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BNMUAHUE TMOPO®UIbHbLIX CPEQ HA XAPAKTEPUCTUKU OUCMNEPIUPYEMbIX
MHOIOCTEHHbIX YIMEPOOHbIX HAHOTPYBOK

MpvBefeHbl pesynbTaTthl UCCNEAOBaHUS YCMOBUIA AearnoMepaunn yrinepoacoAepXallnx CycrneH3nii Ha OCHOBE PasnuyHbIX rmMapo-
unbHbIX cpea. B kavecTBe yrnepoHoro cbipbsi MCMOMb30BaNv MHOrOCTEHHbIE YrNepoaHble HaHOTPYOKM ToproBo Mapku « TayHuT» («HaHo-
TexLleHTp», r. TamboB). KntoueBas meToamka npeactaBrieHHbIX 3KCMEePUMEHTOB — xuakodasHasi akconmauusi yrnepofHblx CTPYKTYp nog
BO3JelicTBMEM ynbTpa3Byka. ViccnenoBaHusi NpoBoAUNIM MeToAaMu (DOTOHHON KOPPENSLMOHHON CNEKTPOCKOMWU, CMEeKTPOCKONUU KoMBuHa-
LIMOHHOrO paccesiHna cBeTa, aTOMHO-CUIIOBON W CKaHWPYIOLLE 3NEeKTPOHHOW MUKPOCKOMUM, PEHTIEHOCTPYKTYPHOrO aHanunsa. YCTaHOBMEHO,
41O 06paboTka HaHOTPY6OK B yNbTPa3ByKOBOW BaHHE B TeyeHne 30 MVUH He obecneynBaeT Ux O4HOPOAHON ANCNEepPCHUn B rmapodunbHoi cpe-
nAe. ObpasyloTcsa arnomeparbl pasnnyHoOro Tvna B 3aBUCMMOCTU OT BuAa cTabunumampyowen gobasku. Hannydiwen avcneprauvoHHoOn cpeaon
ons seegeHuss MYHT B kepamuyeckue mMatpuubl SIBASIETCSE BOAHbIN pacTBOp HeuoHoreHHoro MAB TeuH-80. Mpu Bbigepxke cycneHsun guc-
neprupoBaHHbix MYHT B TeyeHue 7 CyT MHTEHCUBHOCTb XapaKTepHbIX AN YrnepoaHblX HAHOCTPYKTYp nunkoB Ha KP-cnekTpax Bo3pacTaeT.
CycreH3nsi Ha OCHOBe MONMBUHUIIOBOrO CAMPTa MOXET ObITb MCMONb30BaHa TONbKO B CBEXENPUIOTOBIIEHHOM COCTOSIHUU. KonnyecTBo croes
B MYHT cooTBeTCTBYeT UCXOQHOMY MaTepuany. YnbTpa3BykoBas obpaboTka B cpeae okucnutens (NH4),S,0g B TedeHne 30 MuH npuBoauT
k 06pa3oBaHMI0 TOHKON MEHKN Ha NOBEPXHOCTW, @ He paBHOMEPHO pacrnpeAeneHHbIX B ANCNEPCUOHHOI cpede arnomepaToB. 10 3BeCTHbIM
dopMynam paccumTaHbl pasmep KpUCTannuToB, MEXCIIOeBOe pacCTosHue, KonuyecTBo cnoeB B MYHT, BHyTpeHHW gnameTp WU cCpeaHwui
pa3mep HaHOTpyboK nocne AucneprupoBaHusi B cpede okucnutens. Boigepxka Takmx CycneHaunii B Te4eHne 7 cyT NpuBoaMT K nonyyeHuto 6o-
nee NNOTHOW MIIEHKN U3 OKUCMEHHbIX HAHOTPYBOK Ha NOBEPXHOCTHU.

KnioueBble crnoBa: yrnepofHble HaHOTPYOKW, rmapodunbHble cpepl, XuakodasHas akconmuaumsi, cycneHsus, arnomepar, aTOMHO-
cuoBasi MUKPOCKOMUS, PEHTTEHOCTPYKTYPHbI aHanua, KP-cnekTpockonusi, aucnepcusi, ynbTpa3sykoBasi obpaboTka.
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THE EFFECT OF HYDROPHILIC MEDIA ON THE CHARACTERISTICS
OF DISPERSIBLE MULTI-WALLED CARBON NANOTUBES

The paper presents the results of a study of the conditions for the deagglomeration of carbon-containing suspensions based on various hy-
drophilic media. As carbon raw materials, multi-walled carbon nanotubes (MWNTSs) of the Taunit trademark (NanoTechCenter, Tambov) were
used. The key technique of the presented experiments is liquid-phase exfoliation of carbon structures under the influence of ultrasound. The stud-
ies were performed by photon correlation spectroscopy, Raman spectroscopy, atomic force and scanning electron microscopy, and X-ray diffrac-
tion analysis. It was established that the treatment of nanotubes in an ultrasonic bath for 30 minutes does not ensure their uniform dispersion in
a hydrophilic medium. Agglomerates of various types are formed depending on the type of stabilizing additive. The best dispersion medium for in-
troducing MWCNTSs into ceramic matrices is an aqueous solution of nonionic surfactant (nonionic surfactant) Tween-80. When the suspension of
a dispersed MWCNT suspension is kept for 7 days, the intensity of the peaks in the Raman spectra characteristic of carbon nanostructures in-
creases. A suspension based on polyvinyl alcohol (PVA) can only be used in a freshly prepared state. The number of layers in a MWCNT corre-
sponds to the starting material. Ultrasonic treatment in the environment of the oxidizing agent (NH4)2S208 for 30 min leads to the formation of
a thin film on the surface, rather than agglomerates uniformly distributed in the dispersion medium. The crystallite size, interlayer distance, number
of layers in MWCNTSs, inner diameter, and average size of nanotubes after dispersion in an oxidizing medium were calculated using well-known
formulas. Exposure of such suspensions for 7 days leads to a denser film of oxidized nanotubes on the surface.

Keywords: carbon nanotubes, hydrophilic media, liquid-phase exfoliation, suspension, agglomerate, atomic force microscopy, X-ray dif-
fraction analysis, Raman spectroscopy, dispersion, ultrasonic treatment.

23



Topososa C.E. u dp. / Becmnux I[THUITY. Mawunocmpoenue, mamepuanosedenue, 2 (2020) 23-30

BBenenue

Yraeponusie HanoTpyOku (YHT) — nepcnekrus-
HBIIl KOMIIOHEHT KOMITO3UILMOHHBIX MaTepPHAaIOB, CIO-
COOHBIH M3MEHATh UX IMPOBOAMMOCTH, K0d(duimeHT
TPEIIMHOCTOMKOCTH U APYTHe KCIUTyaTallMOHHbIE Xa-
pakrepuctuku [1-4]. OmHako peanm3anus WX MOTEH-
I[Majga BO3MOKHA TOJIBKO B CIIydac MOIyYeHHs PaBHO-
MEpHO# JJUCIIepCHU HAHOTPYOOK B MaTpHIIE.

[pu cunreze YHT 00BIMHO MONYHYaAIOT YIIIEPO-
HBIIl MaTepuall ¢ MHOTOYHCIEHHBIMU arperupOBaHHbI-
MU cTpykrypamu. COpTHpPOBKa M CTPYKTypHas opra-
HHU3alUs YIIepOAHBIX HAHOTPYOOK SIBJISIOTCSI OCHOB-
HbIMM BONpOCaMH B IIpoleccax HUX JajbHeuen
UHTErpaluu B Apyrue matepuainsl [5]. Ha cerogusm-
HUHA JIeHb CYIIECTBYIOT METOJbl OpraHHM3alluH YTJie-
POAHBIX HAaHOTPYOOK B BOJIOKHA, BKJIOYAs METOJBI,
OCHOBaHHbIC Ha BBIPAIIMBAaHWU W3 PAacTBOpPa U HEMO-
CPEICTBEHHO W3 ra3oBoil (ha3pl. MeTol MOBEPXHOCT-
HO-HAIPaBJIECHHOTO POCTAa Ha MOHOKPHUCTAIMYECKUX
MOJJIOKKAX C TMOMOILBIO SMUTAaKCHAIbHBIX M KaTallu-
TUYECKUX IPOLIECCOB CUUTAKOT BaXKHEHILEH IpeaIo-
CBUIKOH JuIs OyAyIMX NPHMEHEHUH B HAHOBJIEKTPO-
HUKe [6].

Xopomro mucneprupoBanabie YHT addexTuBHO
YIJIy4IIaf0T MEXaHHMYeCKHe CBOHCTBa KOHEYHOT'O KOM-
MO3UIIMOHHOTO MaTepuaia. HesaBucumo oT MerToza
MOJyYeHHSI MATPHYHON OCHOBBHI U €€ XUMHUYECKOH 00-
paborku YHT arnomepupyloT B CTpYKTYpe MaTpHIIb,
YTO IIPUBOJUT K MPOOIIEME MX TOMOT'€HHON TUCTIEPCUH
B 00bEME KOMIIaKTa U OCIabisieT CBOMCTBA KOMIIO3HU-
TOB [7]. AKTHBHO BeIyTCsl HMCCIIEIOBaHHs B 00JIaCTH
MOJyYeHHsT KEePaMHUYECKHX KOMITO3MLMOHHBIX Mare-
pHaoB C yriepogHbBIMH HaHOTpyOKamu [8, 9]. Tax,
Hampumep, B padote [9] METOZOM rops4Yero mpeccona-
HUsI OBbUI MOJyYeH HAaHOKOMIIO3UT C MaTpHLEH Ha oc-
HoBe Al,O;, rme B KadecTBe apMHPYIOLIEH T00aBKH
UCTIONB30BAIM  XOPOILIO JAWUCIIEPITHPOBAHHBIE MHOTO-
cTeHHble yriepoaubie HaHoTpyOkn (MYHT). Ilpu no-
Oaprmennu 2 u 5 mac. % MVYHT aBropsl moOwiuch
YIIy4IICHUS BSI3KOCTH paspyuieHust — Ha 94 u 65 % co-
OTBETCTBCHHO I10 CPABHEHUIO ¢ YHCThIM Al,O;.

Ha ceromusmHuii neHb CYIIECTBYIOT pa3ind-
HBIE CIIOCOOBI pa3meneHus ariaomepatoB YHT, takue
KaKk MEXaHMYECKOE pacUICIICHWE B MEJIbHHIAX,
KHUJIKO(Pa3HOE TUCIIEPTUPOBAHHUE 1OJ BO3AECHCTBHEM
yibTpa3Byka W jap. Hambosee mmpoxo wncrnonb3ye-
MBIM METOJIOM SIBISIETCS YJIBTPa3BYKOBOE NUCIIEPTH-
poBaHME B Pa3IMYHBIX Cpegax, KOTOpOe IO3BOJSET
COBMECTHTD IPOLECCHl JearJoMepanuy HaHOTPYOOK
¢ ux pynkunonanuzanueit [10].

Lenp mpoBeneHNs NCCIIEAOBATEIBCKON PabOThI —
N3y4YeHUE YCJIOBUH JearjoMepalid MHOTOCTEHHBIX
yraeponusix HaHOTPpYOoK (MYHT) B rumpodmiibHBIX
cpenax.
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JKCcHepuMEeHTAIbHAS YaCTh

B kauecTBe MCXOJHOTO YrIepoOACOEpIKalLero
CBIPBSI HCIIONB30BAIN MHOTOCTEHHBIE YTJIEPOJHBIC
HaHoTpyOku (MYHT) toproBoit mapku «TayHuT»
(OO0 «HanoTexllentp», r. Tam6oB). Ilepen BBe-
JCHHEM B BOAHYIO CpPey C LENbI0 yIaJICHHS 3arpsi3-
HAIOUINX BEIIECTB M aMOP(HOro yriepoaa HpoBO-
JWIA OTXHUI Ha BO3JyXe B My(QelbHOH mNe4yu mnpu
300 °C [11].

Hns mpurortosnenuss YHT, coapepxkamedt nuc-
TIEPCHH, IPUMEHSIN METOIUKY TTOJTydeHus rpadeHa u3
TEPMOPACIIUPEHHOTO0 WM KOJUIOMZHOTO Trpadura
yIBTPa3BYKOBBIM JHciieprupoBanueM (manee Y3/I)
B BOJHBIX pacTBOPAaX B NPHUCYTCTBHU PA3JIMYHBIX IIO-
BEPXHOCTHO-aKTHBHBIX BemecTB [12]. B kauectBe mo-
0aBOK HCMoNb30Banu TBUH-80, STHUIOBBIM U MOJUBHU-
HWJIOBBIA CHMPTHL, nHepcyibdar amMmoHus. TBUH-80
sBissercss HemoHoreHubiM [TAB (HITAB), ne mucco-
LUHPYET B BOJIC HA MOHBI U 3HAYMTEIILHO CHUXKAET I10-
BEPXHOCTHOE HaTsSHKEHHE BOJHBIX pacTtBopoB [13].
OTHUIOBBIN W TIOJIMBUHWIOBBIH CIIMPTHI — MOHO- U TI0-
JIMMEpHbIE TIOBEPXHOCTHO-aKTUBHBIC BellecTBa. llep-
Cynb(haT aMMOHHMS HCIIONB3YIOT B OCHOBHOM B Ka4yecTBE
Mouunmpytromieii moBepxHoctbe YHT moGaBku [14].
IIponieHTHOE COOTHOLIEHHE HCIONB3YEMBIX BEIECTB,
BXOJISIIIIMX B COCTAB CYCHEH3Mil, MOA0OpaHO UCXOMS U3
JIUTEPATYPHBIX JaHHBIX.

s nomyyenus cycnensuu ¢ TBuH-80 ucnoss3oBa-
M BOIHBIA pacTBOp ¢ Kommentparweit 0,5-10°% M [12].
[epcynbdar ammonus ((NH,),S,0g) B3ST B KOIHMUECT-
B€, IKBHBAJIEHTHOM | Ir-aToMy aKTHBHOTO KHCJIOpOJa
Ha | r-arom YHT [14]. CmemmBaHWE MPOBOIMIN
C IIOMOIIbI0 MarHUTHOW MEIIAJKH J0 MOJHOIo pac-
TBOpeHus [TAB B nucTHIUINPOBAaHHOM BOJE.

VYnpTpa3sBykoBylo  00paboTKy  aucrepcuit
MPOBOAWIN B YJIbTPa3ByKoBOH BanHe Y3VY-0,25
(TY 1-720-0009-85) u Ha ycranoBke Y3/H-2T mpu
ciefyomux napamerpax: mouHocts 400 BT, yacrora
22 xI'n. Bpemst mucrieprupoBanus OA00paIy Ha OCHOBE
aHanm3a padort [15—17]. Inst npenoTBpamieH st CHIIbHOTO
pazorpesa cycreH3uid 00pabOTKy MPOBOAWIIN IUKIAMH
mo 1-3 MuH, HakarmBas HEOOXOIUMYIO IIPOJIOIIKH-
TEMBHOCTh 00paboTkn. Bo m30exanwe meperpeBa u
BCJIEJICTBUE 3TOTO HApYyLIEHHS YIJIEPOIHOW CTPYKTYpHI
MIPUMEHSUTA BHEIITHEE OXJIAXICHHUE PAcTBOPA.

AHanmu3 CyCHEH3WH M BBISBICHUS CPETHETO
pa3mMepa ITUcHepripoBaHHbIX YacTHIl B 00beMe CYCIIeH-
3uM U ux ¢axropa (HOpMbI NPOBOIWIN MeTOAOM (o-
TOHHOW KOPPEJSIIMOHHOW CIEKTPOCKONHMU Ha Tudpak-
nuonHoM ananmzatope ANALYSETTE 22 NanoTec
(FRITSCH, I'epmanns).

@Da30BBIl cOCTaB MOJIYYEHHBIX 0OpasloB Cyc-
MICH3UH HM3y4Yalld METOJIOM CIIEKTPOCKONHU KOMOHMHa-
IIHOHHOTO paccesiHUs CBeTa (PaMaHOBCKOH CIEKTpO-
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CKOIIMHM) Ha MHOTO(YHKLIMOHAJIBHOM CIIEKTPOMETPE
Senterra (Bruker, 'epmannst) npu ajuHe BOJHBI U3ITY-
qaromniero jaszepa 532 Hwm.

PenrtreHocTpyKTypHBII aHAIU3 NPOBOIUIM C UC-
MOJb30BAaHUEM  PEHTI€HOBCKOTO  AH(dpakToMeTpa
JIPOH-3 (Poccust).

Amnanu3z mop¢osoruu gucrneprupoBaHisix MYHT
M3yYald Ha CKaHMPYIOLIEM 30HJIOBOM MHKPOCKOIIE
Solver Next (HT-MJT, Poccus) B aTOMHO-CHJIOBOM
MOJTYKOHTaKTHOM pexkrme. OOpaboTKy JaHHBIX OCyIlle-
CTBJISUIM C WCIIOJIb30BAaHUEM IIPOrPAMMHOI0O o0ecreye-
st Gwyddion (https:/KoHTHHEHTCBOOOABLPD).

HVccnenoBanus MpOBOIWIN TaKkKe HAa CKaHUPYIO-
meMm anekrponHoM Mukpockone VEGA3 TESCAN
(TESCAN, Yexus).

Pe3yabTaThl U X 00CyKIEeHHE

B tabn. 1 npuBeneH coctaB CycreH3HH, OBEPT-
HYTBIX YIBTPa3BYKOBOMY JuctieprupoBanuio (Y3/1).

Tabmuma 1

CocTaB 1 MapKUPOBKA CYCIIEH3U
s nucneprupoanus MYHT

MapxkupoBka HaumenoBanue Conepanne
cyciemsun | paucreprenra (ITAB) B 30 MIl BOEL, T
Taynutr | IIAB

Cl Tsun-80 0,05 0,01

ITonuBUHUIIOBEIN cIUPT

C2 (IIBC) 0,01 0,003

C3 Orunosslii ciupt (3C) 0,05 *

C4 [epcynpdar aMmmoHuUs 0,01 4,6

[Ipumeyanue: * — nUCTIEpPrUpOBaHKE POBOIIIH B CPE-
ne 96%-noro OC.

VYbTpa3BykoBas 00paboTka HAHOTPYOOK Ha ycra-
HoBKe Y3VY-0,25 (TY 1-720-0009-85) B Teuenue 30 muH
He 00eCIIeYnBaeT X OJHOPOMHOMN JWCIIEPCHH B KHUIKOM
cpene, 00pasyloTcs arioMeparhl pasiMYHOrO TUIA B 3a-
BUCHUMOCTH OT BH/JIa CTAOWIIM3UPYIOLIEH J00aBKH.

Jns Teun-80 XapakTepHBI mapooOpa3Hble, JoCTa-
TOYHO TIJIOTHEIE arioMepatsl pazmepoM oT 0,8 10 2,0 mm.
ITpu oopadotke B [IBC 00pazyroTcst pa3BeTBICHHbIE ar-
JIoMepaThl U3 0oJiee MEJIKHX CKOIUICHHH ITyYKOB HaHOT-
pyOOK. YipTpa3BykoBas 00paboTKa B 3THJIOBOM CITHPTE
CIOCOOCTBYET O0pa30BaHHIO arJioOMEpaToB BETBUCTOM
(hOopMBI THIIA KTYTOB M XaOTUYHBIX CKOIUIEHHH M3 Oosee
MEJIKMX ITy9KOB. YIBTpa3BykoBas oOpaboTka B cperne
oxuciutenst (NHy),S,0g B Teuenne 30 MUH NPUBOINT K
00pa30BaHMIO TOHKOM IUICHKH Ha IOBEPXHOCTH. DTOT
s dexT He HAOIFOqaIH MPU JUCIEPTHPOBAHIH C IPYTH-
MH CTaOMITH3UPYIONMMH JOOABKAML.

[TockonbKy OBLIO BBIBHHYTO INPENIOJIOKEHUE,
4TO 00pa3oBaHME arjioMepaToB PAa3IMYHOIO THIIA CBS-
3aHO CO CMa4YHMBaeMOCTBIO YIJICPOAHOTO MaTepHaia,
Obula TpOBepeHa JUCIEPrHPYEMOCTh IOJyYEHHBIX

CyCII€H3UI NocIie BBIAEPKKU B TeueHue 7 cyT. Jlanee
MPOBOIMIIA 00pabOTKY Ha YIIETPa3BYKOBOM JHCIICPTra-
tope Y3/IH-2T B Teuenue 5 mun. Bo nzbexanue me-
perpeBa oOpa3LOB NPUMEHSUIN BHEIIHEE OXJIaXK/ICHHE.
Kak moka3anu OmbITHI, JUCIIEPTHPYEMOCTh CYCIICH3UH
TTOCTIe BRIACPIKKH ITOBBITIIACTCS, OHU CTAHOBSATCS Oolee
OIHOPOIHBIMH M COJAEP)KaT MEHBIINE IO pa3Mepam
arjomeparsl (Ta0m. 2).

Tabmuma 2

XapakTepHucTHKa MI0JIy4eHHbIX arjiomeparoB MYHT

HaumenoBanue XapakTepuCTHKa ariioMepaToB
oKa3aTes B CYCIICH3HSIX

CycrnieH3un Cl1 C2 C3 C4
Cpemmiipasvep | 5 5 | 35 5 38,9 33,6
arJoMepaToB, MKM
®dopma ariome- Ilap BetBucteie| BetBuctoie Mienxa
paTtoB Iy YKH My9KH
daxkrtop hopmbl 1,5 3,5 2,1 1,1

Pesynbratel ananmmza KP-cnekrpockonuu (puc. 1)
JIBYX Cepuii 00pa3lioB HA OCHOBE CBEXENPHIOTOBJICH-
HBIX CYCIICH3UW U C HEJEIIbHOW BBIIEPKKOM IIOKa3ally,
YTO HAWITy4Ilel THAPOUIILHOM Cpeioi, CoXpaHsoLIei
cpoiicteBa MYHT, BXomsammx B €€ COCTaB, SIBIISICTCS
pactBop TBuH-80. IIpy 3TOM CTOHT OTMETHTH, YTO BHI-
JIep)Kka B TEUYEHHE 7 CYT CIIOCOOCTBYET YBEIUYCHHIO
WHTEHCUBHOCTEH, XapaKTePHBIX ISl YTIEPOIHBIX HAHO-
cTpykTyp nukoB G°, G u D. B cBoro ouepenpb, CyceH-
3us1 Ha ocHoBe pactBopa [IBC mmeer oOpaTHbIi 3¢)-
(beKT: MpOoSBIISIET HAWIY4IlINE CBOMCTBA B CBEXKEIPHUIO-
TOBJICHHOM COCTOSAHHH M TEPACT UX IIOCJIC HeﬂeHbHOﬁ
BBIJICPIKKH.

Ha puc.2 mnpencraBinenst ACM-u3o0paxeHus
OKHCJICHHOHM IUJIEHKH, B3SITOM M3 CYCHEH3UM Ha OCHOBE
niepcynbdarta ammorus. O6padotka ACM-u300pakeHmit
ToKa3asa, 9To OBUIN ITOy9IeHbI HAaHOTPYOKH CO CPETHIM
quamerpoM 100 HM pasIMyHOM JUIMHBL, KOTOpasi Kojeo-
JieTcs: B muMpokoM nuanazone ot 0,2 mpo 1,5 mMxm, urto
CBUJETENBLCTBYET O TOM, UTO IUIEHKA MOXET COAEPHKATh
B ce0€ HE TOJIBKO LieJIble HAaHOTPYOKH, HO M TTOBPEK/ICH-
HBIC B BUIC OTACJIBbHbBIX CCIMECHTOB.

Ha cuumkax kpome otnenpHbix YHT Taxke
BHUIHBI CIyTaHHbIE KIYOKH W JXT'YTHI, COCTOAIINE W3
HAHOTPYOOK, U ChepHIeCcKre ariIoMepaTsl CO CPeIHUM
muamerpoMm 0,4 MKM.

Ji uccneoBaHUS METOAOM PEHTTEHOCTPYKTYP-
HOTO aHaJM3a OBUTH B3STHI 00OpasIbl U3 BCEX MPEACTaB-
JICHHBIX CYCIIEH3UH, a TaKXkKe JUIl CPABHEHUS! UCXOAHBIN
Taynur. i1 UCKIIOYEHUs NHKOB, XapaKTEPHBIX MJIS
(1)8.3 CTEKJISTHHOM TOUIOKKH, MMPOBOANIN NOIOJIHUTEIb-
HYI0 CbEMKY YUCTOM MOJIIIOKKH.

Ha puc. 3 npencrasieHsl pparMeHTsl qudpaxTo-
TpaMM HCCIIEJIOBaHHBIX 00pa3oB 1 UCXOoaHbIX MYHT
TOProBoi Mapku «TayHHUT».
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Puc. 3. Cnekrpsl audpakrorpaMm 00pasiioB CyCIEH3UIl B pasINYHbIX CPEAAX ¢ OTMEYECHHBIMH MEKIUIOCKOCTHBIMU
paccrosuusamu (dogy, A): C1 — Teun-80; C2 — IIBC; C3 — stunosbiit ciupt; T — uexoaubiit TayHut

PeHTreHoCTpyKTYpHBIN aHalIn3 OpU HCCIEN0Ba-
Huu MYHT 1no3Bossier MOJydYuTh CTATHCTUYECKYIO
OLICHKY XapaKTepHCTUK 00pa3lia, TaKUX Kak pazmep 00-
JacTu KorepeHTHOro paccesiaus (nanee OKP — L., A),
MEXCIIOEBOE PaccTOsHHME (dyy, A) M KOMIMUECTBO CIIOEB.
Jliis rpaduTonon00HBIX MaTePHATIOB mapamerp do, Xa-
PaKTepHU3yeT CTEIEeHb COBEPLIEHCTBA KPUCTAIUTMYECKON

CTpyKTypsI [18].

26

Pacuer mexcmoeBoro paccrosHuS (dyp) U pas-
Mepa O0JAaCTH KOTEPEHTHOI'0 PACCEesHHS PEHTICHOB-
cKux nydei (L) mpoBomst no popmysnam [19]

p— }\’ .
" 2sin0’
I - 0,2?97»’

Bsin6
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rac )\. — JJIMHAa BOJIHBI PCHTTCHOBCKOI'O0 HU3JTYUCHUSA
(15,187, A); 6 — yron noopota ronromerpa auppak-
TOMETpa; [} — MOJTyIIMpPUHA Ha MOIYBBICOTE TIHKA.

PesynpraTel pacueToB TpHBEOCHH B TabIl. 3.
Hcxonss W3 TONMy4eHHBIX JAHHBIX BHIHO, 4TO cpena
OKa3bIBaeT 3HAYNTENILHOE BIIMSIHAE HAa KOHEYHELIE CBOM-
ctBa MYHT, koTOpble UMEIOT YETKYH KOPPEJSLUIO
U3MEpAEMBIX BEIWYMH B ClIydae NPHMEHEHHS MOBEPX-
HOCTHO-aKTHUBHbIX BEUICCTB. CyH_[eCTBeHHO OTJIMYAr0T-
Csl pe3yJIbTaThl, MOJyYECHHbIE B OKHCIUTEIBHOW cpele
nepcynbdaTa aMMOHHSL.

INockonmbky amst oOpasia CyCHEH3UH Ha OCHOBE
nepcynbgpara ammonus (C4) Habmonanoch He Xapak-
TEpHOE TSI IPYTUX 00pa3oB 00pa3oBaHKE TUICHKU Ha
MOBEPXHOCTH B IIPOIECCEe AMCIEPralyu, JaHHBIH 00-
paseny uccienoBaH Oosee mnoapoOHO. B pesynbrare
cheMKH oGHapyxkeH pediekc ¢ dyy, = 3,38 A, pednexc
C JAHHBIM MEKIUIOCKOCTHBIM PacCCTOSHHEM COBIAAAET
¢ oxaHO¥M w3 nmHUU rpaduta. Jlns pacuera pasmepa
kpuctayunta (OKP) 1 MeXIIOCKOCTHOTO paccTOSHUS
NIPOBEJCHA IIOBTOPHAs CbEMKa B IHMANa3oHE YIJIOB
Bparra 26 ot 26° mo 27° c¢ Gompmiei SKCIO3UIHEH.
IIpu meTansHON cheMke pediekca ¢ dop, = 3,38 A on
paszenuiics Ha JBa OMM3KUX muka (puc. 4), 4To TOBO-
put o Hamumumu rpadura (dop, =3,36 A) u MYHT
(dooa = 3,39 A).

[TonydeHHbIe pe3yabTaThl pacyeToB (cM. Tabdi. 3)
TIOJTBEPIKAAIOTCS JIMTEPATYPHBIMH TaHHBIMU. B pado-
tax [20-23] orMedeHo, YTO HanbOJICe CHUIBHBIM ped-
JIEKCOM OTpa)XCHUsI Ha JudpaxkTorpammax rpadura
n MYHT sBnsiercs pedauexc (002), koTopbiid pukcu-
pyercs mipu 20 ot 26° no 26,5°. Ilo ero yriioBomy mo-
JIOKEHUIO C TIOMOIIBI0 ypaBHeHus: Bynbga — Bparra
HaxodaT MexciioeBoe paccrosinue. B MYHT oHo, kak
npaBmwio, coctaiser 0,335 HM, 4TO HE HaMHOTO
MEHBIIE 3HAUEHHMS, TI0J[yYEHHOTO B MCCIIEAyeMOM 00-
paste (0,339 um).

ITo momy4eHHBIM 3HAUYEHHUSM MEKCIOEBOTO pac-
ctosiHus U pasmepa OKP MoxxHO paccuuTaTh Koauue-
ctBO cioeB B MYHT mo gopmyire

N=L,/d,,.

Opnako s nonuManus, yro takoe OKP B Ha-
HOTpyOKax Jyisi cCpaBHEHHs ObLIa JOIOJHUTENBHO HC-
ciiefioBaHa Oosee TOJCTasl IUIEHKA U3 CYCIIEH3MH He-
JIENbHON BBIAEPKKU C MOCIEAYIOIIEN YIbTPa3ByKOBOM
00pabotkoii B Teuenne 5 mMuH. [1oCKOJIBKY MOJTy4eH-
HBIE B pe3yJbTaTe 3Ha4eHHs L. HaXOISTCs B IIpeaenax
MIOTPEIIHOCTH, CIEIYeT BBIBOZ O TOM, YTO 00JaCTh KO-
TEPEHTHOTO PacCesHUs — 3TO CPEAHEe 3HAUCHUE CTEH-
ku otnensHOo MYHT (puc. 5).

Tabiuna 3
Pe3ynbTaThl pEHTT€HOCTPYKTYPHOI'O aHAJIN3a
MapxkupoBka Haumenoanue Kon-Bo
CYCIICH3UHU qucneprenta (ITAB) 20, rpaz B, rpax oon, 1M Lo, M cnoes N
— Wcxonnslii TayHut 26,0 2,0 0,343 4,0 11
Cl TBuH-80 26,1 1,8 0,342 4,5 13
C2 I1BC 26,3 2,1 0,399 3,8 11
C3 OTWIOBBIA COIUPT 25,9 2,4 0,344 3,4 9
[Inenku U3 cBexei cycrnen3uu
C4 Ha ocHoBe (NH,),S,05 26,3 0,2 0,339 47,5 140
C4 [Inenku U3 cycneH3uu mnocjue HeleIbHON 263 02 0.339 4.5 125
BbIIEpkKKH Ha ocHOBE (NHy),S,04
3,391
E- 2200 5
= 1800 - 3,357
oy
2 1400 — } ooz L
= / ; -
5 1000 y / \
5
=600
=~
200 ==
26 27

VYroxn Bparra, rpag

Puc. 4. ®parmeHT mudpakTOrpaMMBbI INICHKH U3 CYCIICH3UH
Ha ocHoBe MYHT u nepcynbhara aMMOHHUS ¢ OTMCUCHHBIMHU
MEKIUIOCKOCTHBIMH PacCTOSHIAMH (dy, A) B muamasoHe

yrioB 26 ot 26° mo 27°

Puc. 5. Cxemarndeckoe n300pakeHHE 00JIaCTH
korepenTHOro paccessHust (OKP — L)
1 MEXCIIOEBOTO paccTOSHUS (dypp)
B MHOTOCJIONHO# yriiepoiHON HAHOTpYyOKe

27




Topososa C.E. u dp. / Becmnux I[THUITY. Mawunocmpoenue, mamepuanosedenue, 2 (2020) 23-30

126 nm

50mé

19 nm
T “
¥ -
40(; A

15nm

—_——

1 MKM

Puc. 6. COM-u3006paxenus okucineHHsIx YHT, moiy4eHHBIX B cpeze nepcyibdara aMMOHHS
¢ 00pabotkoii B Y3-BaHHe B TeueHue 30 MuH

Ha ocHoBanuu pe3ynbraroB obpabotku ACM-
n300pakeHN B IPOTPaMMHOM ITaKeTe, B OKHCICHHOM
IUICHKE W3 00paslia CBEXEW CYCIIEH3WU CPEIHHU pas-
Mep HaHOTPYyOOKk coctaBisieT 100 HM, TOorIa KaK KOJH-
YEeCTBO CIIOEB, MCXOOsS M3 pacdera mo maHHbBIM PCA
Merona, — 140. Takxxe BO3MOXKEH pacueT BHYTPEHHETO
JUaMeTpa HaHOTPYOOK 1o opmyie

d=D-2L,,

e d — BHYTPSHHUHA OuaMeTp HaHOTpyOKH, HM; D —
BHEIIHUN TMaMeTp HAHOTPYOKH, HM.

BHyTpennuii tuamerp HaHOTPYOOK M3 OKHCIIEHHOMH
IUICHKH CBEKETIPUTOTOBICHHOW CYCIIEH3WH COCTaBIISIET
5 aM. [loydeHHBI pacder MOXKHO COOTHECTH ¢ pabo-
ToM [21], B KOTOPO# OBLIM OTCHSATHI METOIOM IIPOCBEUH-
Barouiedl Mukpockonuu MYHT ¢ BHemHUM JuaMeTpom
ot 20 o 120 HM ¥ BHYTPEHHUM THAMETPOM OT 5 HM.

IlomyueHHble MaHHBIE MOXHO COIOCTaBHUTH C pe-
3yJbTaTaMH, ONUCAaHHBIMU B pabote [24]. B manHoif cTa-
Th€ METOJOM IPOCBEUMBAIOILEH 3IEKTPOHHOW MUKPO-
CKONMMU OBUTM OTCHATHI HAHOTPYOKH C BHEIIHHWM Iua-
MeTpoM 18,6 HM U BHyTpeHHUM — 4,5 HM, ¢ KOJTMYECTBOM
cnoeB 21. COOTBETCTBEHHO, NPOCIEKHMBAECTCS YETKast
KOppEJSILUS CO CPEHEN Pa3HULIEH BO BHEIIHEM TUAMET-
pEe U KoJM4ecTBe clIoeB B 5 pa3. CienoBaTenbHO, TaHHbIH
METOJ] pacueTa Ha OCHOBaHUM pe3yibraTtoB PCA BO3-
MOXKHO HCIOJIB30BaTh I IMOACYETa KOJIMYECTBA CIIOEB
B MYHT 6e3 ncrnons3oBanus merozna [IOM.

OO0pas3erl ¢ IIEHKOM, TAKKe TOTyYEHHON Ha OCHOBE
CYCIICH3MN U3 Tepcyib(aTa aMMOHUS, MCCIEA0BAIN Ha
CKaHUPYIOIIEM JIEKTPOHHOM MHKpPOCKOTIE (pHC. 6).

Ha ocHoBe comnocraBnenust nomyyeHHbIx ACM-
n COM-u300paskeHnii 00pa3loB IIEHKH BBISABICHO,
YTO XapaKTePHBI CKOIUICHHUsI HAHOTPYOOK B arjoMepH-
POBaHHBIE KIYTHl C MHOTOYHCICHHBIMH OCTaTKaMu
KPHCTAJUIOB TepcynibdaTa aMMOHHSI WM, COTJIACHO
pabote [25], HEeHTPOB KpHCTAILIM3AINN KaTaln3aTtopa
ucxoauoro Taynura. O6padotka COM-u300parkeHuil,
B OoTiMuUMe OT pe3ynpTatoB ACM-aHanuza, mokasaia
pas3bpoc 3Hauennit quamerpa MYHT B mmpokom pas-
MEpHOM Juamna3zoHe or 13 go 63 HM, oJHAKO 3amep
JUIMHBI HaHOTPYOOK HE TPENCTaBIAETCS BO3MOXKHBIM
13-3a CJIUILIKOM BBICOKOH KoHIeHTpanuu MYHT.

28

BriBoabI

O0paboTka HAHOTPYOOK B Y3-BaHHC B TCUCHHE
30 MuH He oOecrieynBaeT MX OJHOPONHOW AMCIEPCHH B
XuzKor cpene. OOpasyroTcst arioMepaThl Pa3IIHOTO TH-
Ia B 3aBUCUMOCTH OT BUJIA CTAOWITH3UPYIOIICH J00aBKH.

JycneprupyeMocTh BBIJCP)KAaHHBIX B TEUCHHE
7 cyT cycHeH3Mi MOBBIMIACTCS, OHM CTaHOBATCS Ooiee
OJTHOPOZHBIMU M COJIEpKaT MEHBIINE MO pa3Mepam ar-
noMepatsl. Hamryumeit aucnepraiiioHHON cpenoit mis
BBezieHHss MYHT B kepaMuueckuie MaTpHLbl SBISETCS
BOIHBIN pactBOp HemoHorenHoro I[TAB (HIIAB) —
Teun-80. Dddexr coxpaHsercs W Tocie HeeTbHOM
BeIZIEpKKH. CyCIIeH3UsI Ha OCHOBE MOJMBHHHUIOBOTO
criupta (IIBC) MoXkeT OBITH HCIOIB30BaHA TOIBKO
B CBEKEIPUTOTOBICHHOM COCTOSIHHH.

VYbTpa3BykoBas 00paboTKa B Cpeie OKUCITUTENS
(NH,4),S,04 B Teuenne 30 MUH IPHBOJUT K 00Pa30BAHHIO
TOHKOM MJICHKH HA TIOBEPXHOCTH, a HE PAaBHOMEPHO pac-
NpEeJIEIEHHBIX B JIMCIIEPCUOHHOM Cpeie arioMeparos.
IIpu sTom metonom PCA ycranosneno, uro MYHT, 06-
paboTaHHBIE B Cpele OKUCIHTEII, IMEIOT HaHOOIbIIee
KOJIMYECTBO CJIOEB.
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