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IMpemtoxeH M peayn30BaH HOBBIM MOIXOA K (DOPMUPOBAHUIO TIJICHOYHBIX HAHOKOM-
MO3UTOB, OCHOBAHHBIN HAa OOBEAVMHEHUN CTAJAMM CUHTE3a HAHOYACTUIL METOIOM MM-
MyJIbCHOM J1azepHoii absiuu B cBepxkputudyeckom (CK) nunokcuae yriaepona u cra-
UK OpMUPOBAHUST HAHOKOMITO3UTA METOIOM YCKOPEHHOTO ApeiihoBOro BHEAPEHUS
HaHouactull B CK-CO, B 0fHOM peakTope M B €IMHOM TEXHOJOIMYECKOM Ipoliecce.
IMonyyeHbl M oxapakTepu30BaHbl (DOTONIIOMUHECHEHTHbIE TUIEHOUHbIE HAHOKOMIIO-
3UTbl HA OCHOBE IMOPUCTOTO COIOJMMEpa MOJUTETPpahTOPITUIIEHA-BUHUIUAECHPTO-
puIa 1 HaHOYacTUIl pyorHa. Pe3ynbTaThl aHan3a c(QOPMUPOBAHHBIX TIJICHOUYHBIX Ha-
HOKOMITO3UTOB C TOMOIIIbIO CKAaHUPYIOIEH 3JeKTPOHHON MUKPOCKOINUM TMOKa3allH,
YTO pa3Mepbl YacTHUIl pyOMHA, BHEAPEHHBIX B MAaTPUILy MOJUMepa, JOCTUTAIOT COTEH
HaHOMETPOB. [ToslydyeHHbIEe TJIEHOUHbIE KOMITO3UTHI B AaJIbHEHIIEM ObIJIY MOABEPTHY-
THI TOpstueMy TipeccoBaHuio npu AaBieHun 20 MIla u temnieparype 160 °C, 4To 1Mo3B0o-
JIUJIO CYLIECTBEHHO YIYYIIUTh UX MEXaHUUYECKYIO MPOYHOCTh M MPO3PAYHOCTb.

KnoueBbie ciaoBa: MJIEHOYHbIE HAHOKOMITO3UTHI, ApeiipoBoe BHeapeHne B CKD,
JlazepHasi abJIsilusl, HAHOPYOUHBI, MOPUCTBIN COTTOIMMED.

BBEJIEHUE

HanokoMmno3uTbl (MHOTOKOMITOHEHTHbIE TBEP/IbIE MaTEPUAJIbI, B KOTOPBIX MacIlTa0-
HBII YPOBEHb Pa3MEPOB MHAUBUIYATbHBIX KOMIIOHEHTOB HAXOAUTCSI B HAHOMETPOBOM
JMara3oHe) Bce 00Jiee IMPOKO BOCTPEOOBAHbI IIPOMbBIIUIEHHOCTHIO, MEAULIMHONM, Hay-
koii [1—10]. HaubGosee mmpoKuM KJIaccoOM HAHOKOMITO3UTOB SIBJISIIOTCS TTIOJIMMEpPHbBIE
HaHOKOMITO3UTHI [2—8, 10—16], B KOTOPBIX MOIMMEpHast MATpUIIa U HATIOJTHUTEIb HAHO-
METPOBBIX Pa3MEPOB CBS3aHBI APYT C APYTOM CJAOBIMU MEXMOJIEKYISIPHBIMU B3aMOIEH -
CTBUSIMU. B KauecTBe MaTpulibl MPUMEHSIIOT CaMble PA3TUYHBIE TOTUMEPHI (ITOJTUITPONUIICH,
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TTOJIUCTUPOJT, TIOJTMAMMI, HEMJIOH U JIp.), a B Ka4eCTBE HAHOKOMITOHEHTOB BBICTYITAIOT
OKCHIHbIE, METAJUTMYECKHE, TTOTYTTPOBOIHMKOBBIC YACTHULIbI, YIJIEPOIHbIE HAHOMAaTepyra-
JIbl (HAHOTPYOKM, HAHOCTEHKU, HAHOBOJIOKHA) 1 Ip. Co31aHHbIe HA OCHOBE 3TUX KOM-
TMOHEHTOB KOMITO3UThI OTJIMYAIOTCSI OT OOBIYHBIX TTOJIMMEPHBIX MaTepPUaIoOB OOJbIIIEH
YIApOIIPOYHOCTHIO, N3BHOCOCTOMKOCTBIO, XOPOIINM COITPOTHUBIICHUEM XMMUIECKIM BO3-
JIEHUCTBUSIM M HEKOTOPBIMU IPYTUMU (DYHKIITMOHAIBHBIMU CBOMCTBAMMU.

MeToab! Toy4eHMST ITOJIMMEPHBIX HAHOKOMITO3UTOB BeChbMa pa3HooopasHbl [1—10]
U TIPOIOJIKAIOT MHTEHCUBHO pa3BUBAThCs. B HacTosiei padboTe Isl CMHTE3a TIeHOY-
HbIX NOJIMMEPHBIX HAHOKOMIIO3UTOB Mpe/jiaraeTcsl coBmellieHre cBepxkpurnieckux (CK)
(bIOMIHBIX U JTJa3epHBIX TeXHOJOTUiA. CUHTE3 MOJUMEPHBIX HAHOKOMITO3UTOB C IIOMO-
mpio CK ¢mongoB (CK®) ocymecTBieH B psme pabot [17—22]. B wactHocTH, B
Haiux padorax [ 18—22] ¢hopmMupoBaHue JIOMUHECHUPYIOIIMX AUCTIEPCHBIX OJIMMEPOB
Ha OCHOBE TTOJIMTeTpaPTOPITHIICHA 1 TIOJIMATUIICHA HU3KOM TUIOTHOCTH TTPOBEIACHO C
ucnojab3oBaHueM 3(dEKTOB apeiloBoro (rpaBUTALIMOHHOIO) U AUM(PY3MOHHOIO
BHEIPEHUSI MOIYITPOBOAHUKOBBIX TIOMUHecHupytoiux HaHovyactull (CdSe, Si) B monume-
pol B cpene CK-CO,, 4To cTajio BO3MOXHBIM 0JIaroiapsi YyHUKalbHBIM TPAHCIIOPTHBIM
CBOICTBaM, B YaCTHOCTH, OJ1aromapst OTHOCUTETbHO Majtoit Ba3kocTr CK®. OtnenbHbIe
CTaany MexaHn3Ma (pOpMUPOBAHNS KOMITO3UTHBIX MATePUATIOB TAKIM CITOCOOOM JIOCTa-
TOYHO ITOAPOOHO 00CYyXmanuch B [18, 22].

OpHuM U3 Hanbosee 3(PHEKTUBHBIX COBPEMEHHBIX MOAXOA0B K MOIYYEHUIO HAHO-
YACTUIl CaMbIX Pa3IMYHBIX MAaTEPUAIOB SBJISICTCS UMITYJIbCHAS JIa3epHas absauus B
xuakoct [23—26]. Eciu xunkocts 3aMeHuTh Ha CK®D, To mosiBiisieTcst BO3MOXKHOCTD
BapbUPOBAHUS TUIOTHOCTH CPEIbI TIPU a0JISILINU U, KaK CIIEACTBUE, JOTIOTHUTEIBHOTO
VIIpaBJIeHUS TTapaMeTpaMy MOJIydaeMbIX HaHoJacTull. [1poliecchl CMHTE3a HAHOYACTHIT
npu JiazepHoii aonsiuuu MatepuanoB B CK® Gbuin ycrenHo MpoBeAeHbl B paboTax
[27—30].

OObeaUHEHUE CTaAUM CUHTE3a HAaHOUYACTULl (MMIYJIbCHAS Jla3epHas adasuus) u
cTaguy (OPMUPOBAHUST HAHOKOMITO3UTA (YCKOpEHHOE IpeiichoBoe BHEApeHNE HaHOUA -
cturi B CK®) B omHoM CK® peakTope M B eIMHOM TEXHOJIOTUYECKOM ITpollecce
BBITJISIIUT BIIOJTHE €CTeCTBEHHBIM. J1JI OCYIIECTBICHHS TAKOTO ITPOIIECca MBI BEIOpaIn
HeIaBHO pa3pabOTaHHYIO BLICOKOMIOPUCTYIO MOJMMEPHYIO KOMITO3UIIMIO Ha 0a3e COMou-
mepa nonuterpadropatuneHa (IITDD) [31, 32]; B kauecTBe MUILIEHU (MCTOUHMKA
HaHOYACTHUII) UCTOJb30BAI OO BEMHbBIE KPUCTAUIBI pyOHHA, YTO MO3BOJISIIO B PE3YJib-
Tare yla3epHOi absuny morydath B CK® peakTope HaHOPYOWH KaK yIOOHBIE TECTO-
BBIE (DOTOTIOMUHECIICHTHBIE HAHOYACTHUIIBI. OTMETHM, UTO CO3MaHNE HOBBIX TTOJIMME]-
HBIX KOMITO3UTHBIX MAaTePUAJIOB Ha OCHOBE JTIOMUHECIIMPYIOIINX HAHOYACTHUII BeChMa
aKTyaJIbHO: OHU MOTYT MCIIOJIb30BaThCs B BUAE MApKEePOB B OMOMMUIKUHTE, B TIPOTOY-
Hoii utodayoMmerpuu [33, 34|, B cocTaBe KOHBEPTEPOB COJIHEYHOTO U3JTyYECHUS IJIsT
pa3BMBaEMOI CTPATETUN «ITOJIE3HOE COHLIE» [35, 36], B KauecTBe BU3yanu3aropo YO
U3JIy4eHus B tazepHoit ¢pusuke [34], B poToBonbTanke [37] u mp.

B Hacrosiei paboTe MCob30BaHa TAKKe TEXHOJIOTUST TEPMOITPECCOBAHMST, KOTOpast
TTO3BOJISIET TTOJTyYaTh U3 HETTPO3PAYHBIX TTOPUCTHIX MAaTePUAIOB CIUTOIIHBIC TUIEHKH, 00-
Jlamarolye 10CTaTOYHO XOPOLIei ONTUYECKOI MPO3pauHOCThIO O1arofaapst yCTpaHEHUIO
KPYIIHBIX ITIOp B 00beMe oOpa3ziia.

MaTepnanm U METO/JbI

M5t popMuUpoBaHMS TIOMUHECIIEHTHBIX HAHOKOMITO3UTOB TaK 3Ke, Kak 1 B paboTe
[32], MBI MCITONTB30BAIN 00pa31IBl BOJTOKHUCTOTO coroianmMepa ®-42 (tetpadTopaT-
JeH-85 % + BununuaeHdTopua-15 %) [31] B BuAe NOPUCTHIX TUIEHOK OEJIOro 1Bera
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Puc. 1. Cxema ycTaHOBKH IIJIsI TOJIYYEeHUSI HAHOYACTUIL PyOMHA METOIOM JIa3epHOI a0
mutneHu B cpene CK-CO, ¢ 01HOBpEMEHHBIM BHEIPEHUEM 3THUX YACTHUIL B TIOPUCTYIO MaTPUILY
rojauMepHoro matepuana M-42:

1 — u3nydyeHUe MMITYJbCHOTO Jja3epa ¢ IJUHOU BOJHBI 532 HM; 2 — OAHO3epKaJIbHbIN TaJlbBAaHOCKA-
Hep; 3 — IIUMHHOMOKYCHBINI O0BEKTUB; 4 — PEaKTOP BBICOKOTO MABJICHUS C ONTUUYECKUM IOPTOM IS
U3JIy4eHus; 5 — abiaupyemast MUILIEHb;, 6 — BePTUKAJbHbBIN JepKaTe/lb IMOPUCTHIX 00pa3loB

pasmepoM 1 x 1 cM u TomuuHoi 2—3 M. TosyyeHHbIe 00pasLibl COCTOSIT U3 MeperIeTeH-
HBIX BOJIOKOH, UMEIOLLIMX CpeaHMit auaMeTp ~150 MM, Griarogapst ueMy co3naeTcst onpeaesieH-
Hasl MOPUCTOCTh MaTepuala ¢ AuanasoHoM pasmepos mop oT 0,1 10100 mxm [31, 32].

B xauecTBe ncxoagHOro Matepuaa sl moaydeHus: (OTOTIOMUHECLIMPYIOIIMX HAHO-
YacTUIl pyOMHA METOIOM JIa3epHOI abJISIIINK NCITOTL30BaIM 00pa3Ibl pyOrHa B BUAC
LWJIMHIPOB AuaMeTpoM 1 cM u TommHoi 0,5 cM, ToTydeHHbIe 3 JJa3ePHBIX KPUCTAI-
noB Cr**/Al,O5 ¢ KoHueHrpauueit nonos Cr3* ~0,08 ar. %.

J71s1 mosry4eHusI IIeHOYHBIX HAaHOKOMITO3UTOB ObUT IIPUMEHEH pa3padOoTaHHbIM HAMU
MOMAXOI, COTJIACHO KOTOPOMY HaHOYACTHUIIbI CUHTE3UPOBATIUCH B MPOLIECCE UMITYILCHOM
Jla3epHOIi abagUMK MULLIeHU U3 KpucTajia pyouHa B cpeae CK-CO, ¢ omnHOBpeMeH-
HBIM UX TTIEPEHOCOM B TIOPUCTYIO MIOJMMEPHYIO MaTpuIly. I peaan3aiuu 3TOTo Mpo-
1recca MCITOTb30BaJId PEaKTOP BEICOKOTO JABJICHUS M3 HepKaBeIoIel CTan ¢ BCTPO-
€HHBIMU B €ro KopItyc okHamu 13 jieiikocandupa [30] (puc. 1). JlazepHoe usnyuyeHue
3aBOAWJIM B PEAKTOP BBICOKOTO NaBJIEHHUS Yepe3 OKHO, pacoJOKEHHOE B BepXHei
YacTH KaMepbl; OHO IMOMNaaajo Ha MUILIEHb U3 KPUCTANIMUECKOro pyOrHa, KOTOPYIO
pacrmoJjiarajii B cpefHeii (1o BbICOTE) YaCTH ee KopIyca.

AGIMpyeMyro MUIIIEHb pacroJiarajii HallpoOTUB APYTroro okKHa (B 60KOBOIT CTEHKE
KOpITyca peakTopa BBEICOKOTO IaBJICHUS, Ha PUCYHKe He TTOKa3aHo), 4Yepe3 KOTopoe
MPOBOIMJIOCH BU3YyalbHOE HaOM0eHNe 3a polieccoM adsiuuu. [Iponece abisimm
npoBoauau npu 45 °C u gaBinenun CK-CQO, 20 MIla, 4To cOOTBETCTBYET €ro MJIOTHO-
ctu 0,8 r/cM?. OIHOBPEMEHHO B 0OBEME PEAKTOPA PA3MELLAIN BEPTUKAILHBINA JepxKa-
TeJb /151 00pa3loB MJIEHOK M3 MOPUCTOrO COMOAMMepa, Ha KOTOPOM ObLIO 3aKperiecHO

16 «Caepxkpurndeckue Omonpl: Teopust u [Tpaktrka». Tom 12. Ne 4. 2017



Cunme3 nieHo4HbIX HAHOKOMNO3UMOG NPU AA3ePHOY abaauuu
u Opelighosom 6HeOpeHUN HAHOUACIMUY, 8 NOAUMED 8 CGEPXKPUMUHECKOM OUoKcude y2aepooa

6 o6pasLoB Ha pa3HOM BbICOTE, HA paccTossHUM 1 cm apyr ot apyra (puc. 1). Takoe
B3aIMHOE PACIIOJIOKEHNE MUILIEHU U IepXKaTessl B KOPITyce peakTopa MO3BOJISLIO OCy-
LLIECTBJISITh OMPEACEHHYIO Cerapalnio MoaydyaeMbIX YACTUIL IT0 pa3MepaM.

ABJIALMIO MULLEHU NPOBOIMIIN C ITOMOLUBIO UMITYJIbCHO-TIEPUOLNYECKOTO JIazepa
LS-2138TF (benapych) Ha jyiMHEe BOJHBI 532 HM U C IJIMTEIbHOCTHIO MMITYJIbCa
15 HC. DHepruo J1a3epHOTro UMITYJILCA B TIPOLIECCEe SKCIIEPUMEHTA M3MEHSUIH B TIpeiesiax
50—75 M1k, yacroTa ciiegoBaHMsl UMITYJIbCcoB cocTanisiia 20 I'u. ITpouecc obayyeHmst
zaHuMal 30 MuHyT. JlnameTp rnepeTskku B (poKyce UCTIONb3yeMO JIIMHHO(POKYCHOM
JIMH3BI cocTabisit okono 100—150 Mmxm. B miporiecce abnsiium ocylecTBISIIM CKAHUPO-
BaHME Jiyya MO MOBEPXHOCTU 00paslia co CKOPOCThIO ~5 MM/C 1O TPSIMOYTOJbHO
TPaeKTOPH.

[Tony4eHHBIE MOPUCTHIE TNICHOYHBIE KOMITO3UTHI ¢ BHEIPEHHBIMA HAHOYACTULIAMU
pyOMHA MOABEPraiv MPOLIECCY TEPMONPECCOBAHMS Tpy AaBaeHun 70 Kr/cm? u Temre-
patypax 120—160 °C. B pe3yabTare OHU ITPUOOPETATA OTHOCUTETHEHO XOPOIIYIO ONTH-
YeCKyI0 MPO3PavyHOCTh M yAydlIadu CBOM MEXaHUWYeCcKHe CBOIMCTBA (Bo3pacTraja MxX
MPOYHOCTb U THOKOCTh). 3MepeHust Ko GUilMeHTa IMPOITyCKaHUs B TPECCOBAHHBIX
MUIeHKax ¢ HaHoyacTtuaMu B auanaszoHe ot 400 1o 800 HM mokaszajiy ero u3MeHeHUE B
nuanasone ot 0,3 10 0,6 COOTBETCTBEHHO. DTO CBUJIETEILCTBYET, B IIEPBYIO 0UEPEIb, O
pEe3KOM TTafieHNH KO3 UIIMeHTa paccesTHUS TTOTyIeHHBIX 00pa3IioB IT0 CPaBHEHUIO C
HUCXOAHBIMM HETTPECCOBAHHBIMU TUIEHKAMU.

Crektpbl poromomuHecueHImu (DJI) oT mosydyeHHBIX TIJICHOYHBIX 00Pa3LIoB peru-
ctpupoBaiu ¢ nomolibio cnekrpomerpa USB4000 («Ocean Optics», CLLIA) nipu
BO30YXKIEHUH JIIOMUHECLUEHIINH TTOTYIIPOBOIHUKOBBIM JIa3¢pOM C JUTMHOM BOJIHBI
405 um (KLM-405-200, Sintec Optronics Technology PTE Ltd, Cunramnyp), uzayyeHue
KOTOPOIo Halpap/sii Ha oopazell. M3o0paxkeHue 10KaJIbHOM 00J1aCTU 30HAUPYEMOIO
o0Opa3la repeaaBajyd Ha TOPELl BOJJOKOHHOTO CBETOBOIA ¢ cepalieBUHOM 600 MKM ¢
MOMOIIbIO KOPOTKO(OKYCHOU JIMH3BI ¢ yBeIUUYeHUeM 1, Ipyroii Topel CBeToBoAa
TTOMEIIAJICST HETTOCPEICTBEHHO TTepeI BXOIHOM IIeTbio criekTpoMeTpa. LlnpuHa menmn
¥ gucriepcust T pakKIIMOHHON PelIeTKA CIIEKTPOMETPa TTO3BOJISUIA TIPOU3BOAUTH M3-
MEpPeHHUSI CO CTIEKTPabHBIM pa3pelleHreM He Xyxe 1,3 HM.

M3006pakeHust IJI€HOK ObLIY IMOJIyY€HbI C IOMOILBIO HACTOJbHOIO CKAaHUPYIOLLIETO
afeKTpoHHOro Mukpockona (COM) Phenom ProX («Phenom-World BV», Hunep-
nanabl). MccnemyemMbie 00pasiibl MTOMEIAIu Ha CTAaHAAPTHBIE TTOTYII0MMOBBIE METAJLIM-
yecKue Mmook pupmbl «Agar Scientific» 1 3akperuisiid Ha HUX ¢ IOMOILLbIO MPO-
BOJSIIIEH YIIIEpOXHOM JTUITKOM JICHTHI WU TpaUTOBOM cycrieH3un. s momydeHust
U300paXkeHWi ¢ HanOOJIBILIMM KOHTPACTOM MCIoJib3oBaiu aAepxareib Charge Reduction
Sample Holder, npeagHa3zHauyeHHBII 17151 pabOTHI C 3apsKaOLIMMUCS o0pa3uamMu, mpu
OCTaTOYHOM JAaBJIEHUM B U3MEPUTESILHOM OTceKe ¢ oopa3uoM oT 10 no 30 I1a. M3mepe-
HUSI TPOBOAUIIN MPU UCITOJIB30BAHUM YCKOPSIIOIIMX HanpskeHuit 5, 10 u 15 xB; Benu-
YMHA TOKA 3a[aBajlaCh aBBTOMAaTUUECKHU C TIPUMEHEHUEM JABYX PEXKMMOB — OINTUMAaTh-
HOTO JUTS TToNTydeHusI n3o0paxkeHus («Imaging») 1 pexkrMa TOHKEHHOTO ToKa («Low»).
B nporiecce n3mepeHnst ObUTH TTOTYIeHBI BLICOKOKOHTPACTHBIE JIEKTPOHHBIE (hoTOTpa-
(uu ¢ yeamuenuem g0 1500 pa3, Ha KOTOPbIX OblJIa OTYETIMBO BUIHA BOJIOKHUCTAS
CTPYKTypa 00pa3loB.

J1s aHaiM3a 3JIEMEHTHOIO COCTaBa UCIOJIb30BAIM CUCTEMY QHEPTOAUCIIEPCUOHHO-
ro peHTreHoBcKoro mukpoaHanusa (EDAX), mHTerpupoBaHHYIO B MOYJIb TTOJTyUYeHUSI
M300paKeHU. Y CcKopsIiollee HanpsKeHue UTsk pabOThl CUCTeMBbI cocTaBisiio 15 kB. s
aHaJM3a pe3yJIbTaTOB MMPUMEHSIIN ITporpaMMHoe obecrieyeHne Element Identification
(EID), no3BoJsiolee onpeaessTh COCTaB 00pasla Kak B KOHKPETHOM TOUKe, TaK U MO
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IUIOCKOCTH, OTPaHUUEHHOM MPSIMOYTOJIbHBIM KOHTYPOM. Pe3ynbTarhl aHalu3a ObLIU
MpencTaBlIeHbl B CTPYKTYPUPOBAHHOM BUJE, OTOOpaKalolIeM BECOBYIO MJIM aTOMAPHYIO
KOHIIEHTPAIMIO KOHKPETHBIX 2JIEMEHTOB M TOCTOBEPHOCTh UX ompeaeaeHus. s uc-
MOJIb3yEMbIX MAaTEPUATIOB MOXHO OBLJIO YBEPEHHO MACHTU(MUIIMPOBATD N300PAKEHMS C
yacTuamu pyorHa pazmepom ot 100 HM U BbillIe.

PE3YJbTATbBI 1 OBCYXKIEHUE

[penmoxxeHHBII HAMU TTOAXOI K TTOIYYSHUIO TITICHOYHBIX HAHOKOMITO3UTOB, BKITIO-
YaIOIIWif CMHTE3 HAHOYACTHIL PyOMHA METOIOM MMITYJIbCHOM Jla3epHOI abisIuu B
CK-CO, ¢ ogHOBpeMEHHBIM MX MHKAICYJIUPOBAaHUEM B 3TOIl Xe cpele B MaTpUILy
MOPUCTOTO COTOJIMMEPA, TTO3BOJISIET MPAKTUYECKU B OMHOM TPOLIECCE MOTYYUTb HOBBIM
HAHOKOMITO3UTHBIN (hOTOTIOMUHECLHMPYIOLUIA MaTepual.

Ha puc. 2 npeacraBienst COM ¢dortorpaduu aByx o0pasiioB MOPUCTHIX TJIEHOK
COMNOJMMEpPA MOCJe BHEAPEHUSI B HUX HAHOUYACTUL PyOMHA B pe3yJbTaTe JIa3epHOM
a0JISILIMKM MaTepyaia MULLIEHU U3 KpUCTalJTMuecKoro pyorHa. OnuH 13 oopasioB (puc. 2a)
pacrionarajics mpakTHIeCKU HAITpOTUB a0JIMPyeMOil MUILIEHH, a IPYroif HaxXOAWJICs Ha
JIHEe KaMephbl (puc. 20) Bo BpeMsI Ipoliecca absiuu.

Ha nepBoit ororpadru BUgHbI HAHOYACTHUIIBI B BUIIE SIPKUX CBETJbIX TOUYEK che-
puyecKoit popMBI M pa3MepOM B HECKOJIBKO COTEH HAHOMETPOB, a Ha BTOPOIT, KpoMme
TaKUX e TOYeK, HaOI0MaloTCs KPYITHbIE 00pa30BaHUs B BUJIE arperaToB pa3MepoM B
HECKOJIbKO MUKPOMETPOB U OoJiee.

Ha puc. 3a npeacrasnena ororpacdusi mpeccoBaHHOTo obpasia ¢ HAHOYACTULIAMU
pyorHa. Hukakux cylecTBeHHbIX MaKpOU3MEHEHU I TTOBEPXHOCTU TaKOTrO 0Opasiia 1o
CPaBHEHMIO C YUCThIMU (HE colepxKalllMMy HAaHOYACTUII) rieHKaMu [32] B JaHHOM
ciiyyae He oOHapyxeHo. TeM He MeHee, Ha MOBEPXHOCTU HAOJIIOAAI0TCS OAUHOYHbBIE
MHKPO- ¥ CYOMUKPOUYACTHUIIHI, 3aKpETJICHHBIC Ha TTIOBEPXHOCTH TUIeHKH. Ha anekTpoH-
HOI1 hoTorpaduu nonepeyHoro cpesa MmieHKu (puc. 36), BBIOJIHEHHOTO C ITOMOIIIBIO

Puc. 2. ®ororpadpun (COM) HempeccoBaHHOTO obpasiia ¢ HaHOYAaCTUIIAMU PyOUHA:

a — o0Opa3zell HaXOIMWJICSI BO BpeMsl aOJsIMu Ha ypOBHE MMIIEHU; 6 — oOpasell HaXOAMUJICS BO Bpems
abnsguuu Ha nHe Kamephl. [TyHKTUPHBIMU KPY>XKaMU BbIIEJEHbI 00J1acTU, B KOTOPBIX Hanbosiee sIBHO
BUIHBI HAHOUYACTHUILIBI PyOMHA M Oojiee KpyIHbIE 0Opa3oBaHUs
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Puc. 3. ®otorpacduu (COM):

a — IOBEPXHOCTU MPECCOBAHHOIO 06pa3ua C HaHoYacTULIAMU py6MHa; 6 — Ccpe€3a IJICHKH

ajMa3Horo Hoxa Ha yasTpamukporome Leica EM UCT7 («Leica Microsystems», Wetzlar,
I'epmanMsT), MOXKHO Pa3IMIUTh HAHOYACTULIBI PyOMHA, HAXOMSIIMECS B 00beMe MaTPHIIHL.
DTO CBUIETENBCTBYET O TOM, UTO TPAHCTIOPTHBIE CBOICcTBA cpefbl CKD 1mo3BossioT
JOCTaBUTb C(POPMUPOBAHHBIEC B IIpoliecce absIIMy HAaHOYACTHULIBI BO BECh 00bEM HC-
XOOHOM MOPUCTOM IJIEHKU.

JocToBepHOCTh HAOJII0JaeMbIX CBET/IbIX TOUeK Ha COM M300pakeHUsX, IIPeaCcTaB-
JIEHHBIX Ha puc. 2 1 3, HaHo4yacTuuaM pybuHa (Cr3*/Al,O5) moaTBepXKIaIach HATMYUEM
aJTIOMMHUS B JaHHBIX 00JIaCTSIX MO pe3yJibTaTam ajeMeHTHoro aHanusa (EDAX). Cpen-
Hee colepkaHue aTIOMUHUS, U3MEPEHHOE B TPEX Pa3HBIX TOUKAX, COCTABIISLIIO TSI 3TUX
00pa3uoB ~ 10 at. %. YUuThIBasi FeOMETPUIO PACIIOIOXKEHUSI 00pa3lioB OTHOCUTEIHHO
abiupyeMoii MuiieH! (puc. 1), MOXXHO To1araTh, YTO BO BTOPOM cliydyae (IpU pacIiono-
>KEHUHU TJIEHKU Ha IHE KaMepbl), KpoOMe caMMX HAaHOYACTHUII, HAa TTIOPUCTYIO TJICHKY
ocaxaaroTcs U 0osiee KpYIHbIe 00pa3oBaHUsI, COOTBETCTBYIOLLIKME arperaTamM U3 HaHO-
YacTHUIl WK (pparMeHTaM KpUCTallla MUKPOHHOTO MacilTaba, OTKOJIOBIIMMCS OT MMIIIE-
HU BO BpeMsT aOysIunu. B yCIIoBHSIX TpaBUTAIIMOHHON CeIMMEHTAIINN TaKue KPYITHBIE
00pa3oBaHus OyayT HAOIIOAATHCS Ha TUIEHKAX, PACIOJOXEHHBIX HYKE MUILIEHU, TIe
OHM OYIYT ocaxaaThcsl B TepByto ouepenb [30]. [deiicTBUTEeIbHO, HAJTMYME TaKUX 00pa-
30BaHUI1 B HallIEM CJTydae IIPOCMAaTPUBAETCs TOJIBKO B TIOCJIEAHMX IBYX 0Opasiax, pac-
TTOJIO>KEHHBIX OJIMKe BCEero KO THY Kamephl. Bo Bcex ocTaIbHBIX CITyJasx BHYTpY o0beMa
HaOJIOAATUCH TOJIBKO cheprieckre YacTUIIbI 3HAUUTEJTbHO MEHBIITNX Pa3MEPOB.

Takum o6pa3oM, Mbl UME€eM BO3MOXKHOCTH OCYIIIECTBIIITh HEKOTOPYIO Cerapalinio
YaCTHUII 10 pa3MepaM B JaHHBIX 0Opa3lax. 3aMeTHM, YTO Ha MPOLIECCHI pacIipeeaeHUs
«JIETKMX» HAHOYACTMII B TIOPUCTHIX MJICHKAX, PACTIOIOKEHHbBIX Ha pa3HOI BBICOTE OTHO-
CUTEJIbHO a0IMpyeMOoii MUILIEHU, MOTYT TaKXKe BIMATh U BOSHUKAIOIINE KOHBEKTUBHBIC
BoamyleHus1 B cpere CK-CO, Bo Bpemsi 1eCTBUSI Ia3epPHBIX UMITYJILCOB. B 1iej10M, Kak
CJIeTyeT 13 BCEX Pe3yJIbTaTOB, IMOyYeHHBIX ¢ ToMollbio COM, yacTuiibl pyOrHa Tocye
MPECCOBAaHMSI OKA3bIBAIOTCSI B OCHOBHOM 3aXBaUeHHBIMU BO BHYTPEHHMX 00J1aCTSIX TI0-
JIMMEPHO TIJICHKU. DTOT (pakT NoATBepkKIaeTcs aHanau3omM ¢otorpaduii COM nosep-
XHOCTH TIPECCOBAHHOI0 KOMITO3UTa (pUC. 3a) U MOMNEPEUHBIX Cpe30B IIeHKU (puc. 36).
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Puc. 4. Crnexrpbl ®JI meHoK mociie Topsiyero npeccoBanus pu 160 °C ¢ HaHOYaCTUIIAMU
pyOMHa, TOJy4YeHHBIMU OJHOCTAAUINHBIM METOAOM

[Tpu 3TOM HY>XKHO YYUTHIBATH, UTO BO3MOXHOCTH MCITOIB3YEMOTO IIpHOOpa TS 3TUX
LIeJiecii He TTO3BOJITIOT 0OHAPYKMBATh HAHOYACTHUIIB B MaTpHIIe TaHHOTO MOJIMMepa Ha
IJTyOMHE CBBIIIIE HECKOJIBKUX AECATKOB HAHOMETPOB M pa3MepoM MeHbIe 100 HM.

Ha puc. 4 uzodpaxkeHnsl criekTpbl OJI 111 KOMIO3UTHOM MJIEHKU C HAHOYACTULIAMU,
TMpOILIeAIIeH TOMOJHUTEIbHYIO CTAANIO TEPMOIIPECCOBAHUS, TTOyYeHHBIE TPY BO30YK-
JIEHUU C TIOMOIIIbIO HETpephIBHOTO J1azepa Ha 405 HM. HabmogaeMblil CieKTp MOJTHO-
CTBIO COOTBETCTBYET CIIEKTPY KPUCTAIIIIMUECKOro pyonHa c¢ rmojgocamu OJI (imauu R1
u R2 [38, 39] mpu 693—694 aM). B oTmume oT MoJIMMepHBIX KOMITO3UTOB Ha OCHOBE
JIIOMUHECLIMPYIOIIMX HaHoUacTull KpeMmHus [19, 20, 32], BapbrupoBaHue JIa3epHOI MOIII-
HOCTH B LIMPOKHUX npeaesax ot 0,3 10 6,0 Br/cM? 1 u3MeHeHUe [UTMTEILHOCTY BO3IEI-
CTBMSI U3JIyUEHUsI HE BbI3bIBAIOT UBMEHEHUS TIOMUHECLEHTHBIX XapaKTepUCTUK IS
yKa3aHHBIX 00pa31oB. JIIOMUHECIIEHTHBIE CBOMCTBA MOJTyYEHHBIX KOMITO3UTOB OCTAIOT-
csl TakKe 0e3 U3MEeHEHMS U IS 00pa3lioB, XpaHUBIIMXCS Ha BO3IyXe B TeUCHUE He-
CKOJTBKMX MECSIIEB.

Takoe coBmameHNe CIEKTPATbHBIX XapaKTEePUCTUK MOTYYCHHBIX KOMITO3UTOB C Xa-
paKkTepUCTUKAMU KPUCTAJUIMYECKOTo pyOMHA MO3BOJISIET YTBEPKAATh, YTO (hopMUpye-
MbI€ B Ipoliecce jazepHoil abasgunu muiieHu B cpene CK-CO, kBazuchepuueckue
YacTUIIbI UMEIOT CTPYKTYpY KopyHaa (o-Al,O3) (em. Takke [40, 41]). CornacHo [42] B
TaKWX YCIOBUSX TIPU pa3Mepax YacTHII CBEIIIIe 23 HM (hOpMHUPYETCS TePMOTUHAMUUCCKI
ycTtoituuBast paza a-Al,O;. DTO COOTBETCTBYET MPEACTaBICHHBIM TaHHBIM Ha pUc. 4 1
pe3ynbTatam padoTsl [43], Tae coobianoch 0 HaOMIOAEHNY KOHYCOOOpa3HbIX YaCTUII
Takke 6osbloro pasmepa. K coxalleHuo, Kak B HallleM ciiydae, Tak U B padote [44],
BO3MOXHOCTU peructpupyioiieii cucteMbl COM He MO3BOJISIIOT 3aMETUTh YaCTUIIbI
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MEHBIINX pa3MepoB, HO B COBOKYITHOCTH C TIPEACTAaBICHHBIMU PE3yJIbTaTaMHU TI0 JTIO-
MUWHECIIEHTHOM CIIEKTPOCKOIMUH AAI0T OCHOBAaHUE eJaTh 3aKII0UEHHE O MpeuMylle-
CTBEHHOM (POPMUPOBAHMU B 3TUX caydasax (assl o-Al,O; M OTCYTCTBUM HEPAaBHOBEC-
HOi1 y-a3bl, KoTopas XxapakTepHa ISl 4yacTull pa3mepoM MeHbine 10 um [40, 43].
[TocnenHre UMEIOT PE3KO OTIIMYAIOIIMIACS CIEKTP JtoMuHecleHLuu [44]. Ctporo ro-
BOps, HAaOIOMaeMble HAMW YacTUIIEI pa3MepoM oT 100 MKM U BBITIIE OTHOCSTCS yKe K
MMOTPAaHUIHON MEXIY HaHO- U CYOMUKPOHHBIMU 00J1acTIMH pa3MepoB. Kak mokazaHo
B [45], HaHOYACTULIBI pyOMHA MOTYT UCITOIb30BaThCS B MEIULIMHE IS OMOMMUIKUHTA,
a cofiepKalue X KOMITO3UTHBIE TJICHKY MPEACTaBISIOT MUHTEPEC B KAUeCTBE YIOOHBIX
KoHBepTepoB YD uzaydyeHus B KpacHOE U3JIyuyeHHUeE.

3AK/IIOYEHUE

B Hacrosieir padboTe IpemIokeH U pealn30BaH HOBBIHM MOAX0I K (POPMUPOBAHUIO
IUIEHOYHBIX HAHOKOMITO3UTOB, OCHOBAaHHBIN Ha OOBEIMHEHUH CTAANN CUHTe3a HaHO-
YaCTHUII METOIOM MMITYJIbCHOM JTa3epHOM aOJISIIINK B CBEPXKPUTHICCKOM TUOKCUIC
yIjiepoaa v cranuy opMHUpPOBaHKSI HAHOKOMITO3MTAa METOIOM YCKOPEHHOTO IpeiichoBOro
BHeapeHust HaHouacTtull B CK-CO, B 0fHOM peakTope U B €AMHOM TEXHOJOTMYECKOM
npouecce. [TonydeHbl 1 oxapakTepru30BaHbI (POTOTIOMUHECIIEHTHBIE TIJICHOYHbIE HAHO-
KOMITO3UTHI Ha OCHOBE TIOPHCTOTO COTTOIMMEpPa MOJUTETpaPpTOPITUIICHA -BUHITAACH-
dbTopuaa n HaHOYaCTHII pyOMHA. Pe3ynbraTel aHamM3a cOOPMUPOBAHHBIX TIICHOYHBIX
HAaHOKOMIIO3UTOB C TTOMOIIBIO CKAHUPYIOIIEH 3JIEKTPOHHOM MIUKPOCKOITHH TTOKAa3aJIH,
YTO pa3Mephl YaCTULl pyOrHa, BHEAPEHHBIX B MATPUILY MTOJMMEpa, TOCTUTAlOT COTEH
HAHOMETPOB, U ITOTOMY YaCTh U3 HUX MOXKET ObITh OTHECEHA K 00bEKTaM CYOMMKPOH-
Horo MaciTab6a. [Tocieayroniee ropsiuee nipeccoBanue npu 20 MIla u 160 °C mmo3Bo-
JIVJIO CYIIECTBEHHO YIYYIIUTH MEXaHWUYECKYIO TIPOYHOCTD Y TIPO3PAYHOCTD TIOJTYUYEeHHBIX
IUTEHOYHBIX KOMITO3UTOB. Pa3zpaGoTaHHBII ITOIXOM MOXET OBITH C YCIIEXOM PacIIpo-
CTpaHeH Ha CO3aHue APYTUX TUIIOB IJICHOUHBIX U AMCIIEPCUOHHBIX KOMITO3UTHBIX Ma-
TepUaJIOB.
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SYNTHESIS OF FILM NANOCOMPOSITES BY LASER ABLATION
AND DRIFT EMBEDDING OF NANOPARTICLES INTO POLYMER
IN SUPERCRITICAL CARBON DIOXIDE

'A.O. Rybaltovskii, V.M. Buznik, 'Yu.S. Zavorotny, *N.V. Minaev,
34P.S. Timashev, 3S.N. Churbanov, 33V.N. Bagratashvili

' Lomonosov Moscow State University, Scientific Research Institute of Nuclear Physics, Moscow,
Russia

2Russian Scientific Research Institute of Aviation Materials GNC, Moscow, Russia
3 Institute of Photonic Technologies (FSRC «Crystallography and Photonics») RAS, Moscow, Russia
4 Institute for Regenerative Medicine, Sechenov University, Moscow, Russia
> Lomonosov Moscow State University, Chemistry Department, Moscow, Russia

A new approach to the formation of film nanocomposites was proposed and realized
based on the combination of two stages: nanoparticle synthesis by pulsed laser ablation
in supercritical (SC) carbon dioxide and formation of the nanocomposite using the
accelerated drift embedding of nanoparticles in SC-CO, in one reactor and in a single
technological process. Photoluminescent film nanocomposites based on a porous
polytetrafluoroethylene-vinylidene fluoride copolymer and ruby nanoparticles were
obtained and characterized. Scanning electron microscopy data showed that the size of
the ruby particles embedded into the polymer matrix reached hundreds of nanometers.
The subsequent hot pressing of film nanocomposites at 20 MPa and 160°C significantly
improved their transparency and mechanical strength.

Key words: film nanocomposites, drifted embedding in SCF, laser ablation, nanorubi-
nes, porous copolymer.
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