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1,2 1

H. C. Pomanos“*, E. M. Boromononal, E. A. lanuyioB

]AKWOHepHoe obwecmeo «Hayuno-uccredosamenvckuili uncmumym KOHCMPYKUUOHHBIX
Mamepuanos Ha ocHose epaguma «HHHUepagum», Mockea, Poccus

2 PoccuiicKuil Xumuko-mexnoaoeueckuil yHugepcumem um. JI. M. Mendeneesa,
Mockea, Poccus
*e-mail: 533west484@gmail.com

Annomauyus. B nanHoi paboTte ObLIO MCCIIeA0BAHO BIUSHUE 28 pa3IMyHbIX JUCIEPCUOHHBIX Cpel Ha 3¢-
(eXTUBHOCTD KUAKO(DA3HON YIBTPa3BYKOBOI 3KC(MONMMAIIMM FeKCaroHAIbHOTO HUTpUIa Oopa ISt Mo-
JIy4eHUsI HAHOJIMCTOB HUTpUIA 6opa. Ha ocHOBe maHHBIX 0 KO3(p(PUIIMEHTE MOTIOMIECHUS TTOIyIeHHBIX
CYCIIeH3MI1 ObLIN OIpeAeeHbl TapaMeTpbl PACTBOPUMOCTH XaHCEHa JIJIsi HAHOJIMCTOB HUTpKIa Gopa.
OrpeneieHO ONTUMAIbHOE CoAepXKaHue 9TaHOJIa B CUCTEME BOAA—3TaHOJ, M U3YUYEHO BIMSIHUE COCTaBa
JIMCIIEPCUOHHOM CPebl, MPOIOJIKUTEIBHOCTY 3KC(HOIMAIIMN U MCXOIHOM KOHIIEHTPALIMY TeKCaroHalb-
HOro HUTpuIa 6opa Ha 3P GEeKTUBHOCTD YIBTPa3ByKOBOI 3KC(HOIMALIMN U CTPYKTYPHBIE XapaKTepu-
CTUKU TOJydaeMbIX HAHOJUCTOB. K cIob30BaHKe BOIHO-CITUPTOBOM CMECH C COMEpKaHUEM 3TaHoJjIa
33.3 u 66.7 06. % npu UCXOAHOI KOHLIEHTpAaLMKU HUTpUaa 6opa 10 r/11 Mo3BOIMIO JOCTUYD BBIXOAA
HaHOJUCTOB 8 1 10% COOTBETCTBEHHO IMPU JIaTepalbHbIX pazMepax yactull 630—680 HM U TOJIIIMHE He
6oJiee 25 HM. OmKcaHbl YCIOBMS MOJYYEHUS CYCIIEH3UU C OYEHb BBICOKOM KOHIIEHTpAalMeil HAHOJIMCTOB
HuTpuna 6opa 3.3 r/1. 3a c4eT BHICOKOTO BBIXO/Ia U BHICOKO aHM30METPUIHOCTH TMOTYyYeHHBIX HAHO-
yactull (25 u 6osiee) pa3pabOTaHHbII MPOLECC MOXET ObITh YCITEIITHO MCIOIb30BaH 151 U3TOTOBJICHUS
HaToOJIHUTeNEN 1 T00aBOK B KOMITO3UIIMOHHBIX MaTepuanax, CyCleH3ui Il TIeYaTHbIX U TJIEHOYHBIX
TEXHOJIOTUIA.

Knrouesbie cro6a: TeKcaroHaJabHBIM HUTPUI OOpa, YIBTpa3ByKoBas dKC(oauralivs, HAaHOJIMCTB HUTPUIA
6opa, TTapaMeTpbl PACTBOPUMOCTH XaHCeHa, TepMOAMHAMKKA 3KC(HOINALIIN

Qurarncuposanue. PaboTa BBINIOJIHEHA 3a CYET CPEACTB OIOKeTa opraHn3any. HUKakux JOmoTHUTETb-
HBIX TPAHTOB Ha IIPOBeIeHNE WU PYKOBOJICTBO JaHHBIM KOHKPETHBIM MCCIIETOBAHUEM ITOJIy4eHO He
OBLJIO.

Konghaukm unmepecos. ABTOPbI TaHHOI paOOThI 3asIBJSIOT, UTO Y HUX HET KOH(MJIMKTa UHTEPECOB.
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BORON NITRIDE NANOSHEETS VIA LIQUID-PHASE ULTRASONIC
TREATMENT: DISPERSION MEDIUM SELECTION

N. S. Romanovl’z’*, E. M. Bogomoloval, E. A. Danilov!
! Research Institute Jfor Graphite- Based Structural Materials “Nllgrafit”, Moscow, Russia
°Mendeleev University of Chemical Technology, Moscow, Russia
*e-mail: 533west484@gmail.com

Abstract. In this work, effect of 28 different dispersion media on the efficiency of liquid-phase ultrasonic
exfoliation of hexagonal boron nitride was investigated. Based on the light absorption coefficient
data of the suspensions, Hansen solubility parameters for boron nitride nanosheets were calculated.
Optimal ethanol content in the water/ethanol system was determined. Effect of the dispersion medium
composition, exfoliation time and initial concentration of hexagonal boron nitride on the efficiency of
ultrasonic exfoliation and structural characteristics of the obtained nanosheets was analyzed. Utilization
of water/ethanol mixture with an ethanol content of 33.3 and 66.7 vol. % at initial boron nitride
concentration of 10 g/L made it possible to achieve nanosheets yield of 8 and 10%, respectively, with
lateral sizes 630—680 nm and thickness below 25 nm. In addition, process for manufacturing suspensions
with very high concentration of boron nitride nanosheets of 3.3 g/L was described. Due to the high
yield and high aspect ratio (25 and more) of the nanosheets, the process can be successfully used for
preparation of fillers and additives for composite materials, as well as suspensions for printing and film
technologies.

Keywords: hexagonal boron nitride, ultrasonic exfoliation, boron nitride nanosheets, Hansen solubility
parameters, thermodynamics of exfoliation
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Cwmech pacTBopUTEINEH
Huzkoe Bricokoe cpoacTBo
CpPOJICTBO YJIBTpaSByKOBaSI
aKCcdoaranus
5, h-BN - OTaHon osmar
Huskoe cpo 0
A
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BBEJIEHHWE Ie(EeKTHOCTBIO 3a CUET OTCYTCTBUS CTaAU XUMUYECKO-

B mocienHme ronpl aKTUBHO MCCIICAYIOTCS U pa3BUBAIOT-
Csl HOBbIE MeTObI CUHTe3a 2D-MaTepuaioB, UTO CBSI3aHO
C TeM, UTO IO CPABHEHUIO C TPATULIMOHHBIMU YaCTUIIAMU
OHM MOTYT 00JIagaTh KOMITJICKCOM YHUKAJIbHBIX 2JIEKTPOH-
HBIX, ONITUYECKMX, MEXaHUYECKUX U TeTIJI0(U3ZNIECKUX
cBoiicTB. Cpenu Bcero MHOorooopasus 2D-maTepuaion
OTHMMU M3 CAMBIX IIePCIICKTUBHBIX SIBJISTIOTCSI HAHOJIMCTBI
Hutpuna 6opa (HHB) [1—3] 3a cyeT cBOMX BBHICOKUX IM-
AJIEKTPUUYECKUX XapaKTePUCTUK, MEXaHNIECKOI ITPOYHOCTH,
XUMHMYECKOI M TEepPMHIECKOI CTAOMIIBHOCTH, a TAKIKE BBI-
cokoro 3HayeHwus1 rerionpoBoaHoctu (6onee 300 Br/m-K)
[3—6]. Baaromapst ceouMm cBoiictBam HHbB paccmarpuBa-
FOTCS KaK TepCTIeKTUBHBIN MaTepyalt Uit (POTO3IEKTPOXHU-
muu [7], Ipou3BOACTBA BEICOKOBOJIBTHBIX U30JISITOPOB [8],
BBICOKOTEIIJIONPOBOIHBIX MaTepuaios [4, 6, 8, 9] u T.a. [10,
11]. OcobeHHO BaxKHBIM TPY MOJTYYEHU U JAHHBIX KJI1aCCOB
MaTepHAaJIOB SIBIISIETCS PETYJIMPOBAHNE aHU30TPOITNHI UX
CBOMCTB, YTO MOXET JOCTUTAThCS 3a CUET YKIaAKU YaCTHUIL
WJIM HampaBJIeHHOTO u3MeHeHus: ux opmel [12—14]. Ox-
Hako ucnonb3oBanre HHB B HacTosIee Bpemst orpaHu-
YHBAETCS OTCYTCTBUEM 3(PPEKTUBHBIX M MACIITAOUPYEMBIX
TEXHOJIOTU TTOTyYeHUSI.

B nutepaType onrcaHO MHOXECTBO METOAOB CUHTE -
3a HHB, BkJIo4yast xumuueckoe ocaxaeHue U3 ra30Boii
dasel, TUOAPOTEPMATBLHEIN CUHTE3, U3MEIbYCHNE B IIIa-
POBOIi MEJIbHULIE, XUMUYECKYIO U 3JIEKTPOXUMUYECKYIO
aKchoIMaIuio, YIBTPa3ByKOBYIO SKchoaualuo u ap. |3,
15—24]. Cpenu Bcex MeTon0B HanboJiee MepCreKTUBHBIM
MPENCTABISIETCS YIBTPa3BYKOBasl XKuUIKoda3Hast 3KCdo-
JIMaLMs, KOTOpas OTIMYAeTCs IPOCTOTOM arnapaTypHOro
WCITOJTHEHUSI, YHUBEPCAJIbHOCTBIO, MAaCIITaOMPYEeMOCTBIO
¥ BO3MOXHOCTBIO TTOTydeHMsT 2D-MaTepranoB ¢ HU3KOM

ro BO3AeHCTBUS (MHTEpKAISILUUU, OKUcIeHus) [25—27].

MerTon ynbpTpa3ByKoBOI 9KC(omamm oCHOBaH Ha 00-
paboTKe CyCeH3Uit CIOUCTHIX KPUCTAITIOB YIBTPa3BYKOM.
ITpu 3TOM, MOCKOJIBKY YACTULIBI IUCTIEPCHOM (ha3bl COCTOSIT
U3 KPUCTAJIJIOB, B KOTOPBIX MPOYHOCTh (IHEPTHUSsT) CBSI3U
MEXY OTACIbHBIMU CIOSIMU ITPUMEPHO Ha MOPSIAOK HUKE
10 CPAaBHEHMUIO C IPOYHOCTHIO MEXAaTOMHBIX CBSI3€il B CJloe,
MPENMYIIECTBEHHBIM MTPOLIECCOM TIPU YJIBTPA3ByKOBOM
00paboTKe (MOMUMO pa3pyIIeHUs 0 TIPOTIKEHHBIM JIe-
(bexTam u TpaHUIIAM KPUCTAJUIMTOB) SIBJISICTCS pacciiam-
BaHME (3KCHOIMAIINS), COTIPOBOXIAIONMIASCS TTOBBIIIIE-
HUEM aHU30METPUYHOCTHU YACTHUIIL 32 CUCT ITOHMKCHUS
cpemHero uncia ciioeB. OMHIM 13 BaXKHEUIINX (PaKTOPOB,
BJIMSIIONIMX HA BBIXOM M KayecTBO roxydyaeMbix HHB pu
YJIBTPa3BYKOBO# 3KC(OIMAIINN, SIBJISIETCS] BBIOOD AMC-
nepcuoHHoli cpenbl (JIC). [IpuromHas st mpoBeAeHUS
npouecca JIC noKHa yI0oBIETBOPSTh HECKOJIBKUM KPH-
TepusiM: 1) cnocodcTBoBaTh 9 GhEKTUBHON IKChoMuaUU
C BBICOKMM BbIxonoM 2D-Matepuana; 2) cTabuIu3upoBaTh
TMOBEPXHOCTH MOJyYEHHBIX TTOC/Ie IKCHONMALIMY YaCTUILL,
3) objamaTh MaIoO TOKCUMYHOCTBIO 1 IO BO3MOXKHOCTU
HEBBICOKOIT TEeMIIepaTypoii KUTIEHUST, YTOOBI 00ECIIEYNTh
B TIOCJIEAYIOIIEM U3TOTOBJICHME TNIeHOK. Ha ceromHsi-
HUII MOMEHT B JIUTepaType He OnucaHo 0000IIAKIINX
TIpeACTaBICHNI, OOBSICHSIOMINX MEXaHN3M XUIKOMa3HOM
Y3-3Kkchonmmaniy, oqHAKO OOIBIIMHCTBO UCCIenOBaTeNeH
BBIOMPAIOT TEPMOTMHAMWIECCKIIA IIOAXOI HAa OCHOBE TIPE/-
CTaBJICHUI 0 MUHUMU3AUK 3Hepruu [100ca cMeleHusT
yactuu u JIC [28].

Hns1 5 dekTUBHOI 3KChoauaiy HeoOX0IUMO, YTOOBI
sHeprug [166ca cMemeHns ObUIa OTPULIATEILHOM. DHEP-
rumn [mb6c¢ca cMmenreHns mo onpeaeneHuio [29]:
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AG,, =AH,, — TAS,

Xns (1)
e AHCM — sHTANBIUS cMemeHus, JIx; T —Temmeparypa, K;
AScy — suTpormst emetnenust, Ix/K. DHTpornmitHbil hakTop
BCerlIa CrocoOCTBYeT pacTBopeHHio, T.e. AS,,, > 0. OnHako
TIPY CMEIIIEHUHN XKUIKOCTH ¢ 2D-MaTepraioM BeTMIMHBI 5H-
TPOIMHY CMEIICHHST 3a9aCTYI0 HEMOCTaTOUHO JUIS IPEOIOICHHS
BHTAJILITUIAHOTO (hakTOopa 1 0OEeCTIeYeHISI CAMOTIPOU3BOTLHO-
CTH Mnpouecca akchonuauuu. st obecrneyeHus 2 ekTrB-
HOI 9Kcdoamamm He0OXOIMMO MUHUMU3UPOBATh SHTAIb-
MWITHBINA (haKTOp, KOTOPHIi B KOHICHCHPOBAHHBIX CUCTEMaX
B OCHOBHOM OIIpeesieTCss MeXKaTOMHBIM B3aIMOIECTBH-
€M KOMITOHEHTOB. TakuM 06pa3oM, OMHUMU U3 OCHOBHBIX
apaMeTpOB, OTIPENEIISTIOIINMHI SHTAIBITUIHBIN (DaKTop,
SIBJISTFOTCSI TIOBEPXHOCTHASI 9HEPTUSI CJIOMCTOTO KPUCTaIIa
¥ ToBepxHocTHOE HaTsKkeHue JIC — OHM TOJIKHBI UMETh
OJIM3KOe 3HAUYEHHE, YTO JOJIKHO IMTPUBECTH K MUHUMYMY
AH,, [28]. B ciyuae skcdonuanuu rpaduTa ¢ NoIydyeHUeM
MAaJIOCJIOMHBIX YACTUIL ONMCAH YCIICITHBIN OITBIT IIpUMe-
HEHWS BOIBI M TIOBEPXHOCTHO-aKTUBHBIX BemecTs [30],
N-MeTUII-2-TTUPPOINAOHA, STUICH- W IN3THICHIINKO-
ns [31, 32]. dns cnyyas h-BN Koynman u gp. (Coleman
et al.) [33] mokazanu, uto 3¢ dekTuBHaAs SKchoauaLnsd
C BBICOKMM BBIXOIOM 1 BBICOKOI CTaOMIBHOCTHIO TTOJTyJae-
MOI1 CyCTIEH3UM MOXKET OBITh IOJIydeHa B N-MeTuiI-2-mup-
pouAOHE U TUMeTUI(opMaMuie 3a cueT OJIM3KMUX 3Ha-
YEHUU MMOBEPXHOCTHBIX SHEPTUM.

OnHako, KakK IMOKa3bIBaIOT JIMTepaTypHbIe JaHHbIE,
COBMaJeHNE TMTOBEPXHOCTHEBIX SHEPTUI He TapaHTHPY-
eT 3 PeKTUBHOI peanm3annu 3KcGonualnun, Tak Kak
HekoTopble JAC, moaxonsiyue ¢ TOUKUA 3peHUsT OJIU30-
CTHU TTOBEPXHOCTHOM SHEPTUU CO CIOMCTHIM KPHUCTAIIJIOM,
He CITOCOOCTBYIOT 00pa30BaHMIO YCTOMYUBBIX CYCTIEH3MIA
C BBICOKMM BBIXOIOM [26, 34].

Hnsa 6onee Tounoro Beidopa JIC ucImonb3yloTces mna-
pameTpbl pacTBopuMocTu XaHceHa (Hansen solubility
parameters, HSP), koTopble yYUThIBAIOT OCHOBHBIE TUITBI
B3aUMOAEICTBUIA, @ UMEHHO OUCIIEPCUOHHBIE (Op), MO-
JspHble (Op) M BOOOPOIHBIE (Oy).

KommoneHTa, cBsI3aHHasI ¢ IUCIIEPCUOHHBIMY CUIAMMU,
Op, OIpenessIeT aTOMHbIE HEMOJISIPHBIE B3AaUMOIEHCTBUS
MEXKIY MTHOBEHHBIM M HaBEACHHBIM TUITOISIMU (CHITBI
JloHnoHa), noJjsipHasi KOMIIOHEHTa, Op, ONpenesieT Me-
JKMOJIEKYJISIPHbIE B3aMMOIEICTBUS MEXIY ABYMSI ITIOCTO-
STHHBIMU JTUTIOJISIMU, a KOMITOHEHTa, CBSI3aHHAsI C BOIIO-
DPOIHBIMU CBSI3SIMU, Oy, ONPEnessieT MEXKMOIEKYISIPHOE
B3aMMOJIEICTBUE TTOCPEICTBOM BOJOPOMHBIX CBsA3eit [35].
Wcnonb3oBaHue 3TUX TpeX MapaMeTPOB MO3BOJISIET 3aMET-
HO 00JIETYNTH MX IIPUMEHEHME (IT0 CPaBHEHUIO C IPYTUMU
napamerpaMu [36—38]), obecrieunBas XOpoOIIYIO Ipe-
CKa3aTeJIbHYIO CITOCOOHOCTh U COTIACOBAHHOCTD C 9KC-
nepuUMeHTAILHBIMUA JaHHBIMU [35]. CormacHo qaHHOM
teopuu, ontumusauus C 3akmouaercs B mogoope JIC,
obecneuurBarolleil MUHMMabHOE 3HaUYeHue paauyca cie-
pbl B ipoctpaHcTse HSP, R,, BbumcisieMoro no gopmyie:

2

R, = \/4(6111 =85, )2 + (81),1 - 8P,2) + (SH,I —0y, )2 , (2)

IJe UHIEKCHI 1 U 2 OTHOCSTCS K OTAEIbHBIM KOMIIOHEHTaM
OuHapHO# cucTeMbl. MUHUMaIbHOE 3HAUCHUE JAaHHOTO
pammyca oTBeUaeT HaMMEHbBIIIe pa3HOCTHU IUIOTHOCTEH
SHEPIUM KOTe3UU MO0 OCHOBHBIM TUMAaM B3aUMOIEHCTBUMA
MEXIY MOBEPXHOCThIO yacTull 1 Mosekyaamu J1C. Hampu-
Mep, 3kcdonmanys rpadeHa B 40 XKUIKOCTSIX TToKa3aja, 9To
npu coBnageHun HSP J1C u rpacdura ynaercs rmojyyuThb
YCTOHUMBBIE CYCIIEH3UU C BBICOKUM BbIxofaoM [39—41]. TTo-
MHMO TpadeHa, ObUTA UCCIIeTOBAHBI BOSMOXHOCTU TEOPUH
HSP nng npyrux ciouctsix matepuaios — h-BN, MoS,,
WS, [26]. Pe3ynbraTsl paboT MogYepKUBaIOT HEOOXOIM -
MOCTh ONITUMM3ALINY PA3TUUYHBIX B3AaUMOACUCTBUM MIJIsI
yBenuueHus1 3 @ekTuBHOCTU 3Kchoananuu. [Tomumo
YUCTBIX Xuakocteid, Teopus HSP ycrenHo npenckasbl-
BaeT 2 PeKTUBHOCTDL cMeceil xkuakocTeit B KauecTne J1C
B IPUOJMXKEHUU alIUTUBHOCTH:

8CM = Zll(pll8 * (3)

Tak, Koy u np. (Zhou et al.) [4]1] ucrionb3oBaniu HSP
JUTSI OTIpENeIeHUsT ONTUMAIbHOM KOHIIEHTPALUK dTaHOJIA
B CHCTEMeE dTaHOJI—Boda Jjis akchoamauuu MoS,, WS,
u h-BN. MakcumymM Bbixona 2D-matepuana Habaonancs
JUTSI KOHIIEHTPALIUM ¢ MUHUMAJIbHBIM 3HAYEHUEM painyca
pacTBopuMocTH (45, 351 55 06. % misg MoS,, WS, u h-BN
COOTBETCTBEHHO).

B xone maHHO#I pa®bOThl ObIJIM M3TOTOBJIEHBI CY-
cnieH3uu HHbB Ha ocHoBe 28 xXuakocTeil U onpenene-
HbI 5P dexkTnBHbIe JC 111 IpoBeIeHNs YILTPa3ByKO-
BOI1 >KuaKoa3zHoi aKchoaraln, a TakKe BEIYUCIEe-
Hbel HSP nnsgs HHB. Ha ocHoBe mojiydeHHBIX TaHHBIX
OBIJIO PACCYNTAHO ONTUMAIBLHOE COMepKaHNEe 3TaHOJIa
B CHCTEME 3TaHOJ—BOMa, KOTOPOE XOPOIIIO COIIacyeTcs
C OKCIIEPUMEHTAIbHBIMU JaHHBIMH, U U3YYCHO BIIMSTHUC
Pa3IMIHBIX TApaMeTPOB (ITPOIOKUTEIPHOCTD, HadyaIbHasT
koHueHTpauus h-BN u cocrtas JIC) Ha appekTHUBHOCTH
YABTpa3ByKOBOM sKcdommanuu. OmcaHa cTpyKTypa
TIOJTyYeHHBIX YaCTHII.

OKCITEPUMEHTAJIbHAA YACTb

Mamepuans

N,N-pumetunauetamug (4., «DKOC-1», Poccus,
TV 2636-113-44493179-08), kucyioTa yKcycHas (X.4. Jie-
nsgHast, «DKOC-1», Poccust, TOCT 61-75), 6yrmianerar
(4., «Peaxum», Poccus, TOCT 22300-76), Tonyor (4.a.,
«Kommonent-Peaktu», Poccust, TOCT 5789-78), teTpa-
ruapodypat (oc.4., «KOC-1», Poccust, TY 2631-125-
44493179-08), o-kcunon (4.a.a., «KoMnoHeHT-PeakTuB»,
Poccusa, CTII TY KOMII 2-081-08), aneTunaneToH
(4., «BKOC-1», Poccus, 'OCT 10259—78), uukiorexk-
caH (4.a., «DKOC-1», Poccust, TY 2631-029-44493179-
99), numetundopmamun (x.4., OO0 «Anpnoca», Poc-
cust, TOCT 20289-73), yriaepon 4eThIpeXXJIOPUCTHIN
(x.4., «<DKOC-1», Poccust, TOCT 20288-74), nuMeTuI1-
cyabdpokcun (x.4., «DKOC-1», Poccust, TY 2635-114-
44493179-08), arteToHUTPUI (X.4., «XuMmmen», Poccus,
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TV 20.14.43-005-62112778-2020), N-aneTrikanpojaakram
(000 «Xumbuorex», Poccust), aTMneHIIUKONb (OC. 4.,
«BKOC-1», Poccust, TY 2632—143-44493179-11), n-rekcan
(x.4., «Kommonent-PeakTu», Poccus, CTII TY COMP
2-008-06), aieToH (x.4., «BKOC-1», Poccus, TY 2633-018-
44493179-98), 2-metokcuatano (99.5%, “Leap Chem Co,
LTD”, Kurait), 1,2-nuxiaopatat (4., «9KOC-1», Poccus,
TV 2631-085-44493179-2002), N-MeTU-2-MUPPOJTUIOH
(u.a., «Komnonent-Peaktus», Poccus, CTITI TY KOMII
2-208-10), 2-6yraHoH (x.4., «DKOC-1», Poccust, TY 2633-
084-44493179-02), nudytundranat (OO0 «Pycakoxum»,
Poccus), nuxaopmetan (4., «DKOC-1», Poccus,
TV 2631-019-44493179-98), Bona (AucTWJLUIMpOBaHHAsK
B 1aGoparopuu), atanou (4., Poccus, TOCT 5964-93),
1-6yTtanou (99.9%, “VWR International”, ®panius),
arunaneTar (99.5%, “Sigma-Aldrich”, ®panuus), 1-neH-
taHo (99.9%, “Pallav”, Muous, ISO 9001-2015), nuatu-
JeHTTUKOINb (99%, “Acros”, HunepnaHmsr).

Iloayuenue HHB u onpedesenue HSP

Hnst ycranosneHus appextuBHbix 1 C ais mpoBeaeHUst
KUIKO(a3HO yIBTpa3ByKOBOM 9KChOoIMAINU OTIpeie-
Jqsimn HSP h-BN (AO «YHUXHUM ¢ O3», TY 2112-003-
49534204-2002). 1511 5TOTO MPOBOAUIHA YIBTPA3ByKOBYIO
aKc(ONMALIMIO B 28 pa3IMUYHbBIX XKUIKOCTSIX B TeueHue | u
C TIOCJIEAYIONTNM IIeHTPpU(hYTUPOBAHUEM CYCTIEH3UM TIPU
ckopocTtu BparieHus: 5000 06/mMuH. B cuity Toro, 4yto BsI3-
KocTu uccienoBaHHbIX JIC 3HAUUTETEHO OTJIMYAIOTCST —
IJI KaXKIIOM XKUAKOCTHY Oblia oIpeesieHa MpruBeaeHHas
MPOIOKUTEILHOCTD 9Kchoauaiuu 1o dpopmyse [42]:

mp

L= H, 4
rne MNp — Ba3kocThb nanHoii JIC, 1.2 (mIla-c) u 2 (MmuH) —
BSI3KOCTB 3TAHOJIA ¥ BpeMsI LICHTPpU(YTUPOBAHMS KaTHOPO-
BOYHOI1 CyCIIeH3U1 Ha OCHOBE 3TaHOJIa COOTBETCTBEHHO.
Hanee ns Bcex HeHTpudyrupoBaHHbIX cycnensuiit HHbB
OBLIM U3MEPEHDI CIIeKTphI moroiieHus. KoahduuneHTs
norioeHus mpu 600 HM GbLIM KCITOIb30BAHbI JJISI BbI-
yucnenus HSP o ¢popmyne:

5. = ZP 4,8, p

rae A, — CpenHuil Mo TpeM PasIMYHbIM CEPUSM IKCIIE-
PUMEHTOB KO3()(UILIMEHT MOMIOIIEHUS CYCTIEH3UU TIPU
600 nm B nanHoii 1C; 8, , —snauenus HSP mna konkper-
HOI XUAKOCTH; | — UHJEKC, OTBEUAOIIUI TUCTIEpCUOHHOM
(D), nonsipuoii (P) u BonopoxHoii (H) cocraBnsitonieii
HSP coorBeTcTBEeHHO.

HHDB nns vccnenoBaHusi OoNTUMAaIbHBIX TApaMeTPOB
aKchoIraury B BOTHO-CITUPTOBBIX CMECSIX ObUIU MOTYyYESHBI
006paboTkoit h-BN ynbTpa3ByKoM B yIbTPa3ByKOBOI BaH-
He UZV-1514.2 (OO0 «HoBotex-DKO», PD) Ha yactore

~28 kxI11. B macTukoBbIit KoHTeitHep B 50 MJT 3TaHOAa,

BOIBI WK X cMecu oMetnanu 0.25—2.5 r (5—50 mr/mom)
h-BN u Mmexanndyecku nepememiMBaiu. Jlajgee cyceH3nuu
00pabaThIBaIM yALTPa3BYKOM B T€UEHUE 3aJaHHOTO BpeMe-
U (0.25—30 4) u 3aTeM HeHTPUDYTUPOBAIUA TIPU CKOPOCTU
panieHus1 3000 06/mMuH B TeueHue 10 MUH 1S ynaaeHUs
HeakchoaMnpoBaHHBIX YacTUIl. CKOPOCTh M BpeMsI IIeH-
TpudyrupoBaHus ObLIM MOJOOPaHbI TaK, YTOOHI B TeUe-
HUE JJIUTEJbHOro BpeMeHU (= 3 CyT.) He Ha0II0aaI0Ch
3aMETHOTO ocaxaeHus aucriepcHoit ¢asnl. [Tocne ueH-
TpudyrupoBaHus oTOMpau dyraT B KoaudecTtse 2/3—3/4
OT MepBOHAYAIBHOTO 00beMa 3arpy3Ku CyCIeH3U, KOTO-
PBIif 3aTeM OTCTauBAaJICI B TeUeHME 24 9 IJIST OCaKICHMUS
ClIy4aitHO COOpaHHOTO OcanKa Mmoce HeHTPUDYTMPOBaHUSI.
[TonyyeHHYIO CYCIIEH3MIO Iajiee HAIIPaBIIsUIM Ha XapaKTe-
puszauuio. [ onpeneneHust KoagpuimeHTa 9KCTUHK -
WU TTOTyIeHHBIC CYCIIEH3MH BBICYIIIMBAIIA B CYIITMIIEHOM
wkady npu 100°C u penricrieprupoBaIu A1l MTOCTPOSHUS
KOHLEHTPALIMOHHON KPUBOW.

Br160p onTruManbHON TPOJOJIKUTENBHOCTH IKCHOH-
aluu st oopasiuos h-BN B aTaHOMIE MPU KOHLIEHTpaLUU
yacTtull 10 T/J1 OCyIIeCTBIISIN B TEX Ke YCITOBUSX.

Xapaxmepuszauyus HHB

HN3mepeHue naTtepaibHbIX pa3MepoB yacTtuil h-BN
1 HHbB npoBonunu Ha npubope 1151 onpenesieHus: pa3me-
POB YaCTU1l KOMOMHUPOBAHHBIM METOIOM Ja3epHO nu1d-
pakLuu 1 aHajau3a u3o0paxkeHuii Ha mpudope Microtrac
SYNC (Mictrotrac Flex, CILIA) ¢ ucronb3oBaHUEM BCTPO-
€HHOTO IIPOTPAaMMHOTO 00eCIICUCHMSI.

st uzydeHust MOp(oJIOruu TOBEPXHOCTHU U OTIpeIe-
JIEHUS TOJNIIMHBI moayyeHHbIX HHB npumensinu npo-
CBEYUMBAIOIINIi 3J1eKTPOHHBIN MuKkpockotn (ITOM) Titan
80—300 (FEI, Hunepnanabl) mpu yCKOPSIOIIEM HaIpsi-
xkeHuu 200 kB, a Tak:xke aTOMHO-CUJIOBO MUKPOCKOTT
(ACM, Bruker Dimension Icon, CIILIA) B moJyKOHTaKTHOM
pexkume PeakForce mipy ocTpoYHOIT YacTOTe CKAaHUPOBa-
Hus 1 I'n. Ucnonb3oBanuch KOMMeEpUYECKUE KPEMHUEBbBIE
kanTtuneBepbl ACTA-SS (AppNano, CIIIA) ¢ paguycom
3aKkpyriaeHus <5 HM, )kecTkocThbio ~50 H/M 1 pezoHaHCHOI
gactotoit 300 kI1. I xapaktepusanuu metogom ACM
cycnensuto HHB, nmpenBapurtenbHo 00paboTaB yabTpa3By-
KoM B TeucHUe 10 MMH, HAHOCHIIA Ha TIOBEPXHOCTH CBEXe-
CKOJIOTOM CJTIOIBI U OCTABJISIIU CYLIUTHCS MMPU KOMHATHOM
TeMIIepaType Ha Houb. PeHTreHOBCKME T paKTOrpaMMbl
MoJyYyalu ¢ MTOMOIIbIO MOPOIIKOBOIO nudpakToMeTpa
(Bruker D8 Advance, I'epMaHusI) ¢ II1aroM CKaHUPOBAHMS
0.02°, paboTaroiiero Ha njarHe BoJaHbI 0.154 HM (U3Tyde-
Hne Cu-K,) B inanasone yrios 20 10—90°.

N3zmepenue konuenTpauuu u Beixoq HHbB B cycnenzuu
nociie 3Kchoauauu U HeHTpUhyrupoBaHUs TPOU3BOIU-
JIV ¢ TIOMOIIIBIO ONTHYECKOTO criekTpodoTomerpa Cary 60
UV-Vis (Agilent Technologies, CILIA) B tnamna3oHe JUTMH
BoJiH 190—1100 HM. [TepBbIM 3TarioM U3MepeHUs KOHIEH-
TpalMy U BbIX0O[a ObUIO MPUTOTOBJIEHUE CYCTIEH3UM U3 K-
conmrupoBaHHBIX U LeHTpUdyrupoBaHHbix yactult HHB
C Pa3JIMYHBIMU KOHIIEHTPAIMSIMU JUISI TOCTPOEHUSI 3aBU-
CUMOCTH OTNITUYECKO MI0THOCTHU (A/]) ipu NITMHE BOJTHBI
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500 um ot koHueHTpauuu HHB (¢). TanreHc HakIoHa Mo-
JIy4eHHO TIPsIMOit paBeH KO3(PPULIMEHTY SKCTUHKLUMU (€)
cycrnieH3uu. Jlanee KOHLIEHTpalK MOJy4yaeMbIX CYyCTIeH3U i
BBICYUTBIBAJIUCH MO 3aKoHY JlamOepTa—byrepa—bepa:

A
c=—. (6)
el
KoadduimeHThl 3KCTUHKIIMHT 11 Pa3JIMIHBIX COCTa-
BOB MpencTaBiieHbl B Ta0J. 1.

Taoauma 1. KosdduumeHTH SKCTUHKOUU OIS
pasznunuHbix coctaBoB J[C

H,0/ H,0/
CocraB H,O0 | C,H;OH | C,Hs;OH | C,H;OH
12 2/1
KoadpdpuuneHr
SKCTUHKIIVH, 1448.4| 2459.8 2955.0 1969.1
MJI/MT"M

Boixoqn HHB nocne ueHTpudyrupoBaHust onpeaensii-
cs 110 (popmyie:

0=—, (7
Co
rIe ® — BBIXOJI HAHOYACTHIL; ¢, — HAaYaJbHasl KOHIIEH-
TpaLus YaCTUILL.

N-MeTun-2-nuppoiuion

PE3YJIBTATHI 1 OBCYKIEHUE

Onpedenenue HSP HHb

CpaBHeHue 3 (HEKTUBHOCTU Pa3IUUHbIX KUIKOCTEM
st akchonauanuu h-BN ¢ Touku 3peHUsT ONITUYECKOTo
MOIJIOLIEHUS UEHTPUDYTMPOBAHHBIX CYCIIEH3UI TTpUBe-
JIeHbI Ha puc. 1.

Buano, yto h-BN ckjioHeH K 00pa3oBaHUIO YCTOM-
YUBBIX CyCMEH3UI Mocie 3Kcdonaraunu npu Aucnepru-
POBAHUHU B XUIKOCTSIX C a30TCOAEPKAIMNMU (HPYHKIINO-
HaJIbHBIMU TPYIIIaMU — U3 UCCIIEAOBAHHBIX CPEl CAMBIMU
2 deKTUBHBIMY U151 MpoBeneHus akcoaranuu h-BN
SIBJISIIOTCS N-MeTUI-2-nuppoauaoH u N, N-numetuna-
LeTaMU, YTO HAXOJUTCSI B COMIACUU C JTUTEPATyPHBIMU
JaHHBIMU [26, 43—46]. MOXHO 3aMETUTh, YTO UCITOJIB30-
BaHUE BOJbI TAKXKE TPUBOIUT K 0OPA30BAHUIO CYCTICH3U I
¢ BeIcOKO#1 KoHIIeHTparmeir HHB (HecMmoTpst Ha OobIoe
paznuuue B TOBEpXHOCTHOU aHeprun h-BN u nmosepx-
HOCTHOTO HATSIKEHUS BOABI), UTO, OMHAKO, MOXET ObITh
CBSI3aHO C XUMMYECKUM B3aUMOJCHCTBUEM (TUIPOJIU30M,
¢ynkumonanusanueit) vactuu h-BN B mpouecce akcho-
nmanuu [47, 48], a TakxkKe HU3KUM 3HAYEHUEM MOJISIPHOTO
obbema Bofkl [35].

Ha ocHoBe nojyueHHbIX TaHHBIX 00 3PP eKTUBHOCTU
nucneprupoBanus h-BN B pasnuuHbIX XUAKOCTIX (KpO-
Me BOIBI M3-3a TPYAHOCTEM, ONMMCAaHHBIX B [35]) ObLIN
TMOCTPOEHBI 3aBUCUMOCTH KO (DUITMEHTOB MOTTOIIEHUS

ey ]

AUECTOHUTPHIT
MeTunsTuikeTon
Bona

AneToH
Toneruspopuanv, |
OraHon
Byrunanerar

Terparunpodypan
DTUIICHITIHKONb
Yersipexxnopuctsiit yriepon [ NG
N-AueTnikanponakram
Mertokcuatanon

1-byranon

AreTHianeTon

1-Ilenranon

Humveruncymsdoreun [ NG

I[I/ISTPIJIGHI‘J'H/IKOHL

Srunanerar |G
VKCycHas KHCITOTa
Jweyrundranar [ G
1,2-Tuxnoparan [N
JHuxnopmeran [l
Tomyon [l
Texcan [
Huxnorexcan [
o-Keunon [J

0 0.5

1 1.5 2 2.5

Koaddunment nmormomenns, OTH. e

Puc. 1. Cpennuii koadduimeHT noroiieHus cycrnensu HHB Ha ocHoBe pasznuunbix JIC (KpacHast TUHUS YCIOBHO OT-

nensiet «xopoiue» 1C OT «T1oXux»)
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BORON NITRIDE NANOSHEETS VIA LIQUID-PHASE

(a) (©) (B)
32 16.2 _32. 12.1 ~3.21 123 :
= = =
2 28] . 228 y 22.81 -
E S S
<24 | 224 22.41
= | S z
5 204 [ g 2.0 e 2.0 "=
g : g
E 164 “ E 16 . . £1.61 .t .
= =} =
£ 124 | £ 1.2] £ 1.2
g g :
£ 08 ol g 0.8 £0.81 .
2 04 o = 204 . = = = . . .
e L s 0.4 ] = . m0_4-. a X -
é " AI. :l: § ] --:I " - § N .- - L '
0.0 , , L e : 0.0 pa= 2 = ; z 002 "2a = - : - : g
5 10 15 20 25 3 10 15 20 350 5 o 15 20 25 30
8, (MITa!”?) 3, (MITa"?) 3, (MITa'?)

Puc. 2. 3aBucumoctsb ko3 durnenTa nmormonienus cycnensnu HHB ot HSP uncteix JIC. KpacHble TMHUY TIPEACTABISIOT

co60it pacuetHsle 3HaueHuss HSP miss HHB

cycnieH3uit or HSP yuctsix skuakocreii (puc. 2), a Tak-
xe omnpenenensl HSP nng HHB, xoTtopele cocTaBuan
[6,=16.2; 8,=12.1; &, =12.3].

ITonydyennsie 3HaueHust HSP mig BN, a Takke onucan-
HBIC B INTepaType Pe3yJbTaThl, IIPeACTaBICHH B Ta0M. 2,
13 JAaHHBIX KOTOPOM BUIHO, YTO 3HAYEHUS O, HAXOMIST-
Cs B IOBOJIBHO Y3KOM JIHaIia3oHe ISl pa3IMYHbBIX BUIOB
yactull h-BN 1 cornacyiorcst ¢ moiy4eHHbBIMU B JaHHO
paboTe 3HAUECHUSIMU, B TO BpeMsI Kak &, U 8, U3MCHSIOTCS
B IIMPOKUX TPeesiaX, YTO MOXET ObITh CBSI3aHO C HaJIM-
yueM Ha roBepxHocTH yactull h-BN ¢hyHKIIMOHATIbHBIX
TPYIIIT Pa3IMIHOTO IIPOUCXOXKICHNUS YUIH afcOpOMpPOBaH-
HBIX MOJIEKYJT Pa3JIMIHON MTPUPOIHI.

3Has HSP cioucroro kpucramia, MOXKHO He TOJbKO
YCITEIITHO TIpeIcKa3bIBaTh €T0 TUCIIEPTUPYEMOCTb B KOH-
kpetHoi1 J1C, HO Tak:ke IToa0uUpaTh CMECU XKUAKOCTEN
IS IpOBEeNeHUS 3KCGhOIMAIIMN, UCTIONb3YS paauycC pac-
TBOpUMOCTH R, ¢ yuetom dopmyi (2), (3). Cpenu takux
cMmemmaHHbIX JIC 0coOblit MHTEpeC MPeacTaBsIioT CMECU
BOIBI ¥ 3TAHOJIA, TaK KaK OHM UMEIOT HU3KYIO TeMITepaTy-
PY KUIICHUSI, HU3KYIO CTOMMOCTD Y MAJIYIO0 TOKCUIHOCTb.
JI1s1 TaHHOM CUCTEMBI OBUIM ITOCTPOEHBI 3aBUCUMOCTH R,
OT cozepKaHMsI dTaHOJIA B CUCTeMe BoJa—3TaHoJ (puc. 3a)
U 3aBUCUMOCTb KO3 bULIMEHTA MOIJIOIIEHUS CYCIIeH3U I

Taomua 2. 3uauenuss HSP pig h-BN

HHDB ot conepxaHus aTaHOJ1a B CUCTEME BOJla—3TaHOJ
(puc. 30).

W3 maHHBIX HA pUC. 3a BUAHO, YTO ONTUMAIbHBIM CO-
JepXKaHWeM 3TaHOoJIa B CUCTEME 9TaHOJI—BOJIA SIBJISIETCS
61 06. %. 115 viccaenOBaHHbBIX CUCTEM U3 pUC. 30 Ha0IIIO-
JAETCS CXOXKasl C pUC. 3a 3aBUCMMOCTb — MaKCUMaJIbHbBII
K03 UIIMEHT MOIIONIEeHUs CYyCIIeH3U it HaboaaeTcst mpu
coziepxKaHuu 3TaHoj1a 0KoJ10 67 00. %. OmHAKO JJIST YUCTHIX
BOIBI 1 3TaHOIA (MOJIsIpHBIE 00BeMBI 18.0 1 58.5 Mi1/MoIb
COOTBETCTBEHHO) Ha0JII0AACTCSI paCXOXIEeHUE, KOTOPOe
MOXET OBITh CBSI3aHO KaK C Pa3TMIHBIMUA MOJIIPHBIMU 00b-
eMaMH (IIpU TIPOYUX PABHBIX YCIIOBUSIX OOJIBIIIYIO JUCIIEP-
TUPYIOLIYIO CITOCOOHOCTD MPOSIBIISTIOT XKUIKOCTH C OoJiee
HU3KUM MOJISIPHBIM 00beMOM [35]), Tak U ¢ BO3MOXHBIM
xumnueckuM B3aumopeiicreuem HHB u JIC B mporiecce
aKchonmanuu B yucToit Bone [47, 48]. Takum obpazom,
colepXKaHKe 3TaHOJIa B CUCTeME BOIa—3TaHOJI HOopsiaKa
67 00. % MO3BOJISET I10Iy4aTh 60Jiee BBICOKOKOHLIEHTPHU-
poBaHHbIe cycrnieH3ur HHB no cpaBHeHUIO ¢ YMCTBIMU
BOJION M 3TaHOJIOM. [[7151 MasyibHeIIero nccienoBaHus ma-
paMeTpoB, BIUSIOMNX Ha 3 (PEKTUBHOCTD 3KC(HOTHALINH,
OBV BRIOpaHBI KOHIIEHTpaLy 3TaHoja 33.3 1 66.7 00. %.

HcTounuxk 8,, MITa'? 3,, MITa'\? 8, MITa'? IIpumeuanue
[29] 17—-19 4—10 4—10 —
[43] 16.9-18.9 5.8-20.1 2.4-26.9 c Wﬁzoyogjggﬁg‘gfg‘}ffg;MOB
[44] 16.5—17.1 9.8—11.6 14.4—15.0 3HaueHus a1 HaHOTpyOoK h-BN
[45] 16.8 10.7 9.0 3HaveHus 1 HaHOTPYOoK h-BN
[46] 16.6 8.2 21.3 —
Hacrosias padora 16.2 12.1 12.3 —
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Puc. 3. Oxcdonnauusa h-BN B cMmecsix Bona—3TaHOJL: (a) pacCUUTaHHbIE 3HAUEHMsSI R, 17151 CUCTEMBI BOIa—3TaHOJ I1pU pa3-
JIMYHOM cofiepxXaHuu 3taHosa (00. %); (6) 3aBucuMocThb Koadduirenrta rnomiomeHus cycnensuiit HHB ot conepxkanust

3TaHOJIa B CUCTEME BOAAa—3TaHOJI (SKCIIEPUMEHT)

Onpedenerue ONMUMAAbHBIX NAPAMEMPOB
akcoauavuu h-BN

Ha puc. 4 mpuBeneHo pacripene/ieHue YaCTHUIL UCXOI-
Horo h-BN no pasmepam. BugHo, 4To pacrnpeneneHue
h-BN BeIpaxkkeHHOE OMMOIATBLHOE, OOIbIIAS YaCTh YACTHI]
obyagaeT pazMepamMu MeHee 50 MKM; B JTaHHOM cJiydae
MaKCUMYMBbI pacripeneieHusI MPUXOISITCsI Ha CpenHue
pa3mepsbl 34 1 5.5 MKM.

OmHNM 13 BaXKHEHIINX ITapaMeTPOB, BIUSIOIINX Ha 3(]-
(beKTUBHOCTH AKCOIUAINM (KOHIICHTPAIIUS CYCITIeH3UU
9KC(POJMUPOBAHHBIX YACTUIL]) U MOP(OTOTUIO YACTHIL
(TonmuHa, JaTepajabHble pa3Mephl) SIBASIETCS MPOI0JI-
KUTEITBLHOCTD 3Kcommanuu. Ha ocHOBe tuTepaTypHbIX
JAHHBIX OBUT BEIOpAH IMara3oH ONTUMAIBHO ITPOIOJIKI -
TETbHOCTU SKCHOTUAIINN CO CXOKMMU IapaMeTpaMu — OT
15 Mmun o 30 4. bonbias MPoOKOIKUTETBHOCTD 9KC(hO-
JIMAIMM, KaK TIPaBUIO, MPUBOIUT K ITepeU3MeTbICHUIO
¥ HaKOTIJICHUIO Ae(PeKTOB B IJIOCKOCTH cyiost 2D-marepu-
ana. Ha puc. 5 npencrasieHa 3aBUCUMOCTb KOHIIEHTpa-
uuu HHDB ot BpeMenu akcdonuanuu. BunHo, yto nmocie
16 1 koHneHTpanus HHB BrIXoauT Ha 11aTto U MpaKkTu-
YeCKM HE PacTeT C YBEIMUCHUEM IIPOIOKUTEIILHOCTH

157 -100
141
131 90
121 =)
114 -
10] .70 g
< 91 -60 2
S 84 £
D 7 -50 S
~ g
6+ 40 2
> 30 3
4] Y
3] 20
24
. 10
0] . L0
0.1 1 10 100

Pasmep wactun d, MKM

Puc. 4. PacnipeneneHue yacTuil 1o pa3Mmepam JJjist uc-
xogHoro h-BN

akcdomannu, mpuieM opmMa 3aBUCMMOCTH TUITUYHA
IUTSL YIBTPa3BYKOBOI AKC(OMMAIIMY CIOUCTBIX YacTull [49].

NurepecHo, uto pacnpenenenue yactuy HHbB B crivp-
TOBOI cpelie MOHOMOAAIBHOE C ONMHAKOBBIM MOJOXEHUEM
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BORON NITRIDE NANOSHEETS VIA LIQUID-PHASE
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Puc. 5. 3aBucumocts koHueHtpauuu HHB ot nmpomomkurenbsHoCcTH 3KConmmranm

OCHOBHOTO MUKa JIJIs BCeX 3HaUeHUI BpeMeHU 3KChonu-
auu (puc. 6) co CpeaHUM JIaTepaJbHBIM pa3MepoOM Ya-
ctuil 530 HM (MakcuMaJbHOE OTKJIOHEHME OT CPETHETO
3HayeHus He 6oiee 5%). Takum oOpa3om, U3MeIbYECHUE
h-BN B 3TaHoIIe 10 TaTepaIbHbBIX Pa3MEPOB, COOTBETCTBY-
FOIIMX CTAOMJIBHBIM HAIKPUCTAJUIMTHBIM 00pa30BaHUSIM,
MMPOUCXOIUT B TeUEHNE KOPOTKOTO BPeMEHH TTOCJIe Havaia
YABTPa3BYKOBOI 00pabOTKM, M HapallliBaHUE IJIUTEIBHO-
CTU IIPOBEIEHMUS Mpoliecca CBOAUTCS B OCHOBHOM K ITOBBI-
menuto Beixona HHB, T.e. uMeHHO sKchoanaumnm yacTuir
0e3 3aMEeTHOTO U3MEHEHUS JIaTepaIbHBIX pa3MepoB. st
manpHeiero n3ydeHus BaussHus mpuponsl J1C Ha a¢h-
(beKTUBHOCTD 3KChOTMAIINH ObLJIa BEIOpaHA TIPOIOJIKI -
TeJIbHOCTb 3Kchonmanuu 24 4.

Ha puc. 7 moxa3aHa 3aBUCUMOCTb JIATCPAIbHBIX pa3Me-
POB YAaCTUII IIPH PA3TMIHBIX HAYaTbHBIX KOHIIEHTPALIMSIX
h-BN u conepxkaHusix 3TaHOJA B CUCTEME 3TaHOJI—BO/IA.
MoOXHO 3aMETUTh, UTO B 1IEJIOM C yBEJTMUEHUEM HayaJIbHOM
KoHueHTpauuu h-BN cpenHuit pazmep yacTull CHUXa-
€TCsI, YTO MOXKET ObITh OOBSICHEHO YBEIMUECHUEM BEPOSIT-
HOCTU CTOJIKHOBEHMIT YaCTUII B IpoIiecce IKChOoIaIUH,
NPUBOISIIUX K ITOBBIIICHHOM (hparMeHTAIlUM 1 HaKO-
IUICHUIO e(heKTOB — SIBJICHUIO, B II€JIOM XapaKTepHOMY
IIJISI TIPOIIECCOB BEICOKOMHTEHCHUBHOTO MEXaHUIECKOTO
W3METbUCHUS U OITMCAaHHOMY IS CTydasi OJIvKai1iero
cTpyktypHoro aHajgora h-BN rpacdwura [50]. das ciyvas
YUCTOI BOIbI (hparMeHTaLIMsI YacTUIl elie 6osiee 3aMeTHa,
YTO MOKET OBITh CBSI3aHO C XMMUYECKUM B3aUMOIEHCTBU -
€M Ha MOBEPXHOCTH YACTUIL U CYIIECTBEHHBIM OTJIMYMEM
MOBEPXHOCTHOM 3Hepruu Bonbl 1 h-BN [51]. Ctout oTme-
TUTD, 9TO TOKA3aTEIHCTBA XUMHUECKOTO B3aMMOIEHCTBHS
noBepxHocT! h-BN 1 BombI B IIporiecce YIBTpa3ByKOBOM

00pabOTKM MpUBEIEHbI B padoTe [52], B KOTOPOit aBTopamMu
IIOKa3aHO 00pa30BaHKMe KOBAJICHTHO CBSI3aHHBIX TUAPOK-
CUJIbHBIX TPpyNIT Ha nmoBepxHocTh h-BN mocie 06padoTku.
AHanornyHasi 3aKOHOMEpHOCTb (00pa3oBaHue OOJIBIIOTO
KOJIMYECTBA MEJIKMX YaCTULL IIPU HU3KOM CTaOUIbHOCTHU
CyCIieH3MH1) ObLIa OTIMcaHa JJIs caydasi 3Kchoaunaimmn
rpacdwura [30].

HccnenoBanue BAUSHUS HaYaIbHOM KOHIIEHTPALIUKU
h-BN u cocraa JIC Ha koHueHtpauuio HHB B ¢pyrare
(puc. 8) mokasajio, YTO MOBbIIIEHNE HAYalbHOI KOHLIEH-
tpauuu h-BN npenckaszyeMo MpUBOIUT K yBETUYEHUIO KOH-
uentpauuu HHB B ¢pyrare. Tak, npu ucrosib30BaHUU CMe-
cu H,0/C,HsOH 2/1 u xoHuentpauuu h-BN 50 r/n yna-
eTCsI TTONTyIUTh CycrieH3uIo ¢ KoHneHTpauueit HHbB 3.3 v/,
YTO SIBJISIETCS] OY€Hb BHICOKO KoHIIeHTpauueir HHB, momy-
YEHHBIX B ITPoliecce YIbTPa3ByKOBOI aKchonanuu (oaHa
U3 caMbIX BBICOKMX KOHLIeHTpauuiit HHB, monyuyeHHbIX
6e3 [TAB, U3BECTHBIX B IUTEPATYPE, COCTABIISIET MOPSIAKA
1.5 r/n B cucteMe Boma—MoHo3TaHoJaMuH) [53]. Ciox-
HBIA XapaKTep KOHICHTPAIIMOHHBIX 3aBUCUMOCTEH
pa3MepoB YaCTHUIL B JIUTEpaAType OMMCAH IJs caydasi
rpacduta [54] 1, BepOsSITHO, CBsI3aH C HU3KOM BEPOSTHO-
CTBIO MEXXUYACTUIHBIX CTOJIKHOBEHUI PN HU3KMX KOHIICH -
Tpauusix nucnepcHoit dasbl [32]. C apyroii cTopoHsl, Mpu
BBICOKMX KOHIIEHTPAIIUSIX MOXET IMPOUCXOIUTH UHTCHCUB-
HOE 3aTyXaHHe YJIBTPa3BYKOBEIX KOJICOAHWI I CHIDKCHUE
BEPOSITHOCTU 00Pa30BaHUs KaBUTALIMOHHBIX ITy3bIPHKOB.

Ha6ntonaemplii MakcuMyM KoHlieHTpauuu HHB npu
HayaibHOH KoHUeHTpauuu h-BN 10 r/n nig cocrasa H,O/
C,H50H 1/2 MOXHO 00BSICHUTb, PACCMOTPEB YPABHEHUE:
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Puc. 6. Pacnipenenenust vactuit HHB o pasmepam B rpoliecce yIbTpa3ByKoBoii 00pabotku: (a) 2 4; (6) 6 u; (B) 16 u; (1) 24 u.

AG,, =(8, =8, ) 0(1-9)~TAs,, ®)
W3 ypaBHeHus (8) BUIHO, uTO NpH AS,, = f((p . f((p))
[55] Habmonaercst MuaumMyM AG,, IPY OTIPEeIeIeHHOM
3HAUYEHUU @, KOTOPBIiA, TI0 BCEit BUMMOCTH, 1JIsI TAaHHOTO
cocraBa cocTaBisieT ~10 1/, Ipu 3TOM MOJIOXKUTEITbHBIN
SHTAJIBINUNWHBIN (paKTOP BHOCUT MUHMMAJILHBIN BKJIa,
B Hepruio [mb06ca cMeleHus 1o CpaBHEHUIO C OTpUlIa-
TeJIbHBIM QHTPOMUINHBIM. YUuUThIBas popmyay (8) u npu-
HUMasI BO BHUMaHNE OTCYTCTBHE 3aMETHOTO U3MEHEHUST
sHTponuu JIC B poiecce akcGhoanalmm, To eCTh

AQpy
T s

e AQy, — Teruiora akcdonaranuy HuUTpuLa 6opa, moiy-
YaeM CIIeAyIoIyio (hopMyITy:

AS., =9 &)

AG, = (8, ~85) @(1-0)~9AQ,y. (10)

3Has MpUMepHOe MOJT0XEeHUEe MUHUMYMa 9HEPTUU
Tu66ca cmemenus, mo dopmysne (10) MOKHO OLIEHUTH
3HaueHue TeIoThl dKcdoauanuu s coctaba H,O/
C,HsOH 1/2 (24.53 xIx/T, KOTOpasi COIIacyeTcs ¢ JaH-
HBIMU TI0 MEXCJI0€BOI Kore3noHHO# mpoyHocTy h-BN,
MPUBEIECHHBIMU B [56] ¢ yueToM 00pa3oBaHuUsT HOBOIA TT0-
BEPXHOCTHU TIPU AMaMeTpe yacTull mopsiaka S00 HM 1 ToJI-
1He 0KoJio 20 HM).

W3 sKCcriepuMeHTAIbHBIX JAHHBIX IO OTHOCUTEIBHOMY
Beixony HHDB (puc. 9) BuaHO, 4TO MaKCUMaJIBHOTO BBIXO-
Jla ynaeTcsi JOCTUYb MTPU HU3KUX HAYaJIbHBIX KOHIIEHTPA-
musix h-BN (He 6osee 10 r/m), 94TO, CKOpee BCETo, MOKHO
00BSCHUTDH CHUXKEHUEM (D (PEeKTUBHOCTU dKCDOINALIUU
NpU YBETUYEHUU KOHIIEHTPALIMU YACTUIL B CYCIIEH3UU
3a CYET MPEMSITCTBOBAHUS UMU PACTIPOCTPAHEHUS KaBU-
TallMU U CHUKEHUS YAEIbHON 9HEPTUU YJIBTPa3ByKOBBIX
KosiebaHUl B pacyeTe Ha OJHY YaCTHUILY.

Takum o6pa3zom, onTUMaJibHON HaYaJbHON KOHIIEH-
tpanueit h-BN gaBasgercs 10 /11, Tak Kak IIpy JaHHBIX
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Puc. 8. Brusinue nauanbHoli konnieHTpauun h-BN u cocraBa JIC Ha konuenrpanuio HHbB B dyrare
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Puc. 9. Bnusnue HavyanbHoM KoHueHTpauuu MHB u cocrasa JIC Ha Beixomn HHB

yCJIOBUSIX HabmonaeTcss HauboJjiee BHICOKME 3HAUEHUST
BeIxonma (8—10%) u naTepajbHBIX pa3MepPOB YACTUIL
(=680 HM) IpK JOCTATOYHO BHICOKOI KOHLICHTPALIMKU
HHDB (0.8—1.0 r/n) B ueHTpU(pYrupoBaHHOI CyCIIEH3UU.

Cmpykmypa HHE

st uzyyeHust MOp(oJ0ruu MOBEPXHOCTU U OTpee-
JieHus1 TaTepaiabHbIX pa3mepoB HHbB ncnonb3oBanu me-
ton ITOM (puc. 10). JlatepanbHble pa3Mephl MOJyYeHHBIX
HHB, no nanaeiM I[1OM, cocrasisior nopsinka 600 HM
U MeHee. DT 3HayeHusd saBisiioTes TunuyHbiMu it HHB,
MOJIyYeHHBIX METOIOM YJITPa3BYKOBOI 3KChoaralum 6e3
npumMenenus [TAB [26, 56], u comracyiorcs ¢ JaHHBIMU,
MoJIydeHHbIMU NpU u3MepeHuu paamepa HHbB metonom
JazepHoii audpaxuuu (puc. 6). Takke MOXHO 3aMETUTD,
YTO HaJUYMe BTOPOTO IMKa Ha puc. 6 mpHu pazMepax
HopsIIKa 5 MKM SBJISIETCS CIIEICTBUEM arjloMepalnu
yacTHUll, TakK KaK Ha cHUMKax [1DM He HabaogaoTCs
yacTulibl ¢ pazmepamu 6osee 1 Mxm. M3 nanHbIx Ha puc. 10B
BUIHO, uTo ntojiyueHHble HHB oGnanaror yrnopsinoueHHOM
cioucToit cTpykTypoit. Kak BugHO 13 cHUMKOB Ha puc. 10a
u 106, HHB nipu ocaxkneHuu B rpoiiecce mpodoroaroToBKu
aromepupyrotes. OnHako pacnonoxenue yactu HHB
TOBOPUT O TOM, uTO cjou pazaudHbix HHB npocto
HaJIOKEHBI IPYT Ha Ipyra CO CIBUTOM, 4 HE COCAMHEHBI
BaHIIepBaajJbCOBOM CBS3bIO, T.€. MPOLECC IKCHOoNMMaALIUU
B JAaHHOM cJIy4ae KaK MUHUMYM YaCTUIHO HeOOpaThM.

Taxske MoxxHO 3aMeTuTh, YTo HHB nipo3paunb! gis
ny4Jka 3JIEKTPOHOB, YTO MOXET FOBOPUTH O HEOOJIbIION
tonwmuHe noayyeHHbix HHB. Tak, Ha puc. 10r BugHa
YacTula TOJIIMHOK 0KoJIo 15 HM. 3HaUeHUs TOJILIUHBI,
B CBOIO O04epeIb, CONIACYIOTCSI C JTAaHHBIMU UCCIICIOBAHUS
meTomoM ACM (puc. 11), KoTophie mOKa3aau, 4TO 00JIb-
IMMHCTBO 3KconuupoBanubix HHB nMmerot Tonmuny
MeHee 25 HM (He 6osiee 75 ciioeB).

HonomHutenbHo mis xapakrepudauuu HHDB 6bi1
OpUMEHEH METOd PEHTTeHOCTPYKTYPHOTO aHaIn3a
(puc. 12). BumHo, 4To mocie 3kKcGhOoauaud HHTCH-
CUBHOCTBH ocHOBHOro nuka (002) Bbicokasi, YTO CBU-
NEeTeJbCTBYET O COXPAaHEHUM CTPYKTYPhI B TJIOCKO-
CTH CJIOSI, TIPUYEM MHTEHCUBHOCTbH MHUKa IJISI Cpe-
bl akchonuanuu H,O/C,HsOH 1/2 B = 1.5 pasa
BeIme, yeM it H,O/C,HsOH 2/1, 4To MOXeT ObITH CBSI-
3aHO C TTOBHIIIICHHOM (pparMeHTanmeit yactuil h-BN B mo-
ciaeqHeM ciydae. Takske Ha peHTTeHOrpaMMe He HaOJrona-
€TCsI CMEIIeHUST TTOJI0KEHUST OCHOBHOTO ITUKa, YTO TOBOPUT
0 TOM, UTO MEXILJTIOCKOCTHOE PacCTOSIHUE HE U3BMEHWIIOCh
no cpaBHeHuto ¢ ucxonHbiM h-BN. bonee Toro, ajs akc-
(bomMMpoBaHHBIX YaCcTUI] HAOTIONAETCS YBEIMUECHUE 11~
PUHBI Ha TIOJIOBUHE BBICOTHI ITMKA, 9YTO MOXET TOBOPUTH
00 yMEHbIIEHUU pa3MepOB KpUCTa/UIMTOB. Bee Bhilenepe-
YUCIIEHHbIE (DAKTBI TOBOPSIT O TOM, UTO B IPOIIeCCe YIbTpas-
BYKOBOTO XUIKO(a3HOTO AUCHEPTUPOBAHUS TPOUCXOTUT
npeuMyllecTBeHHasl 3KchoIualus CJIOUCTHIX YaCTHUIL,
a He U3MeJIbYEHUE U CBSI3aHHAas C HUM aMopdu3aus
3a cueT HaKoruieHUs neeKToB [57].
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100 aM

Puc. 10. [I1I9M-uzo6paxenune HHb 8 H,0/C,HsOH 2/1: (a) obwuit Buz; (6) obwmumii Buz; (8) kpynusiii ruian HHB; (1) 60-

KoBast moBepXxHOCTh yacTuiibl HHB.

OueHka BbICOTHI KpucTaJIuToB st h-BN (51 HM)
u HHB (36 um), uto oTBevaet uuciy cioes 153 u 108
COOTBETCTBEHHO U CXOIMUTCS C JAHHBIMHU, TTOTYYCHHBIMU
HE3aBUCUMbBIMU METOIAMU, TTOATBEPKAAET TE3UC O TOM,
4TO MpU AJIUTEIbHOU yJIbTpa3BYyKOBOI 00paboTke
h-BN Ha HagaJabHBIX 3TAallaX JOMUHUPYIOT MPOIIECCHI
M3MeJIbYeHUS (CHUKEHUS JIaTepalIbHbIX pa3MepoB OT 5.5
10 0.53 MKM, T.e. mpubau3uTeapbHo B 10 pa3) v 3aTeM CHU-
JKEHMS TOIIIUHEI YaCTUII, T.€. COOCTBEHHO 3KC(hOTUALINHN.

SAKJIIOYEHUE

B xone maHHoOI1 paboThI ObLJIa MpoaHaIU3UpPOBaHa
3(pPeKTUBHOCTP 28 Pa3TUIHBIX YMCTHIX KUIKOCTEH IS
MPOBeIeHUS YIBTPa3ByKOBOI XXUIKO(ha3HOI 9KChonmauumn
h-BN, cpenu KoTopbix caMbiMU 3 (EKTUBHBIMU OKa3a-
JUCh N-MeTua-2-nuppoiuaoH u N, N-quMmeTunaueTaMus.
buinm Beruuciaenst HSP niis HHB, koTopbie cocTtaBu-
au 16.2, 12.1 u 12.3. Ha ocHOBe MOJIydeHHBIX TaHHBIX
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Puc. 12. PentreHosckas nudpakunonHas kaptuia h-BN (uepnast), HHDB B cucreme H,O/C,HsOH 2/1 (xpacHas 1uHus),
HHB B cucreme H,0/C,HsOH 1/2 (3enenast iuuus). Ha BcTaBke nokasaHa peHTreHorpaMMa Bou3u yria 20 = 26°

SKCIEPUMEHTAIBHO U TEOPETUUECKH MUCCICIOBAHO BIMSHUE
coctaBa cmemranHoi I C atanon—Bonxa. OmpeneaeHo
ONTUMAaJIbHOE COIepXKaHue 3TaHOJa B CUCTEME BOda—
9TAHOJ U U3YYEHO BAUSIHUE Pa3IUYHBIX TapaMeTPOB
(MTponOJKUTENBHOCTD, HaualnbHast KoHUeHTpauus h-BN
u coctaB JC) Ha 3 PEeKTUBHOCTD YIBTPa3BYKOBOM

aKchonuranuu. JlaHa olieHKa TeIIOThl CMEIIeHUs IS
JMAHHOM AUCIIepPCHOM cucTeMbl (okoio 24.53 kJIX/T), Ko-
TOpast HAXOIMUTCSI B COOTBETCTBUM C TAHHBIMU 1O MEXK-
cioeBoii Kore3noHHoi nmpouHoct h-BN. TTokazaHo, 4to
TIpH yIBTPa3ByKoBoM nucneprupoBanun h-BN B cucteme
BOIa—3TaHOJI IPOUCXOIUT IMPEUMYIIECCTBEHHO IIPOIIECC
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akchonmranum — nmpu ucxonHoi KoHenrpauuu h-BN 10 r/n
yanaetcs noayuuts HHB ¢ tonmuuoi nmopsaka
25 HM u MeHee, JaTepalbHbIMU pa3MepaMu 630—680 HM
(acnekTHoe oTHolueHue 25 u 6osee) u Beixonom HHB
8—10%. ManocnoiiHast cTpykrypa nojiyaeHubix HHbB
noaTeepxaeHa Metogamu [1OM, ACM u mopoukoBoii

peHTreHOBCKOI nudpakunn. [TpemokeHHbBII ITpoliecc
3KC(OIMAIINT MOXET OBITh YCITCITHO WCITOJIb30BaH IS
nonyuyeHuss HHB u ucnonb3oBaHus nx B KauecTBe HATIOJ -
HUTEJS WK J00aBKU K HAITOJHUTEIIO B KOMITO3UIIMOH -
HBIX MaTepHrajiax, IeYaTHBIX U TJICHOYHBIX TEXHOJIOTUSX.
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