 9YTO IIPoIIecc 00pa30BaHMsI ITOJIMMEPHON TICH-
KM IIPOMCXOIUT Ha MEPBBIX IBYX cTaausax. Ha Tperbeii
crynenu ripu 7' = 453 K npoTtekaeT npoiecc BbICOKO-
TeMIIEpaTypHOUN NETUAPOLMKIN3ALNN, TOe IPOXOIUT
TMpoliecC OTIICIICHUsI BOAbI C 00pa30BaHUEM UMU/I-
HBIX CBSI3€i1, a TAKKE yIAJICHUE OCTaTKOB PAaCTBOPUTE-
JII U3 IpoaykKTa. ABTOpamMu padoThl [6] Ha OCHOBe
MPOCTPAHCTBEHHO-9HEPIreTUUECKUX TpeacTaBIeHUI
pa3paboTaHa METOIOJIOIMsI OLIEHKN SHEPTUN aKTUBa-
oy 1UdP@GY3MOHHBIX MPOIIECCOB B OMOIOTMYECKUX
mieHkax. McciaemoBaHuIO KPUCTAJUIMYHOCTA HAHO-
MaTepuayoB MMOCBSIIIeHa padoTa [7], Tne aBTOpBI Me-
TOJAMU peHTTeHorpaduu, IpocBeYNBalOIICii U pacT-
pOBOI1 3JIEKTPOHHOM MUKPOCKOIIMM M3ydaju oOpa-
30BaHUE HAHOKPUCTAJUIOB IIpu nedopmanuud B
aMop(pHBIX CIIaBaX Ha OCHOBE aJllOMUHUS, XKeJie3a,
KobanbTa. OOpa3zoBaHUI0O HAHOKPHUCTAJIOB CIIOCO0-
CTBYET HaJInuue OOJIbIIOrO KOJINYECTBA IIepeceKaro-
IIMXCS TIOJIOC CABUTA, a TaAKXKe MOBBILICHUE TeMIIe-
paTypbl MaTepuraiaa B 00JacCTH IIOJOCH CABUTA IIPU
MHTEHCUBHON IJlacTUYeckKoit medopmaunu. ABTO-
pamu paboThI [8] IIpeacTaBiIeHBl pe3yJIbTaThl 30JIb—
rejib-CUHTE3a ¢ y9aCTHUEeM TeTPa3TOKCUCUIaHA U I'e-
TepOapoOMaTUIYECKUX TMPOUIBOAHBIX CYIb(GOKUCIOT
(2-peHnn-5-6eH3MMUIA30JICYIb(POKUCIOTa U 3-TI1-
PUIMHCYJIBMOKNCIOTA) B IIPUCYTCTBUU OpTodhochop-
HOI KUCJIOTHI U TTOJIMBUHUIOYTUPAJIS, KOTOPBIE TIPU-
BEJIM K IOJIYYEHUIO TUICHOK, OOJIamalONIX XOPOIIeH
NPOTOHHOU MPOBOAUMOCTBIO, YAECAbHOM 3JIEKTPO-
npoBoaHOCThIO TTpU 353 K, mOHOOOMEHHOI eMKO-
CTBHIO M DHEPIrueill aKTUBAalX IIPOTOHHOI'O MePEHO-
ca 6onee 20 kIxx/mMonb. B pabdore [9] ormeuaeTcs,
YTO 30JIb—TIeJIb-CUHTE30M C Y4aCTUEM COIOJIUMEPOB
4-BUHWIIIMPUINHA C 2-TUAPOKCUATUIIMETaKpHia-
TOM M TEeTpPa’TOKCHUCUJIaHA MOJy4YeHbl TMOpUIHBIE
IUICHKW, COCTOSIIIME U3 IOJIMMEPHOM MaTpHUIBI, B
KOTOpOIi paBHOMEPHO pacIpeneeHbl YaCTUIIbI TH/I-
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paTUPOBAHHOTO JOUOKCUIA KpemMHus. [uOpumgHbie
TUIEHKU XapaKTEepU3yHTCsS MPOTOHHOU MPOBOAMMO-
CTbIO, NIOHOOOMEHHOM €MKOCTbIO, U TEPMOCTOMKO-
CTbl0. ABTOpamMu padoTsl [10] MeTogoM TepMorpaBu-
METPUU YCTAHOBJIEHO, YTO COpPOLMSI TUPO3UHA U
MpUMEHEHVE MEMOpPaH B 3JIEKTPOANATN3E BbI3bIBAIOT
YMEHbIIEHUE JeCTPYKIIMU MaTepUaIoB, U3 KOTOPBIX
U3rOTOBJIEHBI MEOPaHbI, YTO BIUSIET HA Maccomnepe-
HOC aMUHOKUCIIOTHL. B ctathe [11] oTMeuaeTcs, 4yTo
npuMmeHeHue MetonoB MK-, POD-cnekTpocKkonuu,
TEPMOTPaBUMETPUM U CKAHUPYIOLIEH pacTpoOBOM
3JIEKTPOHHOU MUWKPOCKOIIUU TTO3BOJISIET TOJYUYUTh
YIOBJETBOPUTEIbHbIE SKCIIEPUMEHTAIbHbIE TaHHbIE
MO UCCJIENOBAHUIO CTPYKTYPbI UCCEayeMbIX 00pa3-
LIOB MOAUMUIIUPOBAHHBIX TPEKOBBIX MEeMOpaH Ha
ocHoBe mnonuaTuiaeHTepedranata (IIDTD® TM) c
nrametpoM nop 450 £ 12 um. MccnemoBaHust Kpu-
CTAUJIMYHOCTA MEMOpaH C UCIOJIb30BAaHUEM METO-
JIOB peHTreHoIUMpaKIuu, 2JIEKTPOHHOU MUKPOCKO-
MU U TEPMUYECKOTO aHaau3a ObLIU MpUBEAEHBI B
cratbe [12]. Pe3ynbTaThl McCaeqOBaHUII BbISIBUIU,
YTO TIOJIyITPOHUIIAaEMbIe MeMOpaHbI 00J1analoT 6ojee
pPaBHOMEPHBIM pacrnpeaeeHueM Mop Mo pa3Mepam,
MMEIOT BBICOKYIO CT€NI€Hb KPUCTAUTMYHOCTU U JTyU-
IIIYIO CTOMKOCTb K TeMIIepaType 1o CPaBHEHUIO C MO-
HOJIMTHBIMU TJIEHKaMU U3 LIeJUTIOJIO3HOTO MaTepua-
Jla. B pabore [13] moka3aHoO BIUSIHUE BO3IEHCTBUS
TUIa3Mbl M CTEPUIN3ALIMU HAa YMEHbBILIEHUE TIPOITYCK-
HOI CMTOCOOHOCTH TPEKOBBIX MeMOpaH TM, cBs13aH-
HOI C YBEJIMYEHUEM CTEMEHU KPUCTAULIMYHOCTU U
oOpazoBaHreM apTedaKTOB MTOJ00OHBIX MaTEPUAJIOB.
B pa6ote [14] aBTOpaMu BBITIOJIHEH OOIBIION 0030D,
paccMOTpeHbl MOCAeAHUe HayYHble TOCTUKEHUS B
00J1aCcTH UCCIeN0BaHMS CTPYKTYPHBIX U TPAHCIIOPT-
HBIX XapaKTePUCTUK, a TAKXKE MOAEIUPOBAHUS TPO-
1IECCOB B TEeP(PTOPUPOBAHHBIX CYJIb(POKUCIOTHBIX
MmemoOpaHax (PFSA). B o630pe paccMoTpeHBI IIpo-
0J1eMbl, BBITEKAMOIIUE W3 KOPPEISUU Pa3IMYHBIX
dusnyeckux (Hampumep, MeXxaHU4YeCKMX) U TpaHC-
MMOPTHBIX (AaKTOPOB, a TAKXKE CBOMCTB ¢ MOP(OJIOTH -
elf U CTPYKTypoii MeMOpaHHI.

Ha ocHOBe NpoBeneHHOTo aHATUTUYECKOTO 0030~
pa nutepartypsl [1—14], MOXKHO OTMETUTD, UTO UCCJIE-
JIOBAHNE KOMITO3ULIMOHHBIX IJIEHOK C TPUMEHEHUEM
METONOB TepMOrpaBUMeTpuu, AuddepeHantbHO-
CKaHMPYIOIIIei KATOPMMETPUU U PEHTTEHOAUDPAKTO-
METPUHU TO3BOJISIET KOHTPOJIMPOBATh MPOLIECC U3Me-
HEHUS CTPYKTYPHI B TIOBEPXHOCTHBIX CJIOSIX, OLICHUTh
BJIMSTHUSI TPAHCMEMOPAHHOTO JaBJICHUSI U BOJBI.

Llenbio paboTHI SIBJISIETCS TPOBENCHUE TEPMUYECKUX
U PEHTICHOCTPYKTYPHBIX MCCJIEIOBAHUM IECTPYKTUB-
HBIX U3BMEHEHUI B aKTUBHOM CJIOe YIbTpadhUIbTpali-
OHHBIX TTOMUTETPAPDTOPATIWICHOBBIX MEMOpPaH IIPU UX
pasIMIHOM (PU3NIECKOM COCTOSTHUMN.

,HJIH IOCTVKEHUS MOCTABJIEHHON LIeanu pemaianchb
CJICOYIOIIMEC 3a1a4Ym:

Ne 9 2021
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Taomma 1. KadyecTBeHHBIE ITOKa3aTeIN UCCIIETYEeMbIX IUICHOK

No ITokasarenb

VibTpaduabTpaliiOHHbIE
noauteTpacTOPITUIIEHOBBIE TUIEHKU

1 | BHeurnwmii Bung

TonmmHa MOMIOXKN INICHKHW, MKM
3 TonmuHa akTUBHOTO CJIOST IIJICHKU, MKM

MBIX BelllecTB, KJa

I[IpuGnausuTtenbHass MOJIEKYJISIpHAsl Macca 3aepKuBae-

IlonumepHbIe OIYyNpO3padyHble UM O€JI0ro IIBeTa
TUIEHKW Ha OCHOBE MoJiuteTpadTOPITUIIEHA MaTepual
TPYOKU: CTEKJIO-YyTJIe- WU OPTraHOIIACTUK

3—5% oT TONIUHBI MEMOpPaHbI
180—210

20-70

1. IIpoBecTu TepMOIrpaBUMETPUUECKIE MCCIIEI0-
BaHUSI TEPMOJECTPYKLUUU YIbTpadUuIbTPaLMOHHBIX
MOJUTETPAPTOPAITUIICHOBBIX MeMOpaH. BBIMOITHUTH
CPaBHUTEJIbHBIM aHalIu3 TePMOTPABUMETPUUYECKUX
KPUBBIX IJIsI BO3MYIITHOCYXMX, BOTOHACHIIICHHBIX U
pabounx oOpa3loB YIbTpaUIBTPALIMOHHON MOJIN-
TeTpadTOPAITUIIEHOBOIT MEMOpPAHBI.

2. Bumomnute mccnegoBanust meromom A CK 1o
JIECTPYKLIMA aKTUBHOIO CJIOS YIbTpamIbTpalliOH-
HBIX IOJIMTeTpad TOPITUIICHOBEIX MeMOpaH. [IpoBecT
cpaBHUTENIbHBIA aHanu3 JJCK-KpUBBIX IJIs1 BO3MYIITHO-
CYXMX, BOIOHACHIILIEHHbBIX 1 pab04Y1X 00pa3LoB YJIbTpa-
GUWIBTPALIMOHHBIX TTOJUTETPAPTOPITUIIEHOBBIX MEM-
OpaH ¢ TTO3UINI TeCTPYKTUBHBIX NU3MEHEHUIA.

3. MeToioM PEHTIeHOCTPYKTYPHOTO aHaIn3a Mpo-
aHAJIM3UPOBATH BIUSIHUS BOJIBI M TPAHCMEMOPAHHOTO
JIaBJICHUSI Ha M3MeHeHHEe MOP(OJIOTUN YIbTPapUIIhb-
TPAIIMOHHOM MOIUTETPA(TOPITUIICHOBOM MeMOpPaHHI.
I'paBUMETpHYECKM CITOCOOOM IIPOBECTU MCCIIEA0OBA-
HUSI TI0 OIIpeeICHUIO CTeIIeHN HaOyXaHUSI BO3IYIITHO-
CyXUX 00pa3lioB MOJIUTETPA(PTOPITUICHOBOI YIIbTpa-
GbUABTPallMOHHOU MEMOpPaHHI.

MATEPUAJIBI U METOAMKA
OKCIIEPUMEHTA

Ha ocHoBe nmpoBeneHHOro aHATUTUYECKOTO 0030~
pa 11 ccieoBaHus Obljla BBIOpaHa MPOMBIIIIIIEHHO
BBIITyCKaeMasi TMOJUTeTpadTOPITUIEHOBAsI YJIbTpa-
dunpTpallioHHasT MemOpaHa, TUll sjemeHTa bTY
05/2 (mpousBogutens 3A0 HTIL “Bnamumnop”,
r. Bmagumup) [15, 16]. B skcnepuMeHTaIbHBIX UC-
CJIeIOBAaHUSIX HCIIOJIb30BAJIUCh OOpa3libl IMOJUTET-
padTOPATUIIEHOBOU yIbTPaDUILTPALIMOHHONW MeM-
OpaH — wucxomHo#l (BO3AYIIHOCYXOi1), BOJOHACHI-
IIIEHHOM, TOJy4YeHHON B pe3yJbTaTe HabyxaHUs
IrpaBUMETPUYECKUM METOAOM M paboueil. Kaue-
CTBEHHBbIE€ MOKA3aTeJu UCCIENYyeMbIX MJIEHOK Tpe.l-
CTaBJICHHI B TA0II. 1.

DKCIIepUMEHTaJbHbIE  MCCJIECIOBAHUSIMETOIOM
tepMmorpasumerpun (TT') mpoBoauau Ha TepmMoaHa-
mm3arope STA 449 F3 Jupiter (“Netzsch Geratebau
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GmbH”, I'epmanus), paboTtarolleM B IWHAMHYE-
CKOM peXume TIpU MOCTOSIHHOI CKOPOCTU Harpesa
10 rpan/MuH B BO3AYIIHOM aTMOocdepe.

s JCK-uccinenoBaHuii HarpeB OCYILIECTBIISIIN
B uHTepBasie TeMiiepatyp oT 30 mo 500°C, ckopocTh
HarpeBa COCTaB/IsLIa 5 Tpaa/MUH, cpeda — BO3OYX,
HarpeBaHUe TPOBOAMIIN B TUIIISAX U3 Al,Os.

[Ipu peHTreHOCTPYKTYPHBIX UCCIASIOBAHUSIX IO-
JIydyaau audpakTorpaMMbl OpU Pa3IMYHBIX yIjIax
MEXKIy UICTOYHUKOM M3JTY4EeHUS U AeTEKTOPOM (TIpr-
MepHo ot 5 1o 50 rpam), 3aTeM 00beTMHSIIN TTOTyYeH -
HBIe TUdpaKTOrpaMMEI B OnHy. [IpoToKon aKcrepu-
MmeHTanbHBIX JaHHBIX TI', ICK m peHTreHOCTpyKTyp-
HBIX UCCJIEIOBAaHMSIX UIMITOPTUPOBAJICS B IPOrpaMMHOE
obecnieyeHue Origin 7.5 mist naapHelIIero aHajan3a 1
omnpedesieHUsI IMapaMeTpoB IIpolecca AeCTPYKUUU
[16—19].

Taxk xak B paboyeM ITOJTOKEHU MeMOpaHa UMeeT
BOJIOHACBIIIIEHHOE COCTOSIHUE, METOJAMKa MpPOBeae-
HUS UCCJIeOBaHU MO ONpeneieH!I0 BOIOHACKIIIIE-
HUSI oOpa3iia MeMOpaHbl (CTeneHW HaOyXaHUs) Tpa-
BUMETPUUECKUM CITOCOOOM COCTOSIIa B CIAEAYIOIIEM:
MPOBOAMJIM B3BEIIMBAaHUE MEMOpaH Ha aHAIUTUYE-
ckux Becax Sartorius Ce—124c ¢ kiiaccoMm TouHOCTH [
n ueHoi geneHns 0.0001 r; 00pa31bl U3BECTHOM Mac-
Chbl TIOMEIIAJIM B OIOKCHI, HAMOJIHEHHbIE TUCTUIIM-
pOBaHHOI BOAOI Ha TPU Yaca; ¢ TIOBEPXHOCTU MEM-
OpaH yOupanau Biary Biaaronoriomarolneit caader-
KOW U ONpeNessisiui X MacChl.

Paboune obOpasusbl yasTpaduIbTpallMOHHON MO-
JUTETPaPTOPITUICHOBOM MeMOpaHBI TTPU BO3ICH-
CTBUM TPaHCMEMOPAHHOTO HABJICHUS IIOJydald Ha
TpyOUaToil yIbTpadrIbTpallioHHO ycTaHoBKe. Cxe-
Ma YCTAaHOBKU M METOJIMKA ITPOBEICHUSI MCCIEeN0Ba-
HUi1 TogpoOHO onrcaHa B padote [20].

PE3VJIBTATBI SKCITEPUMEHTAJIbHBIX
NCCIEOJOBAHNU N NX OBCYXKAEHUE

Pesynbrarhl TEpMHMUYECKOTO aHaJIM3a IIOJIUTET-
padTOPITUIICHOBOU YABTPADUIBTPALIMOHHON MEM-
OpaHBbI TTOJTyYeHBI TIPU U3MEPEHUSIX Ha BO3OyXe, TIe
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Puc. 1. TepmorpaBuMeTprdeckre KpuBbie: KpuBast I —
BO3IYITHOCYXOi oOpa3serl, KpuBasi 2 — BOJOHACHIIICH-
HbII 00pasell, KpuBasi 3 — pabounit obpasell.

MpoLecC TePMOASCTPYKLIMU oOpaslia MPOUCXOAUT B
IBe cTaguu: B objactgax temneparypsl 100—250°C u
450—500°C (puc. 1) Tepmorpamma (TT-xkpuBast) mis
obpasna IoAUTeTPadTOPITUIICHOBO MeMOpaHBI
(puc. 1) UMeeT HaYaIbHBIN Y9aCTOK, Ha KOTOPOM 13-
MEHEeHME MacCCHhI JIJIsl BCceX 00pa31ioB MPaKTUUCSCKU He
MeHsieTcs. HaqarbHBINM y4acTOK XapaKTepu3yeT TeM-
nepaTypHbIii UHTEPBaj, B KOTOPOM OTCYTCTBYET Je-
CTpYyKIMsI MaTepuajioB npm HarpeBanmn. Ha TI'-
KpUBOIi 4eTKo BUIHO Hayaso (7, = 100°C) mectpyk-
1A, T.€. HAOIIOHaeTCs OTKIOHEHUWE TPSIMOit OT TO-
PM3OHTAJILHOTO yyacTka (puc. 1). B nnanaszoHe teM-
nepatyp ot 100 1o 215°C npoucxoauT repBast CTagus
IEeCTPYKIIMM, TIOe BeJMYMHA OOIIeil ITOTepsTHHOM
Macchl cocraBisier 33% 11 BO3OyIIHOro obOpasia
(kpuBast /), a WIsE BOOOHACHIIIIEHHOro oOpa3na (Kpu-
Bast 2) — 10%, 4To B TpH pa3a MEHbIIIE, YeM TS IIePBO-
ro obpasiia. [ToxydeHHBIe pe3yIbTaThl XOPOIIIO CoTia-
CYIOTCSI C JAHHBIMM, MPUBEACHHBIMU B padote [19].
Hamee TI'-xpmBasg BBIXOOMT HA TOPWU30HTAILHBIN
ypoBeHb BILIOTh 110 410°C. Ha kpuBoit TT njist pa6o-
yero obpasna (KpuBasi 3) HaOI0aaeTCsd MeIJIEHHbBIA
MpoIecC U3MEHEHUST MacChl B IIIMPOKOM MHTEpBaJIe
temrmepatyp oT 100 1o 410°C, ripu 3ToM 06111as1 TTOTE-
psI MacChI COCTaBIISIET opsiaka 9%.

Bropast cragus gecTpyKLMM MPOMCXOIUT B MH-
tepBasie Temnepatyp oT 410 1o 500°C, rae Bo3ayILIHO-
cyxoii obpaszel TepsieT 61% Macchl, BOLOHACHIIIEH-
HBIN ob6pasen, — 85%, a pabouuii obpazer — 86%
Macchbl. U3BECTHO, UTO MPOSBJIEHHUS TETUIOBBIX OCO-

Ta6auna 2. MisMeHeHMe MacChl 00pa3LioB MeMOpaH

OeHHOCTE! IMoInMepoB (TUIaBJICHMS, Hadaja IIoTe-
pPY MOJIEKYJISIDHOII MacChl) IpY HArpeBaHUM 3aBU-
CAT OT MOJEKYJISIPHOM Macchl MakpomoJeKya [20].
ITosTOMy B HM3KOMOJIEKYISIPHBIX (hazax IojJuMepa
MPOLIECChl HAUYMHAIOTCS TIPU MEHBIIUX TeMIepaTy-
pax. CnegoBaTelIbHO, TIepBas cTaaus (MHTEPBaJl TEM-
nepatyp oT 100 go 215°C), ckopee BCero, OTHOCUTCS
K U3MEHEHMSIM B HU3KOMOJEKYISIpHOU dpakumu, a
IpU JaJbHEIIeM HarpeBe (B MHTepBaJie TeMIIepaTyp
ot 410 mo 500°C) unet pa3iaoKeHne BbICOKOMOJIEKY-
JIIPHBIX a3 MomuTeTpadTOPITUIICHA, T.€. IPOUCXOIUT
MpPOLIECC MUPOJIN3a MaTPHUILI MOJIUTETpachTOPITIIIC-
HOBOI MEMOpaHBI, COTTPOBOXXIAIOIINIACS 0Opa30BaHM-
€M OOJIBIITIOrO KOJIMYECTBA Pa3IMIHBIX MOJIEKYJIIPHBIX
¢ropyriiepogHbIX (PparMeHTOB, MPEACTABISIOINX CO-
0011 Mopdoorndyeckure GopMbl GTOPYIIIEPOIHOIO O~
JmuMepa. O0paTuM BHUMaHME, YTO SKCIIEpUMEHTAJb-
HBIE pPe3yJIbTaThl TEPMUUECKOTO aHaIM3a (PTOPHOIN-
MEPHOTO IIPOAYKTa, IMTOIyYCHHBIE IIPU U3MEPEHMSIX
B aTMocdepe Bo3ayxa, CorjiacyloTcs ¢ paboroii [21],
B KOTOPOM aBTOPbl OTMEYAIOT CTAAUNHOCTh TEPMU-
yeckoil gectpykuuu. OmHako HaOI0maeMblii Ha
TI'-kpuBoit pakT yMEHBIISHUSI MAacChl BOJOHACHI-
IIEHHOTO o0pa3na IoanTeTpadTOPITUIICHOBOM
MeMmOpansI (puc. 1, kpuBas 2) TpedyeT 0co60ro BHU-
MaHWUsI IIPY UHTEPIpETAluK IT0H00HO0TO 3(pdheKTa.

C o701 1Ie/1bI0 ObLIA IIPOBeAeHa paboTa Mo ucciae-
JIOBaHUWIO CTeNeHM HabyxaHus obpasiia MeMOpaHbI
TpaBUMETPUUYECKIM criocoboM. OOpa3zerr moMemaim
B IMCTWIMPOBAHHYIO BOMY, Ilie BOAa BO3IeiICTBOBA-
JIa Ha CTPYKTYpYy IIOJIMMEpa B TEUYEHHE TPEXIYaCOBOIO
HabyxaHus. [locie TpexdyacoBoro HaOyxaHWsI ObLIO
yCTaHOBJIEHa, YTO Macca oOpaslla yMeHbIllajJach Ha
15—18% (tabi. 2). ITo MHEHUIO aBTOPOB, 3TO IIPO-
M30LIUI0O B pe3yjbTaTe YaCTUYHOTO BBIMBIBAaHUS B
IpoIecce B3aMMOACHCTBYS BOABI C IIOJIMMEPOM HU3-
KOMOJIEKYJISIPHBIX MJIM MOHOMEPHBIX (h)parMeHTOB IO~
JInMepa, a TaKXKe MPUMECHBIX IT0 OTHOIIIEHUIO K MaTe-
puaiy MeMOpaHbl — MOJIUTETPA(PTOPITUIEHOBBIX CO-
eIWHEHUI, TaKMX KakK TJIHuIepuH [22], KoTopbie
o0pa3oBaCh B MpoOliecce M3TOTOBJICHUSI MeMOpa-
HBI. OTO BBI3BAHO OTPHIBOM IIPUMECHBIX MOJIEKYJI, a
TaKKe, BEpOSITHO, OOKOBBIX OJIMTOMEPOB UM MOHO-
MEPOB MOJMMEPHBIX MOJIeKy [21], OT MOBepXHOCTHU
MeMOpaHBbI.

C ¢dusmyeckoit TOYKM 3peHUs, MOJEKYJIbI BOIBI,
MPOHUKAS BCJIEACTBUE HAIWUYMS BOJZOPACTBOPUMBIX
MPUMECHBIX MOJIEKYJI B TIOPOBOE MPOCTPAHCTBO MEM-
OpaHbI, IIPOU3BOIIT paCKIMHUBAIONIEE aeiicTBUE 3a

Ne obpasia 1 2 3 4 5
Macca Bo3myurHocyxoro obpasua (m), T 0.1680 0.2686 0.3754 0.4620 0.6433
Macca Habyx1uero obpasua (m,,), T 0.1371 0.2202 0.3133 0.3940 0.5358
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cueT rTuapodOoOHBIX CBOMCTB MakpomoJieKyl [ITDD.
ITosTomy Ha TI'-KpuBBIX HAOIIOOAIOTCS CYILIECTBEH-
HBbIE TIOTEPU MacChI B 00pa3liax, HaXOAUBIIMXCS B BO-
Jie 1 B paboyeM COCTOSIHUU.

Ha JCK- kpuBbIx (puc. 2) 1751 BO3AYIITHOCYXUX U
BOJIOHACHIIIIEHHBIX 00pa31ioB (KpuBbie / 1 2) B TEM-
nepatypHoM uHtepBae ot 100 o 215°C HabmogaeT-
Csl CJIOXHBII 3HAOTEpMHYECKUIA IHMK. Bo3MoOXHO,
YTO 3TOT 3HAOTepMUYECKUIA 3((MEKT CBSA3aH C IIaB-
JIEHMEM HU3KOMOJIEKYJISIpPHOI (ha3bl, KaK yTBepKaa-
10T aBTOpPHI [21]. OmHAKO OTMETUM, YTO TLIaBICHUE
KPUCTAJIUTOB HE JOKHO COIPOBOXKIATHCS YMEHb-
IeHreM Macchl. JleTanbHbIi aHAIU3 C IPUBJICYCHUEM
MeToda AEeKOHBOIIOIUM KPUBOII SHIOTEPMUYECKOTO
MIMKa MOKAa3bIBAeT, YTO B JAHHOM TeMIIepaTypHOM MH-
TepBaje MackupyroTcsa aBa 3¢dekra. IlepBoiii 3¢-
dekT: mpu HU3KUx Temreparypax (140°C) ruraBuTCs
KpucTamindeckas dasa, a BTopoii 3pdeKT, Impu Ko-
TOPOM HWCHAPSIIOTCS M3 NOJMMEPHOro MaTepHajia
OJINTOMEPEL 1 MOHOMEPHI, OTHOCSIIMECS K aMmopd-
HOII HM3KOMOJIEKYJISIpHOI (pa3e, HabIIOmaeTCss Ipu
temnepatype 172°C. M3 Tabj. 3 BUIHO, YTO TLIOIIAAN
MUKOB TIpu TemIiepaTtype =140°C s BO3MYyIIHOCY-
XOI'0 M BOJIOHACBIIIIEHHOTO 00pa3loB IPaKTUYECKU
OIWHAKOBBI U paBHHI 1.4—1.45, COOTBETCTBEHHO, a
iolanab nMuka npu temmeparype 172°C paBHa 7.62.
JJ1st BO3mMyIITHOCYXOTro 00pa3iia ILIomaab MKa yMEeHb-
maetcs 10 0.95 mo cpaBHEHMIO ¢ BOOOHACKHILLIEHHBIM
obpasioM, T.e. IUIOLIANb BTOPOTrO IMKa cuUMOAaTHa
YMEHBIIIEHUIO Macchl obpas3na Ha TI-kpusoii. s
paboudero obpa3sua (puc. 2, kpusas 3) Ha JICK-xpu-
BOM 4eTKO (PUKCHUPYETCS €MMHUYHBIN MUK IIPU TEM-
nepatype 142.8°C u miomanpio 0.78. CienoBaTeib-
HO, 0COOEHHOCTb HabI101aeMOT0 3HIOTEPMUYECKO-
ro addexra B TemneparypHoM uHTepBasie ot 100 no
215°C cBg3aHa He TOJBKO C IJIaBJAEHUEM METKOKPH-
CTaJUIMYECKUX (hparMeHTOB, HO U C Aerpamaineit Mo-
JIEKYJI HM3KOMOJIEKYJISIpHOM (a3pl. 3aMeTuM, 4YTO,
OTPBIB OT MaKpOMOJIeKyJ1 OOKOBBIX HU3KOMOJEKY-
JIIpHBIX (PparMEHTOB U UX CYOJIMMALIVS TTOBBIIIAIOT
YIIOPSIAOYEHHOCTh MAKPOMOJIEKYJT 3a CUET UX KUHEe-
taeckoit moarzkHocTH. Ha JICK-KpuBBIX BOoTOHA-
CBIIIIEHHOTO U pabodero oopa3nos (puc. 2, Kpusbie 2
1 3 COOTBETCTBEHHO) 3Ta YIIOPSIMOUYEHHOCTh MPOSIB-

Sr 330°
= 3
Z 0.5 3
o 4rm
s M
= |2 o 2
; RIS g 130160190 1
A o
= —0.15+ 2
T 2t l 1
©)
B I , , ,
l 0 100 200 300
T,°C
O L
1 1 1 1
0 150 300 450
T, °C

Puc. 2. ICK-kpuBbie monuteTpadTOPITUICHOBOM YiIb-
TpaWIbTPALIMOHHON MeMOpaHbI (0003HAYEHUSI [IJIST pU-
CYHKa M Bpe3KM): KpuBasi / — BO3MYILIHOCYXOil oOpasell,
KpuBas 2 — BOJIIOHACKIIIIEHHBII oOpa3ell, KpuBas 3 — pa-
Oouuit oopaselr.

JISIETCS TTPOAOJIKUTEIbHBIM 3HAOTEPMUYECKUM 3(-
dexkrom ot =220 mo =300°C, T.e. HUBKOMOJEKYJISIp-
HBbIe (PparMeHTHI, OJIUTOMEPHI 1 MOHOMEPHI POPMHU-
PYIOT HAa HAIMOJIEKYJITIPHOM YPOBHE amopdHYIo (a3y
JIJIsI aKTUBHOTO CJI0SI M3 TIOJINTETPa(TOPITUIEHOBOM
yATpaUIBTPALIMOHHON MEMOPaHEI.

Bropoii stanm morepu mMaccel Ha TI-KpUBBIX BO
BCeX oOpa3liax MPOUCXOIUT C BhlIeJIieHreM Teria. Pe-
ructpupyembie Ha JICK-KpUBBIX THTEHCUBHBIC 3K30-
TepMUUYECKME MUKW B MHTEpBaje TeMmieparyp, ot 410
110 500°C cBUIETENBCTBYIOT O TEPMOOKMUCIMTEILHOMN
nectpykuuu IITOD-1m1eHKr ¢ 00pa3oBaHUEM OOJIb-
IIOT0 KOJIMYECTBa Pa3IMYHBIX MOJIEKYJISIPHBIX (DTO-
pYLJIEpOOHEBIX (hparMEeHTOB COTJIaCHO paboraM [23].

Ha puc. 3 mipencraBiieHbl TaHHBIE TT0 PEHTTEHO-
CTPYKTYPHBIM MCCJIETOBAaHUSIM TTOJUTETPA(PTOPITH-
JICHOBOI MeMOpaHBbI JIsT BO3AYIIIHOCYXOTO, BOJOHA-
CBIIIIEHHOTO U paboudero coctosiHus. [lonydyeHHBIe
pe3yJIbTaThl TIO3BOJISIIOT CAEIATh BBIBO, YTO BO3/CH-
CTBHE BOABI ¥ TPAHCMEMOPAHHOTO TaBJICHUS MIPUBO-
IIAT K CYIIIECTBEHHOMY U3MEHEHMIO MOP(DOJIOTUH TTO-
JMMepa Ha HaIMOJIEKYJISIpHOM ypoBHe. Ecnmm mist

Taomma 3. ITapaMeTpbl 1€eKOHBOJIOLIMY SHAOTEpMUUYECKOro nrka Ha KpuBbIix JICK 00pa31ioB moauTeTpadTOpITHIIEHO-
BBIX MEMOpaH B MHTepBase TeMrepaTyp ot 100 mo 200°C mpu R* = 0.996

Twur obpaszua
[TapamMeTpnl
Cyxoit BononaceieHHBIM OTtpaboTaHHbBII
T, °C 140 142 142.8
S 1.4 1.45 0.78
T,,°C 172.6 176 -
S5 7.5 0.98 -
TMOBEPXHOCTb. PEHTTEHOBCKME, CUHXPOTPOHHBIE 1 HEUTPOHHBIE UCCIIEJOBAHUSA Ne 9 2021
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Puc. 3. PeHTreHOorpamMMBbl OJIMTETPaA(PTOPITUIICHOBOU YIbTpaWITPAIIMOHHON MeMOpaHbI: 8 — PEHTreHoTpaMMa I BCceX
00pas31oB MeMOpaH, 6 — AEKOHBOJIIOLIMST BO3AYIIIHOCYXOT0 00pa3iia MeMOpaHbl, B — I€KOHBOJIIOLIMSI BOJIOHACKHIIIEHHOTO 00~

pasiua, T — IeKOHBOJIIOLIUS pabodyero oopasiia MeMOpaHHbI.

BO3IYIITHOCYXOT0O 00pa3lia IMoJuTeTpadpTOpITUIICHO-
BOM ynbTpaduIbTpallMOHHONW MeMOpaHbl HabJoaa-
eTcs mudy3HbII XxapakTep pediiekca ¢ MAKCUMyMOM
npu 20 = 12°, To M1 BOOOHACHIIIEHHOIO ObOpasla
MPOSIBJISIETCS] UHTEHCUBHBIM MUK AUGpPaKuU Mpu
20 = 17° na doHe amopdHOro rayo. Jns BomoHACHI-
IIeHHOTO oOpa3lia (puc. 3B) pedeKc OTINYAETCSI KOM-
MaKTHOU CTPYKTYPOI C pe3KUM HECUMMETPUYHBIM TTH-
koM nipu 26 = 13.8°. zBecTHO, uto mjist [IT®D nomkeH
HaOJTIONATHCS UHTEHCUBHBIM MUK, COOTBETCTBYIOIIMI
OparroBckoMy yriay 20 = 18.1° ot kpucTaiorpaguye-
ckoit mockoctu (100), omHaKO B HAIlleM CJIydae 3TOT

pedaekc cMeraeTcs B 00J1acTh MaJbIX yIyToB. Ha Ham
B3TJISI, MPOSIBJISIEMOE YBEJIMUYEHUE MEXILIOCKOCT-
HOT'O PACCTOSTHUSI B HAIIpaBJIeHUM OCH (a) oTpakaeT
BO3JEMCTBUS TTOTOKA BOMIBI HA MaTepuaj MeMOpaHbl
npu yabTpaduabTpauuu. PaccuutaHHBIE MUKPO-
CKOTTMYECKHE TapaMeTPhl TeKOHBOIIOIUN PEHTTe-
HOBCKUX pediaekcoB oT mieHKU [ITD®D (tadn. 4)
YKa3bIBAIOT, YTO KPUCTAINIMYHOCTD YBEIUUUBACTCS B
BOIOHACKHIIIEHHOM M paboyeM obOpasmnax (puc. 3B,
3r), a amopdHas ¢paza B 00beMe 00pa3lioB HEOIHO-
ponHa. Cinabble MO MHTEHCUBHOCTU U HUMPy3HbIE
pedaekce mipu 20 = 32° u 38.1° mpOSBIISIOTCS BO

Taomma 4. MUKPOCKOIIMYECKME TTapaMETPOHBI JEKOHBOJIOLUM PEHTIEHOBCKUX pedIIeKCOB OT 0O0pas3loB ITOJIMTET-

PadTOPITUICHOBEIX MeMOpaH TipH R> = 0.997

Tum o6pasua
apameTper . BonoHachIILEHHbBII 0Opasell OTpaboTaHHBII
Cyxoii obpaszelr . .
(IIOMeILIeHHBIN B BOIE) B 9KCIEPUMEHTAILHOI YCTaHOBKE
20 9.0(100| 120 | 16.0 | 243 | 9.0 | 10.5| 152 | 16.8 | 20.5 | 11.8 | 13.7 | 145 | 18.5| 215
IMuxk B, rpan 068 1.8 | 4.0 7.6 80 | 0.8 | 36 | 49 1.2 | 6.4 1.1 1.8 | 45 | 41| 95
ITnomans Stmka  |222.1/635.1|2429.9 (5865.2|3477.1(233.8|2257.6|4882.0(1624.1(2749.3| 897.3 |2492.5|2971.2(639.2|4155.0
CreneHb KpucTal- 7 16 30
JmuHocTty, %
MMOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBLIE 1 HEMTPOHHBLIE UCCIIETZOBAHUS  Ne 9 2021
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Bcex oOpa3sliax, YTO CBUAECTEILCTBYET O HEM3MEHHO-
CTH Ha MOJICKYJISIPHOM ypPOBHE CTPYKTYpPHI IUIEHKU
IIT®D. Takum obpazom, meronbl TTA, JCK u
PEHTTeHOCTPYKTYPHBIIA aHaIN3 TO3BOJIMJIN YCTaHO-
BUTb, YTO YPOBEHb CTPYKTYPHBIX M3MEHEHUI B aK-
TUBHOM cJjioe TieHKU [TTPdD-meMOpaHbl Bo3pacTaeT
C ymajeHneM OOKOBBIX HM3KOMOJIEKYJISIPHBIX (hpar-
MEHTOB M3 o0Obema IUleHKU. HammosexkysspHas
CTpYKTypa amopdHOIi a3kl IVIEHKW HEOTHOPOAHA U
COCTOUT M3 aMOP(HBIX YYaCTKOB MaKpPOMOJIEKYJ C
Pa3IM4HO MJIOTHOCTHIO.

SAKITIOYEHHME

MeTomap! UcciieJOBaHMS TEPMOTrpaBUMETPUM, TU (-
¢depeHIInaTbHO-CKAHUPYIOIIEH KaJOpUMETPUU U
PEHTTEHOCTPYKTYPHOTO aHAIN3a ITO3BOJIMIN yCTa-
HOBUTH, YTO YPOBEHb NECTPYKTUBHBIX U3MEHEHUIA
B aKTMBHOM CJIO€ TIJICHKHU ITOJIMTETPaTOPITUIICHO-
BOIi MeMOpaHBbI BO3pacTaeT ¢ yaajJieHueM OOKOBBIX
HU3KOMOJIEKYJISIPHBIX (hparMeHTOB U3 00beMa IJIeH-
k1. HanMonexynsipHast cTpykrypa amMmopdHOi (assl
MMOIUTETPADTOPITUICHOBOM IUIEHK MEMOpPaHBI He-
OOHOPOIHA M COCTOUT M3 aMOP(MHEIX Y4aCTKOB MaK-
POMOJIEKYJI C Pa3IUYHOI IUIOTHOCTBIO. ¥YCTaHOBIIE-
HO, YTO Macca o0pa310B Mpy HaOyXaHUU CHUXKAETCS
Ha 15—18% 3a cueT ymajeHus OJIMTOMEPOB, MOHOME-
poOB N3 00beMa MeMOpaHBI, YTO COracyeTcs ¢ pusmn-
YeCKMMU METOJaMM UCCIeTOBAHMSI.

BJIIATOOJAPHOCTH

UccnenoBaHne BBIIOJHEHO IIPU (DUHAHCOBOM ITOMI-
nepxke PO®U B pamkax HaydyHoro rpoekta Ne 20-38-
90036.

WccnenoBaHye BBITOJIHEHBI C UCTIOIB30BAaHUEM 000PY-
JIOBaHMST HAyYHO-00pa30BaTe/IbHOIO IIeHTpa “be3oTxomHbie
U MaJIOOTXOIHbIE TEXHOJOTMU” U LIEHTpPa KOJUIEKTUBHOIO
noinb3oBaHus “IlonmydeHre u mpuMeHeHNe TTOIMGYHKIINO-
HaJIbHBIX HaHoMaTepuayioB “TamMOOBCKOro rocymapcTBEH-
HOTI'O TEXHUYECKOIo YHUBEpCUTETa” .
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Thermal and X-Ray Structural Studies of Structural Changes in the Active
Layer of Ultrafiltration Polytetrafluoroethylene Membranes

S. I. Lazarev" *, Yu. M. Golovin!, D. A. Rodionov" **, O. A. Abonosimov!, and A. Yu. Selivanov!
! Tambov State Technical University, Tambov, 392000 Russia
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An analytical review on the study of structural changes in membranes is presented. Ultrafiltration films of
polytetrafluoroethylene membranes in the temperature range from 30 to 500°C were investigated by thermo-
gravimetry. An analysis of thermal data was carried out, which indicates that in the temperature range from
100 to 215°C, the first stage of destruction occurs, where the value of the lost mass for the air-dry sample is
33%, and for the water-saturated sample, the mass loss is 10%, which 3 times less than the first sample. For
the working sample, a slow process of mass change is observed in a wide temperature range from 100 to 410°C,
which with a total weight loss is about 9%. The second stage of destruction occurs in the temperature range
from 410 to 500°C with a loss of mass for an air-dry sample by 61 and 85% for a water-saturated sample, and
the working sample loses 86% of its mass. The data on X-ray crystallography (X-ray crystallography) allow
us to conclude that the effect of water and transmembrane pressure leads to a significant change in the mor-
phology of polymer molecules at the supramolecular level. If for an air-dry sample of a polytetrafluoroeth-
ylene ultrafiltration membrane, a diffuse nature of the reflection with a maximum at 26 = 12° is observed,
then for a water-saturated sample an intense diffraction peak appears at 20 = 17° against the background of
an amorphous halo. For the working sample, the reflex has a compact structure with a sharp asymmetric peak
at 20 = 13.8°. Complementary methods of TG (thermogravimetry), DSC (differential scanning calorimetry),
X-ray diffraction analysis (XRD), and gravimetry have established that conformational changes in molecules
in the polytetrafluoroethylene membrane matrix occur as a result of the detachment of side monomers or
oligomers and their sublimation from the film volume under the influence of transmembrane pressure and
the interaction of water molecules.

Keywords: thermogravimetry, differential scanning calorimetry, X-ray structural analysis, polytetrafluoro-
ethylene membrane, destruction, active layer, oligomers, monomers, gravimetry.
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