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MOP®OJIOI'UA U PASMEPHBIE ITAPAMETPBI
HAHOYACTHUI JUOKCHUJIA KPEMHMUAI,
MOJYYEHHBIX INIABMEHHO-1YT'OBbIM METOJ10M*

B pabote nmpuBosTCS pe3ynbTaThl KOMIUIEKCHOTO HCCIIEIOBaHHS MOP(OIIOTHH, pacnpere-
JICHUS 110 pa3MepaM, CPEIHEro pa3Mepa, yAeIbHOH IIOBEPXHOCTH U CTEIEHH arjoMepanny Ha-
HovacTull SiO,, MOTyYeHHBIX MO IIA3MEHHO-AYTOBON TEXHOJOTHUH M3 MPUPOJHOTO BBICOKO-
KPEMHE3EeMHCTOrO ChIpbs (KBapiura). [IpuMeHsIHCh MeTOAbl AWHAMHYECKOTO PACCESHHS
CBETa, MPOCBEYMBAIOLICH JIEKTPOHHONH MHKPOCKOIUH, aIcopOnuoHHBIA Meton. Mccienosa-
HHE MO0Ka3aJio, YTO TpH INepepaboTKe B IUIa3MEHHOW yCTaHOBKE IMPHPOAHOTO KBAPLUTA BO3-
MOJKHO IIOJIy4aTh IOJIMAUCIEPCHbIE HAHOUYACTHUIIBI JUOKCUAA KPEMHHS C paclpeneicHUeM
10-300 M, cpenaum pasmepom 30 £ 7 HM, yAETBHON MOBepXHOCTHIO 71 + 4 M2/ [Ipu >TOoM
YaCcTHUILIbI CKJIOHHBI K arjioMepanuy B CpeIHEM 110 JecATh YyacTull. [ uceiaeayeMoro nopouka
YCTaHOBJIEH A3eTa-noTeHnuan —54 + 9 MB, 4TO SBISETCS MOJE3HBIM C MPUKIAIHON TOYKH
3peHus IpH INIAHNPOBAaHUH MHOTOKOMIIOHEHTHBIX CHCTEM Ha €ro ocHoBe. MccnmemyeMmslit mo-
POIIOK MOKET HMPUMEHATHCSA B Ka4eCTBE YIMPOUHSIOMEH NOOABKH Ul M3TOTOBIEHHS CTPOH-
TEJILHBIX MAaTEPHANIOB C MOBBIIIEHHBIMU SKCIUTYaTalHOHHBIMH XapaKTEePUCTHKAMH IS CO3/1a-
HUS 00BEKTOB CIIEIMAIBHOTO HA3HAYCHHSI.
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MORPHOLOGY AND SIZE OF SILICA NANOPARTICLES
OBTAINED BY LOW-TEMPERATURE PLASMA

The paper presents the results of a comprehensive study of the particle morphology, size
distribution, average size, specific surface area and agglomeration of SiO, nanoparticles ob-
tained by plasma technology from natural high-silica raw materials (quartzite). The dynamic
light scattering, transmission electron microscopy, and nitrogen adsorption techniques are
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used. It is shown that using the plasma source, polydisperse silica nanoparticles with the distri-
bution of 10-300 nm can be obtained with the average size of 30 = 7 nm and specific surface
area of 71 + 4 m?/g from natural quartzite. The average agglomerate consists of about 10 parti-
cles. The zeta potential varies from —54 to 9 mV for the powder, which can be useful in plan-
ning multicomponent systems. The investigated powder can be used as a hardening additive
for the manufacture of building materials with improved performance for the creation of spe-
cial-purpose objects.

Keywords: silica nanoparticles; plasma technology; dynamic light scattering;
transmission electron microscopy; adsorption method; morphology; particle size dis-
tribution; specific surface area; agglomerates.
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BBenenue

3a mocneAHUEe AECATUIIETUS CTPOUTEIbHAs OTpacilb, KaK U MHOTHE ApYyTue
TEXHOJIOTHYECKHE cepbl, cTana Hepa3phIBHO CBsI3aHA C MIPUMEHECHHEM HAaHOTEXHO-
moru#t [1-2]. CoBpeMeHHBIE CTPOUTENbHBIE MaTEepPHaIbl CJIOXKHO TPEACTABUTH 0e3
MPUMEHEHHUS] HAaHOPa3MEPHBIX KOMIMOHEHTOB [3—5]. Tak, ocoboe MecTo Ha phIHKE
3aHUMAIOT OKCHJIHBIC HAHOIOPOIIKH, U B YaCTHOCTH HAHONOPOLIOK SiO,, MpuMeHs-
eMBbIi B KadecTBe (DYHKIMOHAIBHOW JOOABKH ISl IIMPOKOW HOMEHKJIATYPBI CTPOii-
Mmartepuainos [6-9].

BocTpeboBaHHOCTH HAHOTIOPOIIKOB OTpEeTsieT HEOOXOANMOCTh TOYHON JHa-
THOCTHMKHM TIOCTaBIsIEMON Ha PBIHOK NPOAYKIHH, IMMOCKOJIBKY PA3JIMYHBIC MaTCpPpUaJIbl
TpeOyIOT ONpeneseHHbIX XapaKTePUCTUK HAHOYACTHI I MPUIAAHUS UM 3aJaHHBIX
KOHCTPYKIIMOHHBIX U (DYHKIIMOHAIBLHBIX CBOWCTB. Ha ceropnsimamii eHs pazpado-
TaHbl PA3JINYHBIC METO/IbI, IMO3BOJIAIOMINE OIPEACIIATE TCOMETPUIYCCKUC XapaKTEPpU-
CTUKM HaHopa3MmepHbIX dactull [10—14]. Haubonee momHoe mpeacTaBieHHE O JUC-
MEPCHOCTH YacTHIl B HAHOTIOPOLIKE JIaeT YCTAHOBJIEHUE TAKHX €ro XapaKTEPUCTHK,
KakK paclipeAelieHe 10 pa3MepaM, CpeIHHH pa3Mep 4YacTHll, UX yHAeslbHas MOBEpX-
HOCTB M MOP(OJIOTHSI, CTETICH arJIoMepaIyy.

Henbto paboThl SBISETCS UCCeA0BaHUE MOP(HOJIOTHH U pa3MepHBIX Mapa-
METPOB HAHOPA3MEPHOTO AMOKCHIA KPEMHUS, MOIYYEHHOTO IUIA3MEHHBIM METO-
JIOM, C UCIIOJIb30BaHUEM KOMILJIEKCA COBPEMEHHBIX METO/IOB.

MaTepI/IaJH)I H METObI

Hanouwactunst SiO, monydanu miasMeHHO-IyroBeIM MeTozioM [14, 15]. Tem-
nepatypa npouecca 10 5000 K mo3BoisieT UCHOab30BaTh B KAYECTBE ChHIPbS MPaK-
THYECKH JIFOObIE MaTEepPHAIIbl, B TOM YHCIIEC W IPUPOTHOTO MTPOUCXOXKICHHU. B Kade-
CTBE CHIPbs OBLI KMCIIOJIb30BAaH KPEMHE3EeM, COJEpIKaIllUi MaTepuasl POCCHHCKOro
MECTOPOXKACHUS: KBApUUT UyIMMHCKOTO MECTOPOXKICHUS.

M3mepenne TMHEHHBIX pa3MepOB YaCTHUI] U pacueT OCHOBHBIX T'PAHYJIIOMET-
PUYECKHUX XapaKTEPUCTUK CHCTEMBI, TAKMX KaK CPEAHHE pa3Mephl YacTHI[ U TI0-
CTPOCHHUE AUArpaMMbl PACIPEACIICHUS YaCTULl IO Pa3MeEPaM, a TAKXKE U3YUCHHE UX
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MOp}OJIOrUY TPOBOAUIN METOAOM MPOCBEUMBAIOIIEH 3JIEKTPOHHOW MHKPOCKOIIHU
(II9M). [mst aToro mpoOBI MONYYeHHBIX MOpoImKoB Si0O, MccueaoBatnch Ha TPO-
CBeunBaroIeM 3aekTponHoM mukpockorne CM 12 (Philips, Humnepmanmer), 120 x3B.
[IpenBaputensHO 00pa3LBI MOPOLIKOB TUCIIEPTUPOBATIM B CIIUPTE C UCIOIB30BAaHU-
€M yIbTpa3ByKoBOH BaHHBI. [lomydeHHas nucrnepcus HaHOCHIIACh Ha MEHYIO CETKY
I MUKPOCKOIIMM ¢ aMOp(HOI IUICHKOH yIJieposia Ha MOBEPXHOCTHU U 3aTEM BbI-
cymmBaiack. [1o pesynpratam momydeHHBIX [I9M-m300paskeHuil MpoOBOAMIOCH TT0-
CTpOCHUE AUarpaMMBbl pacrpeieieH s YacTHIL [0 pa3MepaM COTJIaCHO CTaTHCTHYe-
CKHMM JaHHBIM He MeHee deM s 1000 gacTurl ¢ mpuMeHeHneM mporpammel iTEM
(Olympus). O6paboTka mpoBoaMIach 0e3 BKIFOYCHHS arJIOMEPaTOB B CTATHCTHUKY.

Cpennuii pa3mep arioMeparoB YacTHI M BETHUUHY DIIEKTPOKUHETHUECKOTO
MOTEHIIMANa OIMpEeeNsuid METOJOM AMHamMHu4yeckoro paccesHus cera ([PC) na
aHaIM3aTOpe pasMepa YacTHIl M J3eTa-moTeHnrana cepuu Zetasizer Nano-ZS (Mal-
vern Instruments Ltd, BenukoOpuranusi), OCHAIIIGHHOM T'€JIMH-HEOHOBBIM JIa3epOM
(633 uMm, 4 MBT). Pabounii quamna3zon onpeaeacHus pa3MepoB yacTuil oT 0,6 HM 10
6 MxMm. Yronm cBeropaccesaus 173°. IlpoOy mnpenBapuTeNnbHO AHUCTIEPTHPOBAIN
B yJbTPa3BYKOBOW BaHHE B TEUEHHWE MMHYTHL. PesynpTupylomue rpaduku pacmpe-
JieJICHHS arJIoMEepaToB YacTHUII MO pa3MepaM MOJIyYalH C MOMOIIBIO MPOrPaMMHOTO
obecneuenust DTS Application Software ot Malvern Instruments.

VY aenapHYI0 MOBEPXHOCTh MCCIEAYEMBIX YacTHUI] U3MEPSUIM aJlCOPOLMOHHBIM
meronom (BOT) [16] na ycranoBke NOVA 2000 (Quantachrome instruments,
CIIA) mo 5 Toukam. B xauecTBe raza-agcopbara ucmosb3oBaics a3or. Temnepary-
pa Banubl 77 K. [lng ananuza orOupany HaBecku Maccoi 0,5 T.

Jiis 130METPUUECKUX YacTHI] CIIPaBeUIMBa OLEHKA CPEAHEro pasmepa ya-
CTHII COTJIACHO BBIPKEHHIO

D 8 -10° 1
BT = s @)
ya
rae Dgyr — cpennuit auamerp yactun cornacHo bOT-pacuery, HM; p — TeopeTuue-
CKas IJIOTHOCThL MaTepuala, KF/M3; S)’Ll — yACJbHas MOBEPXHOCTb UCCICAYEMBIX Ya-
CTHII, M2/T.

Takum 00pa3om, 10 CTATUCTHYECKUM AAHHBIM O PacHpeAeieHUH YacTull 1o
pasmepam meron JIPC mo3BosieT OlleHUTh UX CpelHuil pa3mep. B To xe Bpewms, 1o
TMMOJTYYCHHBIM JaHHBIM 00 y,}leHBHOI‘/'I IMOBEPXHOCTHU MMOPOIIKOB aIlCOpGHI/IOHHLIM MeE-
TOJIOM BO3MOXKHO PacCUUTaTh CPEJHHUN pa3Mep YacTul] B arjomeparax. BaxxHo oT-
METHTB, 4TO 3a cUeT aJicopOIun raza-ajcopbaTa Ha MOBEPXHOCTH YaCTHI] BO3MOXK-
HO Y3HaTh CPEJHHH pazMep caMHUX yacTuI] B ariomeparax, a JIPC He mozBoisieT
pas3nuyaTh 4aCTHULI U arjoMeparsbl, IOCKOJIbKY 0a3upyercsl Ha ONTHYecKOM 3 dex-
Te Auppakury. YUUTHIBas 3TU NPUHUUIHNAIBHBIE Pa3INdHs, MOXHO OLEHHUTH CTe-
neHb aryoMeparu HaHodactur] (ND), ompenenseMyro COOTHOIICHHEM CPEIHHX
pa3MepoB YACTHIL:

D
PC
Dgsr
riae Dypc — cpeanuii quamMerp 4acTHI[ COrIacHO METOAY TUHAMHYECKOTO PAaCCEsHUs
cBeta, Dyyr — cpeHuiil muamerp gacTHilbl cornacHo metoay bOT.



156 B.A. Bnacoes, I1.B. Kocmaues

Oobcy:xaenne pe3yJbTaToB

ANCOpOIIMOHHBIM METOJOM Obllla OmpeieNieHa y/eNbHas MOBEPXHOCThH IIO-
poIIKa JUOKCUIa KpeMHus Sy, = 71 + 4, m?/r. Tlocie 4ero o ¢dopmyne (1) paccun-
TaH cpeauuit quametp Dysr = 38 £ 3 M.

MeTo10M JTUHAMUYECKOTO PACCEsSHUS CBETA MoTydeHa quarpamma (puc. 1).

dep = 360 + 20 M

O6beMHas gons, %

Pa3mep, M

Puc. 1. Pacnipenenenue mo pasmepam uactul] SiO,, MOTYYEHHOE METOJOM TUHAMHYECKOTO
paccesiHus cBeTa

VY CTaHOBIIEHO, YTO CPeHHMIT pa3Mep aromeparoB gacTul d, = 360 + 20 Hm.

Taxum 00pa3zom, cTeneHb arioMepanyy 4acTul, PacCUUTaHHas 1o ¢popmyne
(2), cocraBaster ND = 9,5, 4TO 03HAYAET, YTO YCTOHUMBEIN ariioMepar B UCCIEIye-
MOM TIOPOIIIKE COCTOUT B CPEIHEM U3 AECATH YACTHII.

DIIEeKTPOKMHETHYECKHIA MOTEHIINAT HaHOYACTHIL (PHC. 2) SBISETCS MOJIE3HON
XapaKTepHCTHKOﬁ IJId TIJTaHUPOBaHUA UX BSaHMOHCﬁCTBHH C ApyrumMu Marcpuaiia-
MU B MHOTOCOCTaBHBIX cUcTeMax. [ uccieayemMoro mopouka &Cp =-54+ 9 mMB.

£ =-54+9 MB

Yucio OTCUETOB, IIT.

J3era-morenman, MB
Puc. 2. DnekrpokuHeTHYeCKHUit ToTeHnuai qactui SiO,

[IOM-m300pakeHre W CTAaTHUCTHYECKAs TUarpaMMa PaclpelesICHHsI 10 pas-
MepaM HCCIIeyeMbIX YacTHIl TMOKCHIa KPEMHHUS TIPEICTaBIICHBI HA puUC. 3.
IMony4yenusie n300pakenus: [I9M MO3BOJAIOT 3aKIIOUYUTh, YTO YacTHIBl SiO,;

n3oMeTprudeckor (opMbI B BUAE cep ¢ BBIpAKEHHOW MOJIUANCIEPCHOCTHIO 00pa-
3YIOT MHOKXCCTBCHHEBIC arjiloMepaThl.



Mopdghonozusa u pasmepnule napamempsvt HAHOUACMUY OUOKCUOA KPEMHUA 157

O6wemHuas moms, %

Pa3smep, Hm

Puc. 3. IDM-uzobpaxenne dactun SiO, (cresa) n moirydeHHas: AuarpaMma pacrpeieeHus
1o pasmepam (cnpasa)

Kak BUIHO M3 IOCTPOCHHOH OHarpaMMBbl, pacIipeieieHne 10 pa3MepaM Hc-
ClielyeMbIX HAaHOYACTHI TI0 CBOEMY XapakTepy OJIM3KO0 K HopMalbHOMY. B HaHOIIO-
POIIIKE MPUCYTCTBYIOT YaCTHIIBI C JIMHEHHBIMU pa3Mepamu B auamnazoHe 10-300 HM,
mpu 3ToM 110 95 % maxoautcs B mHTepBane A0 100 aM. CpemHuil pasmep 4acTuil
dep = 30 + 7 HM, 9TO cornacyercs ¢ pe3yibTaTaMu aJCOPOIIMOHHOTO METOA.

3akiaouyenue

OTaenbHBIC YaCTHUIBI JUOKCHIA KPEMHHSI HE CYIIECTBYIOT HM30JUPOBAHHO,
CIUTIASACH B arperaThl. HeckompKo arperatos, B CBOIO o4epeib, 00pa3yroT ariiome-
par, yIepKuBasch B HEM IOJ] JICHCTBHEM CIIaObIX MEKMOJIEKYISAPHBIX cBsizeil. [1o
STOW MPUYMHE JJIS TMOJIyYEHUS ITOJIHOM KapTHHBI HEOOXOJIMMO MPOBOIUTH KOM-
TUIEKCHOE HWCCJIEIOBAaHUE IOJTYYaeMbBIX HAHOIOPOIIKOB Pa3IMYHBIMH METOJIaMHU.
Kaxxnplii 13 METOI0B MMEET CBOWM TPEUMYIIECTBA M HEIOCTATKH, 3HAs KOTOPHIC
BO3MOXKHO YCIIEIITHO XapaKTEepPU30BaTh HAHOMATEPHUAIL.

HccnenoBanue mokasano, 4yTo MpH NepepaboTKe B IUIA3MEHHOW YCTaHOBKE
JIYTOBOTO pa3psifia MPUPOIHOTO KBapIMTa BO3MOXKHO IOYYaTh IMOJIUAMCIICPCHEIC
HaHOYACTHIIBI TUOKCHA KpeMHus ¢ pacnpeaeneaueM 10-300 HM, cpeqHUM pazme-
pom 30 + 7 HM, yaenbHOiT moBepXHOCTBIO 71 + 4 M%/r. [Ipy 5TOM YacTHIIBI CKIOHHBI
B CpEIIHEM K arjioMepalyy 1o AeCATh YaCTHII.

Jliia viccrneryeMoro mopoIka yCTaHOBICH J3eTa-moTeHnuail —54 + 9 MB, uto
SIBJISIETCSI TIOJIE3HBIM C TIPUKJIAJHON TOYKH 3PSHUS NpU IIAHUPOBAHUH MHOT'OKOM-
MMOHEHTHBIX CHCTEM Ha €ro OcHoBe. McciemyeMblil MOpoIIoK MOXKET TPUMEHSITHCS
B KaUeCTBE yNMPOYHSIONIEH T00aBKH /Il M3TOTOBJICHUS CTPOUTENBHBIX MaTEepPHUaIoB
C TIOBBIIIIEHHBIMH JKCIUTYaTaI[AOHHBIMH XapaKTEPUCTUKAMHE JIJISI CO3TAHMS OO0BEK-
TOB CIIEIUATHLHOTO HA3HAUCHWIS.
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