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Mertomom manoyrinoBoro paccessHusa HenTpoHoB (MYPH) mpoBeneHo mccnenoBaHue yIIOPSITIOYESHHOM
CTPYKTYphI op nopoinka MCM-41, NoKpbITHIX cjioeM ruapogooHoro BemecTsa. McciaemoBaHus poBo-
muinch Ha criektpomerpe FOMO peakropa UBP-2 (OUSN, JIyona). M3ydyeH nporecc 3aroIHeHUSI-BBITE -
KaHUsI HECMauMBaoIIeil XXUAKOCTU (TsIXKeJIOl BOJbI) U3 HAHOpPa3MEPHbIX MOp MaTepurasa Mpyu N3MEeHEHUN
BHEIITHETO MaBjieHus . JIJIst 3TOro GbUTM CITIPOSKTUPOBAHbBI ¥ U3TOTOBJICHBI CTEH, K KaMepa BBICOKOTO JTaB-
JIEHUSI, TIO3BOJISIOLIYE MTPOBOAUTL u3MepeHust MetonoM MYPH B nuanazone gaBiaenuit 1—1000 atM. I1o-
JIydeHHBIE pe3yIbTaThl ITOKA3bIBAIOT, UTO JaHHAs METOAMKA MO3BOJISIET UCCIIEIOBATh ITPOLIECC 3aITOTHEHUS
MOp HeCMauyMBalolIei XKUJKOCThIO B HAHOMIOPUCTHIX MaTepuaax.

Knroueswie croea: ManoyrioBoe paccestHue HEUTPOHOB, HaHOITOpUCThIN MaTepraal MCM-41, HecMadnBaio-

11ast JKUAKOCTh
DOI: 10.56304/S2079562926020016

1. BBEAEHHME

MeTton ManoyTJIOBOTO paccessHUsI HEUTPOHOB [1]
MO3BOJISIET ONPEAEATh HAAATOMHYIO CTPYKTYpPY Be-
1IIeCTBa U3 JAHHBIX 00 YIIPYTOM paccesTHUM Iy4yKa ya-
CTUII Ha 00BEKTaX, pa3Mepbl KOTOPBIX CYIIIECTBEHHO
MpeBBIIAIOT IJIMHY BOJHBI u3nyyeHus. Pacnipenene-
HY€ MHTEHCUBHOCTU PACCESTHHOTO M3JTy4eHUs 3aBU-
CHUT OT MapaMeTpPOB paccerBaTeJisl, UTO UCTIOTb3YETCS
JUUTSI UBYYEHMSI HEOJHOPOMHOCTEM BelllecTBa ¢ pa3Me-
pamu ~10—10% A ¢ TOMOLIIBIO TEIUIOBBIX HEHTPOHOB C
mHoM BoiHbl ~1—10 A. Meton MYPH mno3Bossiet
BOCCTAaHOBUTb MUKPOCTPYKTYPHbIE ITapaMeTpbl 00pa3-
11a, HaIpuMep, pa3Mep pacceuBaresieit U UX yaeabHbIA
00beM. OObEKTaMU MCCIIENOBAHUSI YacTO SIBISIIOTCS
MOPUCThIE MaTepUayibl U TIpoliecChl B HUX [2—4]. B

YaCTHOCTHU, UCCIIeI0BaIach yOpsIoUyeHHas cucteMa
nmop B marepuaie MCM-41 [5]. B manHoii pabote
MPOBOAUTCS aHAIU3 Mpoliecca 3aroJHEHUs] BOAOM
MOp HAHOMETPOBOTO pa3Mepa B ruIpoPOOHOM MaTe-
puane meromrom MYPH. Otmerum, uto paHee gaH-
HBI METO He MPUMEHSLICS U151 U3y4YeHUs TIpoliecca
3aIT0JIHEHUS HECMAaYUBaAIOIIMMU KUIKOCTAMU HAaHO-
MMOPHUCTHIX MAaTepPUAJIOB.

M3ydyeHne B3aMMOACUCTBUSI HECMadyMBAIOIINUX
KUIKOCTEN ¢ HAHOMOPUCTHIMU MaTepuajlaMyi UMeeT
MHOTOJICTHIOI UCTOPUIO. DTU CUCTEMbI MHTEPECHBI
JUIST CO3IaHUSI aKKYMYJISITOPOB U IeMITEepOB MeXa-
HUYECKOM DHEPTHU, CUCTEM MACCUBHOI 3allIUTHI U
JocTaBKu JekapctB [6—9]. HemaBHue paGoThl Mmoka-
3aJIu, YTO TIpeAcTaBiisieT OOJbIIOi MHTEepeC pa3pa-
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0OTKa METOJOB OIlpelieJIeHUsI HEe TOJIbKO pacrpee-
JICHUSI TTOp 1O pa3MepaM, HO U X ITPOCTPaHCTBEHHO -
ro pacrnpenaeneHust B Matepuase [10, 11].

2. MATEPUAJIbI

B kauecTBe uccieagyeMoro HaHOMOPUCTOro Ma-
Tepuaga HaMU ObIIT B3AT TUAPO(GOOM3UPOBAHHBIA
ME30CTPYKTYPUPOBaHHbI MaTepual Ha ocHoBe SiO,
MCM-41-C1. Ero ocHoBoii saBasgercas MCM-41
(#643645-25G) mpousBoncTsa pupMsl Sigma-Aldrich,
CTPYKTypa KOTOPOTO TIpeACTaBJsieT COO0M CUCTEMY
reKcaroHajJbHO yNaKOBaHHBIX HWJIMHAPUYECKUX Ka-
HaJioB [12]. IToBepXHOCTh NCXOAHOTO MaTepuaia Oblia
XUMUUYECKU MOIUMULIMPOBaHA OTHO3BEHHBIM aJIKWJI-
cuimaHoM Ha XummdeckoM dakynsrere MI'Y. Ilocne
Mmonudukan, MCM-41-Cl1 uccnenoBajiv MeTogaMu
HU3KOTeMIlepaTypHoit copouuu azota (Autosorb 1Q,
Quantachrome Instruments, CIIIA) 1 renueBoii K-
HoMmeTpuu (MicroUltrapyc 1200, Quantachrome In-
struments, CIIIA) [13]. Bbuix roJlydeHbI CaeayoIIne
XapaKTEePUCTUKU MOPUCTOTO MaTepuasna: yaeabHas
TUTOLIAIb TTIOBEPXHOCTU Sy£l =(770x8) M?/T, yIEJIbHBIHA
o6wem nop V,, = (0.61 £ 0.02) cM?/r, ITOTHOCTH Kap-
Kaca ropucroro Mareprana(1.7833 £ 0.0041) r/cm?, u
cpenHuii paanyc nop (R) = (1.06 + 0.02) um. Creny-
€T OTMETUTb, YTO YAEJIbHbIA 00BbEM IMOP, MOJyUEH-
HBIII METOIOM XXUIKOCTHOI mopomMerpuu [14, 15],
cocrasisger (0.29 + 0.02) cm?/r. [IpuumrHa 3710 pas-
HUIIbI 3[IeCh HE 00CYyXKIaeTcs, HO OHa MOXET ObIThb
CBSI3aHA C pa3HUIIE B CITOco0ax M CIIOCOOHOCTH
KUAKOCTU MPOHUKATh BO BHYTPEHHEE MOPOBOE TMPO-
CTPaHCTBO MaTepuasa.

Tsxenas Boga (TB) umeer umcrory 99.8% (xa-
denpa GUBUMKN U TeXHUKH peakTopoB IletepOypr-
ckoro uHctutyra sgepHoii duzuku um. b.I1. KoH-
CTaHTUHOBA). PaHee 1151 aTOro MaTepuasa Ha Jerkoi
BoOZIe HAOII0MAI0Ch SIBJICHUE TUCTEpe3rca JaBIeHUI
3aIlOJIHEHUS U BBITEKAHUS, a TAaKXKe SIBJICHE HEBbI-
TeKaHUST HeCMaYMBaOIINX KUIKOCTEH [ 16].

3. OKCIIEPUMEHT

Ni3mepennss meronom MYPH npoiiecca 3ammonHe-
HUSI—BBITEKAHUSI B CUCTeMe HecMadyuBarolias Xu/-
KOCTh — HAHOITOPUCTHIN MaTepHaja MPOBOIUINCH Ha
criektpomerpe FOMO [17] peakropa UBP-2 (OUAN,
r. JIyoHa). J1J1s1 3TOro ObIJIM CIPOEKTUPOBAHBI U U3T0-
TOBJIEHBI CTEH]I U sTUEiiKa BBICOKOTO JaBJICHUS.

Cxema 3KCIIepMMEHTa MpeacTaBjieHa Ha puc. 1
" 2. DKCIEPUMEHTAJIBHBINM CTEH]T aHAJIOTMYEH OITMCaH-
HOMY B [ 14]. BepxHee n HIDKHee OCHOBAHMUS 3aKpeTnie-
HbI cToliKaMu. Ha BepxHeM OCHOBaHMM YCTaHOBJICH
aBTOMAaTUYECKMI pOMOOBUIHBIII BUHTOBOI TOMKpPAT
(MakcUMabHOE ycuiine 2 T), a Ha HUKHEM OCHOBa-
HUW — JIaTYUK CUJIBI ¢ BepxHUM Tipeaenom 20 xkH.
DKcrepuMeHTaIbHAsL sTYeiiKa CO CTEpKHEM (IraMeTp
CTepXHS 1 cM), BCTaBJISHHBIM B ITPOOKY depe3 Mpo-
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KJ1agku (Ha puc. 1 He mokazaHa KphIIIKa, (PUKCHUPYIo-
11ast IpoOKyY B KaMmepe sTYeiKK), ycTaHaBIMBaJIaCch Ha
JaTyuk cuiabl. HUXKHSIS moABUXKHAsST YacTh JOMKpaTa
KacaJlach BEpXHET0 KOHIIa CTepxXKHs. BHyTpu Koprmyca
STYEHKM HaXOIWJIaCh aJTIOMUHMEBAsI BCTaBKa C INIOCKUM
ma3oM mupuHoit 20 MM, BeicoToi 30 MM U TIIyOMHOI
S5MmMm (cMm. puc. 2). B ma3 momemaics ITOPOIIOK
MCM-41-C1 maccoit =0.43 r. OcraBuuiuiicsi CBOOOI-
HbII1 00beM ObUI MOJIHOCTBIO 3anonaHeH TB obobemMom
28 cm. TIpu ABMKEHUU JOMKpPATAa BHU3 CTEPKEHD I1€-
peMelajcs BHYTPU STYEHKU, UTO YMEHbIIAJI0 BHYT-
PEHHU 00BEM STYCHKU U, CIACIOBATEIEHO, YBEINYN -
BaJio naByieHue B siueiike. Cuna (F), AeiicTByoIas Ha
CTepKeHb, PETUCTPUPOBAIACh JATYMKOM CIUIBI, a TaB-
JieHue B siueiike (P) onpenensiiiock Kak P= F/S, tne S —
MJIOILALb TIONEPEYHOro cedeHus crepxkHs 0.785 cM2.
Aueiika O6b11a paccuMTaHa Ha gaBiaeHue 1o 1000 atm.
YhopasiieHrue IOBMDKEHUEM JTOMKpaTa OCYIIECTBIISI-
JIOCh C KOMITBIOTEpPA C IOMOIIBIO IIPOrPaMMEbI, KOTO-
past Mo3BoJIsijIa yCTaHABIMBAaTh HEOOXOAMOE daBJie-
HUE B KamMepe U KOHTPOJMPOBATh €r0 JOCTIKCHUE,
PETUCTPUPYSI CUTHAJI C JaTYrKa CIutbl. CTeHI 1 sTaeii-
Ka pasMellaiiCh Ha PEryJupyeMOM CTOJIUKE MEXITY
KOJUIMMATOPOM U JETEKTOPOM TaKUM 00pa30M, YTOOBI
HEHUTPOHHBII ITy4OK ITPOXOAMT TOJBKO Yepe3 KaMepy
SKCHEPUMEHTAIbHON SYEWKU U MO OCHU, NEePHEeHIU-
KYJISIDHOI LIEHTPY MHa3a aJIOMUHUEBOI BCTaBKU (CM.
puc. 2).

HeiiTpoHHEbIN ITydyoK Ha oOpa3lie MMen IruaMeTp
14 MM 1 roTok 110 6 - 10° H/(cM? ¢). Jlnana3oH niepena-
BaeMoro nmMmyibca coctasmsur 0.007—0.4 A-!. Dkcre-
pPUMEHTaJIbHBIC JTaHHbIE PErMCTPUPOBAINUCH OMHO-
BPEMEHHO ABYMS JETEKTOPaMM, PACIIOJIOXEHHBIMU
Ha pacctossHuu 4.5 1 13 M ot o6pasna [18]. I1lepBuu-
Hast o0paboTKa 3KCIIEpUMEHTAJIbHBIX JaHHBIX ObIIa
peanu3oBaHa B rmporpamme SAS [19], B KoTopoii mo-
JIyYeHHBII CIIEKTp HOPMMpPYETCS Ha HE3aBHUCUMBIN
BaHaJIMEBbIIl paccerBaTelb U BBIUMTAIOTCS JTaHHBIE
¢doHoBoro ob6pasua [20]. IIpenBapuTebHO ObLI IIO-
JIydyeH (OH IJIs STYeHKM TOJIBKO C aIlOMHUHHEBOM
BCTaBKOIi Ha Bo3nyxe. Bce mojrydyeHHbIE 3aBUCHUMO-
CTU IIpeACTaBJICHBI 0e3 yuyeTa (poHa.

4. PESYJIBTATBI 1 OBCYXKJAEHUE

Ha puc. 3 npencraBiieHbl MOJy4YeHHbIE 3aBUCUMO-
ctu nuddepeHInaNbHbIX CEUEeHUI paccessHUs Heii-
TPOHOB dX(q)/d€2 OT mepenaHHOro UMMYJbca g MpHU
U30BITOYHBIX JaBeHUsIX B nuamna3zoHe 0 — 702 atm.

MNHuTteHcuBHOCTh ogHOKpaTHOoro MYPH Ha rpa-
HyJ1ax MOPOIIKa MOXET OBbITh BbIpaXkKeHa KakK:

d%(q)/dQ = (P@S@), (1)

rae P(q) — dopM-pakTop, onpenessieMblii mapameTpa-
MU LHWIMHAPUYECKUX TOp, S(q) — CTPYKTYpHBbIii hak-
TOD, ONPENEsIeMblii KOPPEISLIMSIMU B TTPOCTPAHCTBEH -
HOM DACIIOJIOXCHNN TI0p, a CKOOKH (...) OTBEYaioT
YCPEMHEHMIO MO OPUEHTALIUSIM TPaHyJl MOPOIIIKa.
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Puc. 1. Cxema skcriepyuMeHTa, CTEH/ U sueiika.

INpenacraBiaeHHbIE HA PUC. 3 3aBUCUMOCTH UMEIOT
XapaKTEePHYI0 OCOOECHHOCTh — SPKO BbIPAasKEHHBIM
IudpakiuMoHHbIN muk npu g = 0.175 A-'u c1a60o BbI-
paXeHHbIi1 BTopoii K ripu ¢ = 0.3 A~!. [TonoxeHue
MEepBOTo IMKAa IO TOPSAKY BETWYWHBI COBITAmaeT C
pe3yJbTaTaMU paGoTHI [5] U IBASIETCSI XapaKTEPUCTH -
KOM BHYTPEHHEMN CTPYKTYpPhI TpaHyJl MaTepurania.

INonoxeHWsT MAKOB TIpHU TU(PaKIINKA Ha IByMEpP-
HOIT TeKCaroHaJbHO pelIeTKe OMpenesTIoTC COOT-

HOLLIEHUEM ¢ = ﬂ\/ff + k> + hk, toe (hk) — un-
aV3

JIekcbl Muiepa, a — napaMeTp peleTKu (paccTossHUe
MEXTy LeHTpaMu Ommkaiimx mop). CooTBETCTBEH-
Ho, st nepBoro (10) u Broporo (11) nukoB nmeem

a1/ G0 = V3, 4To comtacyercsi ¢ prc. 3 i MOATBepXKIa-
€T, YTO MOPHI B UCCIIELyEeMOM MaTepHrajie 00pa3yioT rek-
CaroHaJIbHYIO peuieTKy. M3 mosoxeHus epBoro nvika

4n
~41.5A.
9710\/g

HaxoauM IIapaMeTp pCIICTKU a =

CruenmyeT OTMETUTD, YTO IIOJIOXKEHHUE MUKA HE Me-
HSIETCSI C IaBJIECHMEM. DTO MOXET CIIyKMTbh JTOKa3a-
TEIbCTBOM TOIO, YTO MPOCTPAHCTBEHHAsI CTPYKTypa
op He MEHSIETCS BO BCEM IMAaIla30HE U30bITOYHBIX
NaBJICHUI.

Ha puc. 4 mokazaHbl MpUMEpPHI 3aBUCUMOCTE
MYPH nng tpex naBneHuit. DTH OaBJICHUS COOTBET-
CTBYIOT Pa3HbIM JIOJISIM 3allOJTHEHHOro ob0beMa Iop
[14]. Ha BcTtaBKe pHCyHKa NHOKa3aHa 3aBUCHUMOCTH
JIOJIU 3aIoJIHEHHOTOo o6beMa nop (0) ot nasneHus (P)
1 BbIACJCHBI 3HAYEHUsI, COOTBETCTBYIOLIIME BHIOpaH-
HBbIM JaBJieHUsIM. Takum obpazoM, Kpubie MYPH ort-
HOCATCA K ITycThiM TTopaMm MCM-41-C1 (380 atm), ya-
CTUYHO 3arojHeHHbIM opaM MCM-41-C1 (466 at™m)
M TOJHOCTBIO 3amoidHeHHEIM Imopam MCM-41-C1
(591 atm).

d%
C)—
dQ
Pa3IMYHbIX JaBJICHUAX U OKCIICPUMCHTaJIbHAaA 3aBU-
CUMOCTb U3MEHEHUS 00bEMA CUCTEMBI OT NaBJIECHUS

Pe3YJII>TaTbI IJI4 TIOJIHOI'O CEYCHUA Z
q
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Puc. 3. [TonyueHHble 3aBucumoctu nuddepeH1nanbHbIX CEeUeHU I paccesiHUs HEMTPOHOB dX(q)/d €2 OT nepefaHHOTO UMITYJIb-

ca g TIpu BceX U30bITOYHbIX naBieHusx (0—702 aTm).

JIACT Ha6J'IIO,I[aTb IIpoHeECC 3aITOJIHEHMA ITOP B UCCIIC-

JJIA I/ICCJ'[C,Z[YCMOﬁ CUCTCMBbI, IMTOJIYYCHHBIC COITIACHO
OAyEMOM MaTtepurali€ Ipu USMCHCHHNU JaBJICHUA.

[15], mpencTaBieHbl Ha pUc. 5. BUTHO KauecTBEeHHOE
COBHANCHUE TUX KPUBBIX. BIATOIAPHOCTU

Takum 06pa3oM, MOXKHO ClIeJIaTh BBIBOI, YTO U3- PaGota BEITIONTHEHA B pamMKax (MHAHCUPOBAHUS TOCY-
MEPEHUE KPUBBIX MAJIOYIJIOBOTO paccessHUs MO3BO-  mapctBeHHOoro 3amanus HUILI “KypuaTtoBckuii MHCTUTYT” .
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Puc. 4. ITonyueHHble 3aBucumoctu nuddepeH1nanbHbIX CEeUeHU I paccesiHUs HEUTPOHOB dX(q)/d €2 OT nepeqaHHOTO UMITYJIb-
ca ¢ IUIs1 Tpex 3HAaYeHU I 3aI0JTHEHHOTO 00beMa Mop U 3aBUCUMOCTb J0JIY 3anoiHeHUsl () oObeMa Mop OT JaBJeHMSI.
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Puc. 5. Bnusinue nasnenus B cucteMe MCM-41-C1—D,0 Ha MHTEHCHBHOCTb MPOLIE/IIETO ITy4yKa 1 3aBUCUMOCTb CTETIEHU 3a-
nosHeHus (0) oObema Mop OT NaBJICHUsI.
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Abstract—The small-angle neutron scattering (SANS) method was used to study the ordered structure of the
pores of the MSM-41 powder coated with a layer of a hydrophobic substance. The studies were carried out
on the YuMO spectrometer of the IBR-2 reactor (JINR, Dubna). The process of filling and leakage of a non-
wetting liquid (heavy water) from nanosized pores of the material with a change in external pressure was stud-
ied. For this purpose, a stand and a high-pressure chamber were designed and manufactured, allowing mea-
surements to be carried out using the SANS method in the pressure range of 1—1000 atm. The results ob-
tained show that this technique allows studying the process of filling pores with a non-wetting liquid in
nanoporous materials.

Keywords: small-angle neutron scattering, nanoporous material MCM-41, non-wetting liquid
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