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Bbina yctaHOB/IeHa 3aBUCHMOCTD CTENEHU JearjioMepalii yIIepoIHbIX HAHOTPYOOK
(YHT) ot xonuyecTBa 00pabOTOK METOIOM OBICTPOTO PaCIIMPEHUSI CBEPXKPUTUUECKUX
cycneHnsuii (RESS) B paznnuHbIX yciioBusix. BriepBbie okasaHo, 4To ABYKpaTHasi 00pa-
o6otka metonoMm RESS mosBosisieT yBenuunBath creneHb aearnomepauun YHT Gonee
3 dEKTUBHO MO CPaBHEHUIO ¢ OMHOKpaTHOM. TpexkpaTHast 00paboTKa B cirydyae Ipu-
MEHEHUsI a30Ta KaK pacTBOPUTEJISI IPUBOINUT K HE3HAYUTETLHOMY YBEJTMUEHUIO CTEIe-
HU AUCIIEPTUPOBAHUS TTO CpaBHEHMIO ¢ IBYKpaTHoOii. B ciyyae mpumeHenunst CO, Kak
pacTBOPUTENISI TpeXKpaTHast 00paboTKa MPUBOAMT K YMEHBIIEHUIO CTETIEHW TUCIIEPTH-
pPOBaHUSI O CPABHEHUIO C IBYKpaTHOM. [1pu MCMoab30BaHUM a30Ta B KAUe€CTBE CPEIbl
JCIIEprUPOBAHUS U3MEHEHME JaBJICHHST HE TIPUBOIUT K U3MEHEHUIO CTEIIEHU IUCIIep-
rupoBanust YHT. [pu ucnonszoBanun CO, — CHMXKEHHUE TJIOTHOCTH (itonia odecrie-
yrBaeT 00Jb1IyI0 3(pdekTrnBHOCTL 00padoTk YHT. Takum o6pazom, mist apdeKkTnBHO-
ro apucneprupoBanus YHT metonom mHorokpatHoit RESS-06paboTtku nmeer cMbIci
HCITOJIB30BaTh JIM0O IBYKPATHYIO 00pabOoTKy a30ToM, 1100 HU3KOILUIOTHEIM CO,.

KnimoueBble CJI0Ba: yrepoaHble HAHOTPYOKHU, OBICTPOE pacIlIMpeHne CBEPXKPUTHU -
YEeCKUX CYCITEH3UM, TUCTIEPTUPOBAHNE.

BBEAEHUE

Vrneponnbie HaHOTpYOKU (YHT) HaxomsT 1iMpokoe mpUMeHEHWe B pa3jiny-
HBIX 00J1acTsIX: MpU pa3paboTKe TPaH3UCTOPOB, COJTHEUHbIX TMaHesel, MeMOpaH U
T.[11. OGJlarogapsi yHUKaJIbHBIM MEXaHUUECKUM, BJIEKTPUUECKUM, ONITUUYECKUM U JApY-
ruMm ¢dusnueckuM cBoiictBam [4]. K coxayieHMI0, Kak U Bce HaHOOObekThl, YHT
MMEIOT CKJIOHHOCTh K arperanuu. Torma kKak sl MOJABASIIOLIEro OOJbIIIMHCTBA
MPUMEHEHU HEOOXOAUMO MOoJIydyaTh OAHOPOJIHYIO 1 YCTOWUMBYIO aucriepcuio YHT
0e3 KPYITHBIX arjlIoMepaToB.

HaubGonee pacnpocTtpaHeHHBIMM MeTomaMu i aucrieprupoBanust YHT saBisi-
10TCs1 00paboTKa ¢ MOMOIIbIO YJIbTpa3BykKa M MPUMEHEHNE MOBEPXHOCTHO-aKTHUB-
HbIX BemecTB (ITAB) [6—13]. IIpm sToM, 00pabOTKa MOIIHBIM YJIbTPa3BYKOM B
TeUYEHHE JI0JITOTO BPEMEHM MOXET MpuBecTu K Tomy, uyTo YHT cyliectBeHHO

16 «Cpepxkpurnueckue Pmonasl: Teopus u [Mpaktrka». Tom 19. Ne 2. 2024



Jlucnepzuposanue y2aepoouvix nanompybox
MemooomM MHOZ0KPAMHO20 GbICHIPO20 PACUWUPEHUS CEEPXKPUMUMECKUX CYCNEH3Wil

YKOpauMBaIOTCA, U 3TO MOXKET CIIOCOOCTBOBAThH HeEXXeJaTeIbHBIM M3MEHECHUSIM
CBOICTB KOHEYHOro Ipoaykra, coaepxamero YHT. O6paboTka B yIbTpa3ByKoO-
BOIi BaHHE 4allle BCero okasbiBaeTcsi Maio 3¢ dekTuBHoii. McnonbzoBaHue ITAB
nns gucreprupoBanuss YHT dacTto orpanmumBaeTr Kpyr puMeHeHUW. Tak, M3-
oniTouHoe nmokpeiTue YHT ITAB MoXeT npuBOIUTE K CYLIECTBEHHOMY yBeJIMYe-
HUIO 3HAYECHMS MMOPOTa MEPKOJSIIUN POBOASIINX MaTePUAIOB, KOTOPBIC OBLIN
IMOJIYYeHBI ¢ WX MCITOJIb30BaHWEM [16], UTO 3a4acTyio oKa3bIBaeTcsl KpaifHe He-
>KeJlaTeJIbHO.

B xadecTBe anbTepHATUBBI WA JOTIOTHUTEIHLHOM cTanny nucrieprupoBanus YHT
MoxeT npumeHsiTbesi MeTol RESS (Rapid Expansion of Supercritical Suspensions
— OBICTpPOE pacIIMpeHne CBEPXKPUTUUYECKMUX CYCIIEH3UI). DTOT MeTOH SBISIETCS
MoauduKauuein 0ojee LIMPOKO HcHoyib3yemoro moaxoma Rapid Expansion of
Supercritical Solutions (ObicTpoe paclliMpeHHe CBEPXKPUTUUYECKUX PAaCTBOPOB),
KOTOPBII YacTO TPUMEHSIETCS IJIT MUKPOHM3AIMM PACTBOPMMBIX B BBIOpAHHOM
CBEPXKPUTUYECKOM (IIIOMIE BEIIEeCTB.

ITpu peanuzanuu RESS B kamMepe BBICOKOTO NaBAe€HUSI CO3[AIOT CYCHEH3UIO
KMCXOAHOIro IMOPOIIKOBOro Marepuaia (B Hactosulein pabore — YHT) B cBepxKpu-
tnyeckoMm ¢aouae. Ilocne BblaepXKKM MaTepuana B KaMepe uepe3 Y3KOe COILIO
MIPOBOJIST PE3KOE pacIblIecHNEe B MIPUEMHBIN COCY, HaXOMSIIUIACS TIpU aTMochep-
HOM (JIn6O MOHMKEHHOM) AaBiaeHUU. [Ipu pacnblieHUH MOCe MPOXOXKIECHUS coruia
dmronn agmabaTUYECKM pacIlIupseTcs, TIEPEeXOINUT M3 CBEPXKPUTUUECKOTO COCTOSI-
HUA B Ta3, 3HAUUTEIPHO YMEHBIask CBOIO TUIOTHOCTh. [Ipm 3TOM MaKpoCTpyKTypa
YHT npereprieBaeT U3MeHEHUs, CBI3aHHBIE C pe3KUM 1 HEpaBHOMEPHBIM TI0 00BEMY
MaTepHaa cramoM gaBieHusI. OCHOBHBIMU TTapaMeTpaMy TaKOTo MpoIecca, BN -
IOIMMK Ha CTeTleHb IearioMepalliy HaHOpa3MepHOTO MaTepuaja, SIBJISIOTCS CO-
CTaB CBEPXKPUTHUUYECKOTO (JIIONIa, €ro JaBJieHHWe W TeMIlepaTtypa.

Meton RESS mpuMeHsum mist gucneprupoBaHMsT KaK MHOTOCTEHHBIX, TaK M
(pexe) ongHocTeHHbIX YHT. Ilpu aTOM B nepeumciaeHHbIX padoTax Bceraa rnpume-
HslJIach OfHOKpaTHasi oopadoTka. B Hacrosiieit paboTte BriepBble Oblia MpoBeAeHa
MHorokpaTHasi oopadotka YHT meronom RESS. B kauectBe oObekTa mccienoBa-
HUS OBUIM WMCIOJb30BaHBI IIMPOKO JOCTYIMTHBIE B Poccum, TpousBomsIivecs B
npombiiieHHbIX MaciiTabax YHT TUBALL komnanuu OCSiAl

Lenp paboThl — ycTaHOBJIEHME 3aBUCUMMOCTHU cTeneHu aeariomepaunu YHT ot
KpaTHOCTU UX 00padoTku meTonoM RESS B pasiuyHbIX yCloBUSIX.

OKCIHHEPUMEHTAJIBHAA YACTb

s mpoBeneHus npouecca RESS mncnonb3oBanm yriieKucabiii ra3 MapKu M-
mweBoit (I'OCT 8050-85) u azor (F'OCT 9293—74) nuiieBoil YUCTOTHI MPOU3-
BoiactBa Linde Gas.

B xauecTBe mucmeprupyemMoro Marepuaia IIpUMeEHsUIM ogHocTeHHble YHT
(OYHT): TUBALL (mmametrp YHT 1,6+0,4 am, nimnHa — 0Gojiee 5 MKM) TIpOM3-
BoiactBa kKomnaHuu OCSiAl (HoBocubupck, Poccust). CoaepxxaHue MeTajanye-
ckmx mpuMmeceit B YHT cocraBnsuio meHee 15 mac. %.

Ha puc. 1 nmpencraBieHa cxeMa ycTaHOBKU [utst aucnieprupoBanus YHT meTomom
RESS. B cocyne Bbicokoro nasieHusi (3) cycnensupoBaiu YHT B BbiOpaHHOM
dmonme pu 3agaHHBIX AaBJIEHUW W TemIlepatype. [lpw mpoBeaeHUM AMCTIEPTH-
pOBaHMsSA OBITM MCIOJB30BAaHBI a30T (HABJICHHWE B COCYAE OMCIIEPTHUPOBAHUS 5 U
11 MIIa nipu 40 °C) u auokcun yriepoaa (rnpu napieHuu 30 MIla u temnepaTtypax
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Puc. 1. Cxema ycTaHOBKHM 115 TipoBeneHMsT npouecca RESS:

1 — 6amnon N, wm CO,; 2 — Hacoc BBICOKOTO AaBJeHUS; 3 — COCYI CYCIIEH3UPOBaHUsI; 4 — 1IapOBOK
KpaH; 5 — cocy ¢ aTMOC(hepHBIM AaBIeHUEM; 6 — KpaH

40 1 100 °C). Kputnueckue TeMIiiepaTypa U JaBjeHHUE AJSI a30Ta COCTaBISIIOT
—147°C u 3,35 MIla, nna yraekucioro raza 31 °C u 7,38 MIla. I1ocne BeinepkuBa-
Hust YHT B teuenne 30 MuH, ¢ moMoubio KpaHa (4) IpoBOAMIM COPOC MOTydYeH-
HOI cycreH3uu B cocyn (5), AaBjieHHe B KOTOpoM ObLio aTMochepHbIM. O0beM
cocynoB (3) u (5) cocraBusun 25 mia u 500 Mt coorBercTBeHHO. M30BITOUHOE
maBieHue B cocyae (5) mocne mpoBeaeHus npouecca RESS copacwiBanmu ¢ momo-
1IbI0 KpaHa (6).

Anamu3 YHT npoBogwim METOIOM CKAaHUPYIOLIEH 3JEKTPOHHONH MUKPOCKO-
nmun (COM) Ha mukpockone NVision (Carl Zeiss, 'epmaHusi) ¢ yCKOPSIOLIUM
HanpsokeHreM 5 KB mo cranmaptHoi#t Metoauke. O6pa3enr HAHOCHIIM Ha JABYXCTO-
POHHUI YTJIEPOMHBINA 3JIEKTPOTPOBOASIINIA CKOTY, HAKICEHHBIM Ha MeTaJTnue-
ckuii croiuk. ITocae 3Toro cTojiuk ¢ 0d6pasloM Momellaiu B KaMepy MUKpOCKomna
1 BaKyyMUpOBalU. g TOCTMKEHUS MpenebHOTo pa3pellleHrs B BaKyyMHOM Ka-
Mepe, B KOTOPYIO TTOMEIIaad oOpasilbl, JaBiIeHWE TOBOAWIN IO 3HAUYCHUS MEHee
5107 MIla.

Criektpsl KomOuHanmonHoro paccesunst (KP) momygamm nHa Dypbe-crieKTpo-
MeTpe Bruker Vertex 70 ¢ momysieM KomMOMHalMoHHOTO paccesiHus Ram I1. O6pa3s-
bl Bo30yxkmanu auHueir 1064 am Nd: YAG-nazepa ¢ MaKCUMaJbHOM BBIXOTHOM
MoitHocThio 500 MBT. [Insi MUHMMM3aUMK BO3AEHCTBUS J1a3epHOTO U3JIyYeHUs Ha
HccieayeMble 00pa3ilbl BEIXOMHAST MOIITHOCTH Jla3epa Obljla orpaHMYeHa Ha YPOBHE
15 mB. CriekrpanbHoe paspelieHue coctasiasio 1 cm~'. JI1s yMEHbIIEHUS CTATUCTH-
YeCKOM OIMMOKM KaXKIbIN CIIEKTP pacCUYMUTHIBAIM TyTeM ycpenHeHust 200 crieKTpo-
rpamM. OOpabOTKy TMOJYYESHHBIX CIIEKTPOB MPOBOAIIIN C TTOMOIIBIO TTPOTPAMMHO-
ro obecrieueHust «Fityk Bepcus 1.3.1».

PentrenodaszoBerit ananus (P®A) mpoBogmiam Ha audpaktomerpe Bruker D8
Advance (I'epmanust) (Ni-punbrp, LYNXEYE nerektop, reomeTrpusi Ha oTpaxe-
Hue). CbeMKy NpOBOAWIM C UcTodb3oBaHUuEM CuK -u3nydyeHus (Cp. JUIMHA BOJIHBI
L= 1,54183 A). IMapamerpsl paGoThl reHepaTopa: yckopsioliee HanpsokeHne 40 KB,
Tok Tpyoku 40 MA. [TapameTpbl cCheMKU: MHTEpPBa yrjaoB 20 = 3°—50°, war no 26
0,01°, cKopoCTb perucTpaluuu CrnekTpoB 1°/MuUH.
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Puc. 2. 3aBUCUMOCTU KPaTHOCTHU yBelIu4eHUs1 yaeabHoro oobeMa YHT nocine RESS ot ycno-
BUIi 00paboTKu (LM PHI HAjA CTOIOLUAMU — KPaTHOCTh 00paboTku MeTogoM RESS)
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Puc. 5. KP-criektpni 06pasuioB YHT OCSiAl no u nocie o6padorku meronoM RESS B obactu
RBM-Moasl nipu paznuuHoM nasineHuu (MIla), remneparype (°C), Tune cpeabl 1 KpaTHOCTH
00paboTKM:

— ucxonneie YHT (7); — obpaboranusie N,: 11 MIla u 40 °C, ogHokpatHbIii (2), nBykpaTHbiil (10),
tpexkpatHbeiii (6) RESS; 5 MIla u 40°C, onHokpatHbelii (12), nBykpaTHblit ([1);
— obpabotannbie CO,: 30 MIla u 40 °C, ogHOKpaTHBI (5), IByKpaTHbIil (3), TpexkpaTHbiil (4) RESS;
30 MIla u 100 °C, ogHOKpaTHBI ( 7), IByKpaTHBIH (9), TpeXKpaTHbIi (&)

20

Puc. 6. Tudpakrorpammbl ucxogHbix oopasuoB YHT OCSiAl (/) u YHT nocie o6paboTku
meTtonom RESS: ¢ momomsbio CO,, 30 MIla, tpexkpatHasg oOpaborka, 100°C (2);
¢ nomoiubio N,, 11 MIla, 40 °C, onHokpaTHast o6paboTKa (3), TpexkpatHas (4)
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PE3VYJIbTATBI 1 UX OBCYXIEHUWE

B xayecTBe OMHOTO M3 YAOOHBIX U «HATJISIAHBIX» KPUTEPUEB OIEHKU 3 deK-
TUBHOCTU aucneprupoBanuss YHT MoxXeT OBITH MCIIOIb30BaHAa KPaTHOCTH YBe-
nuyeHust yaeabHoro oobema YHT nocine RESS. YaenbHblit 00beM mpeacTabisieT
coboit oTtHoluieHue odbeMa K Macce YHT. KpaTHocTb yBeauueHUs] yIeJabHOTO
obbema — oTHolleHue yaeabHoro oobemMa YHT mocie u 1o o6paboTKu MeToI0M
RESS.

Ha puc. 2 (cM. 1IB. BKJIAAKY) TIpeACTaBIeHBl TpadUKN 3aBUCUMOCTA KPAaTHOCTH
yBeauueHust yaeabHoro oobeMa YHT nocine RESS mist azora u CO, nipu pasiauy-
HOM YHMCJIe TocjenoBaTeIbHbIX 00padoToK MeTogoM RESS. KparHocTh yBenuueHust
00beMa BO Bcex ciydasix mpuBeaeHa B cpaBHeHuU ¢ ucxoaHbiMu YHT. TTocie RESS-
o6pabotkn YHT mpoucxoamT cyliecTBEHHOE YBeJuM4yeHue MX o0beMa (MouTu BO
BCEX CITydastX KpaTHOCTb YBEIMUYCHMS YACIbHOTO o0beMa BhIre 1). B 3aBucuMmocTn
OT YCJIOBUI TIPOBEIECHUS MUCIIEPTUPOBAHUS aOCONIOTHAS BEJIWYMHA YBEIUUYCHUS
VIETBHOTO 00beMa HAaHOTPYOOK MOXET MEHSThCS B IMMPOKOM auarmaszoHe. Jis
00pa3uoB, MOJY4EeHHBLIX 00pabdOTKOI C ITOMOIIbIO a30Ta, IOBBLIIICHUE HaBJICHUS
npuBoauT K pocty oobeMa YHT. Ins CO, 3aBucumMoct 3(pPeKTUBHOCTU AUCTIEP-
TUPOBAaHUS OT TEMIIEPaTyphl M JABICHMS CYIIECTBEHHO OTIMYAIOTCS OT aHAJOTHY-
HBIX 00pa3110B, MOJYYEHHBbIX B N,.

ITompo6HOe ommcaHWe TPUYMH PAa3HULIBI B 3aBUCUMOCTH OT TeMIIepaTypbl W
JIaBJIeHUs IpeAcTaBiieHo B padore [22]. B ciyyae azora riiaBHBIM (haKTOPOM, OIIpe-
JIEJISTIOLIMM CTelleHb «paciuupenus» YHT [19], aBasieTcss ruaponmHaMuKa paciibl-
nenus. Ilposenenue RESS mpu Gosee Bbicokoi MmioTHOCTU (uitonaa (COOTBET-
CTBEHHO, 60Jiee BBICOKOM JaBJICHNHU W HU3KOU TeMIiepaType) MPUBOAUT K OOJIbIIEMY
pacKJIMHMBAIOIIEMYy IaBJieHUIO, Bo3maelicTByomeMy Ha YHT, M cooTBeTCTBEHHO
6osbleit ero mearmoMepaunu. [1pm mcronbp3oBanun CO, MOXKET TMPOMCXOIUTH
JyacTMYHOE O0Opa3oBaHME KOHAEHCHUpPOBaHHOW (a3nl. OOpaszoBaHue ABYX(pa3HOM
cucteMbl B ciydae CO, HOKHO YMEHBIIATHh 3(P(MEKTUBHOCTh TUCTIEPTUPOBAHUS
VHT, nockojibKy BO3HUKAIOIIME MPU 3TOM KaluLIsIpHble 3(PdEeKTh CrocodCcTBY-
10T CXJIOTIBIBAHUIO TTOp M arjioMepanuy Tpyook. Yem OoJblle TIJIOTHOCTb pacIIbUIs -
eMoro GJonaa, TeM BBIIIe OymeT AOJsI KOHACHCHUPOBAHHOI (a3bl, U TeM MeHee
3 dEeKTUBHO OyaeT MPOXOIUTh AUCHEPrUpOBAHUE.

Bropuunas u nocneayrouass oopadborku mMerogoM RESS B OoJibIIMHCTBE Ciy-
YyaeB MPUBOILT K TOIOJHUTEIHFHOMY yBelnueHU0 oobemMa YHT mo cpaBHeHMIO C
OJHOKpaTHOI 00paboTKoil. MakcumaibHbIi 3(Pp(eKT OT BTOpUUYHON 0O0pPabOTKMU
— JOTOJTHUTENbHOe yBenmmueHne oobemMa YHT Ha 70% — wHaGmiomaeTcst TIpH WC-
nonb3oBaHuM B KadecTBe (paonpa CO, mpu 30 MIla un 40 °C. TpexkpatHas oOpa-
00TKa TakxKe TPUBOAUT K JOTOJTHUTEIHHON 3((EKTUBHOCTUA JTUCIICPTUPOBAHUS
BO Bcex ciydasax, kpome CO, 30 MIla, 40 °C; npu 3ToM 0o0pabOTKa IpU TOM XKe
napreaun u 100 °C mpuBoIuT K yBenmmueHUo obobeMa Ha 40 % 1o CpaBHEHMIO C
IByKpaTHOU. Takast pasHHMIIa MOXET OOBSICHITLCS ONMUCAHHBIMU BBIIIEC SBICHUSIMMU,
CBSI3aHHBIMH C BO3MOXKHOCTBIO BO3ZHUKHOBEHUS KOHIACHCUPOBAHHOM (a3bl B CITy-
yae BbICOKOU turoTHOocTH CO,. [loBBIIEHMEe TeMmepaTypbl M YMEHBIIICHUE IaBlie-
HUS JTOJDKHO TPUBOAUTH K TOHMXeHMIO TioTHOCTH CO, M, COOTBETCTBEHHO, MU-
HUMM3ALUKU TakuX 3¢GQGEKTOB.

Ha puc. 3 npeacraBieHsl COM-dororpadpuu ucxoaneix YHT OCSiAl (a), a
takke YHT, nucrnieprupoBaHHBIX MPU OJHOKpaTHON oOpadboTke merogoM RESS
(6), npu aBoitHOI 0OpaboTKe () M TpoitHO# (e). BumHo, uto mist obpasia nocie
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—— 10 MKM

8 2
Puc. 3. COM-dororpadpuu ucxoqHoro YHT u o6pasioB, o6paboTaHHBIX (IMCIIEprUpOBaH-
HbIX) MmeTonoM RESS ¢ ucnonb3zoBanuem azora npu naieHuu 11 MIla u remnepatype 40 °C:
a — ucxomubli YHT OCSiAl; 6 — mocie omnHapHO# 00pabOTKM; 6 — TOcJe IBOMHON ob6pa-
00TKHM; ¢ — Tocjie TpeTheit 00padboTKn
OJIMHAPHOMN, NBOWHON U TpoiiHOI 00paboTku (puc. 36, 6, 2), HabIOAAETCSI HEKOTO-
poe paciuerieHue BoysokoH-aromepatoB YHT no cpaBHeHuio ¢ ucxognbimu YHT
(puc. 3a). Ilpu cpaBHeHUM MexXIy COOON OJHOKpPATHOUN, NBOWMHOW W TPOMHON
00paboTku obpasia (puc. 36, 6, 2) OlieHKa CTeleHU JaearjoMepalu npeacTaBisier-
Cs 3aTPYAHUTEIbHOM.

K coxaneHuto, ckaHUpyollasl 3JeKTPOHHAs MUKPOCKOIIUS SIBJISIETCS TOYEUHBIM
METOJIOM, W, aHAIU3Upysl MUKpodoTorpaduu, 4acTto Jaxxke KauyeCTBEHHO CJIOXKHO
cyauTb 00 apdexkTuBHOCTU aucneprupoBaHust YHT. Ipyroit Mmetos, gatouiuii momy-
KOJIMYECTBEHHOE MpeAcTaBieHne o cteneHu aearmomepaunu YHT nocie RESS, —
CMHEKTPOCKOIUsI KoMOMHauMoHHOro paccenBaHusi (KP-criekTpockonusi), koTtopast
SIBJISIETCSl IUMPOKOJOCTYIMHBIM M 4YacTO TMPUMEHSEMbIM METOJIOM MCCJIeA0BaAHUS
VIJEPOAHBIX MaTEpUAJOB M OJHUM M3 HauboJiee TOYHBIX METOIOB OIpelae/eHuUs!
pusuko-xumuueckux xapakrepuctuk YHT.

Hawubosiee 3HauMMbIMK 00J1aCTSIMU YaCTOT, XapaKTEPU3YIOIIUMU COCTaB U CTPYK-
Typy YHT, sBAsIIOTCS: 4acTOTHI, OTHOCSIIMECS K paaualbHON <«IblllIallei» Moje
(RBM — radial breathing mode) (140—250 cm™'), cBA3aHHBIE C pagvaJbHBIMU
KOJIE0aHUAMU HAHOTPYOOK, M TaHreHuMaabHble Moabl G~ u G* (1560—1620 cm™),
CBsI3aHHbBIE CO cMelleHreM ux cerMeHToB [31, 32] (puc. 4 u puc. 5 Ha UB. BKJIaJIKe).

st neTajibHOTO aHajau3a MOJYYEHHBIX CIEKTPOB Oblla MpoBeaeHa amnImpoKCH-
MalMsl «Ibllalmx» Mo AByMst pyHkuusimu Taycca [7] (puc. 5). OueBUIHO, YTO B
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KP capur, cMm™!

Puc. 4. TTonnsie KP-cnexktpel YHT OCSiAl nocne nBoitHoit (1) u TpoiiHo#t (2) o6paboTku
meronoM RESS

obnactu RBM HaGiogaoTcs nepekpbiBaloluxcsl nojiocsl. Ilpouenypa pasnene-
HUS TIePEKPBIBAIOIINXCS CITEKTPATbHBIX MOJIOC W WX anIpoKCUMAaIds Oblia TIOMI-
poOHO ommcaHa paHee. Pe3ymbTaThl anmpoOKCUMAIIK TIPEACTaBIeHBI B TaoO. 1.
JIBe HabmomaeMble 1MoJ1ockl npu ~161 u ~177 cM™! oTBEUalOT paguaabHBIM IbI-
mwamuM MomamM YHT. Yacrorer RBM B arinoMeparax HaHOTpYOOK CMEIAIOTCSI B
BBICOKOYACTOTHYIO 00JIACTh, TaK YTO COOTHOIIEHWE YacTOT B arjoMepaTax K HX
3HAYEHUSIM B MHIUBUAYAITbHBIX TPyOKax coctaBiseT ~1,1 [36, 37], yTo HabmomaeTcs
st Bcex o6pasuoB Taba. 1. Tlo COOTHOLIEHUIO MHTETpaJbHbIX MHTEHCUBHOCTEM
9TUX NUKOB [(v = 161 CM")/ I(v = 178 cm™') MOXHO Ka4eCTBEHHO OLEHWUTh CTEINEHb
JlearsioMepay TpyooK M coiepkaHre WHANBUAYAIBHBIX TPyOOK. Hu3kouacTOTHBI

Tabauuya 1
PesyabTaTel annpokcumamuu RBM-moapl
VHT VenoBust IUCeprupoBaHmst Vivasr M [ Vi M| Vi Vinary | Nix % | Now %
Hcxonnbie — 159,3 174,8 1,09 43+1 | 57+11
ITocne CK-CO, (30 MIIa/40°C) 160,6 176,2 1,10 18+1 ] 82+1
RESS Ne 1| CK-CO, (30 MITa/100 °C) 160,5 176,9 1,10 55+1] 451
CK-N, (11 MITa/40°C) 160,8 176,6 1,10 611 39+1
CK-N, (5 MITa/40 °C) 162,2 176,4 1,09 51+1] 491
ITocne CK-CO, (30 MIIa/40°C) 160,2 175,8 1,09 57+1] 431
RESS Ne 2| CK-CO, (30 MITa/100 °C) 160,7 173,8 1,08 77+1] 23+1
CK-N, (11 MITa/40°C) 160.9 173,5 1,08 77+1] 23+1
CK-N, (5 MITa/40 °C) 160.9 173,5 1,08 77+1] 23+1
ITocne CK-CO, (30 MIIa/40°C) 160,5 175,1 1,09 48+1| 52+1
RESS Ne 3| CK-CO, (30 MITa/100 °C) 159,9 173,7 1,09 65+1| 35+1
CK-N, (11 MITa/40°C) 161,3 177,5 1,09 77+1] 23+1
CK-N, (5 MITa/40 °C) 161,2 177,8 1,10 78+1] 221

(Vinax) — TIOJIOKEHME MAKCMMYMOB BKJIAZOB MocJie annpokcumauuu RBM moasl, em™;

(N, u N,) — pacripenesieHre U30JMPOBAHHBIX TPYOOK U UX arioMepaToB, %.
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Bkiam RBM oTHOCUTCS K MHAMBUAYAJbHBIM YIVIEPOJHBIM HAHOTPYOKAM, BBICOKO-
YAaCTOTHBIN BKJaJ — K arperupoBaHHBIM HaHOTpyOKam. ITo pesyiabratam Tatum. 1
MOXHO TTPUOIMKEHHO OLIEHUTD paciipeaeaeHrue N30JIUPOBAHHBIX TPYOOK U UX arjio-
MepaToB. B 11eJJOoM MOXHO OTMETUTh, YTO OLIEHKA CTEIEHU AcarioMepalyy o JTaH-
HbIM KP-crieKTpocKonuu KOoppenaupyeT ¢ JaHHBIMU M3MEPEHUST YAECIbHOIO oOobeMa
VHT. Haubognbliasi ctereHb aearaoMepaunu xapaktepHa mist YHT, o6paboTaHHbIX
metogoM RESS nBa mim tpu pasa ¢ ucrnonb3oBanuem azora Jn6o CO, moHMKeH-
Hoii mioTHoctu. Kpome Toro, mpu obOpabotke ¢ momouipio CO, mpu gaBiIeHUU
30 MITa u Temmnepatype 40 °C nBoiiHast oopadbotka YHT oxaswiBaeTcst Gomnee a(-
(eKTUBHOI TT0 cpaBHEHUIO ¢ TpoitHOM. [TonpoOHO cnelmduKa BIUSHUS YCIOBUIA
006paboTkM Ha 3(P(HEKTUBHOCTL AUCIIEPTUPOBAHUS ONMCAHA BBIIIIE.

MoxXHO yTBepxXIaTh, YTO 0OpabOTaHHBIE HAHOTPYOKU IPEUMYIIECTBEHHO SIB-
JISIIOTCS OMHOCTEHHBIMU, MOCKOJBKY OTCYTCTBYeT rosoca D (~1250—1360 cm™),
KOTOpasi OTBEUYAET 3a KOJieOaHUSI KpAaeBbIX aTOMOB M PAacTeT C YBEJIMYEHUEM KOJIM-
YyecTBa CTEHOK M Je(MEKTOB; 3TO IOATBEPXKIAeT M COOTHOolIeHuWe NMUKOB G u
G’(~2500 cm™") [38, 39]. TTux G” aBasieTcss 066pTOHOM IMOJOCHI D, a COOTHOLIEHNE
mukoB G u G’ 4yyBcTBUTENBHO K nedeKTaM CTPYKTYpbl. MHIMKATOPOM IpenMy-
LLIECTBEHHOIO COJEepXKaHUsI OJHOCTEHHBIX HAHOTPYOOK sBisieTcsd Hanmmune RBM,
TakK KakK yBeJaudeHue cyioeB racut 3ty moxay. Ilo mome RBM MoxHO cymuth He
TOJIBKO O TOM, UTO B MCCJeayeMoM obpaslie MpUCyYTCTBYIOT ogHocTeHHble YHT, HO
U OMpeIeuTh UX IuaMeTp. Tak 1o cooTHoIIeHUo (1) MOXHO OINpeneauTh Aua-
MeTp HaHOTpyOku [38, 40—42]:

WRBM:OL/d,’ (1)

rae o= 232+ 10 cM'HM — sMnmpudeckuii ¢paxkrtop, d’ — nuamerp OYHT, Hwm.

HduamMeTp HaHOTpYOKM, ompenesiseMblii M3 3TOTO COOTHOIIEHMSI, PaBeH
1,41+0,03 HM, uTO corjlacyeTcsi ¢ JaHHBIMU TTpou3BoauTes. Jlnamerp HaHOTPYOOK
COOTBETCTBYET 3HAUYCHUIO XUPATBHOCTU 14,6, UTO COOTBETCTBYET MOJYIIPOBOIHU-
KOBOMY TUITy TpoBoauMocTu. JlopeHueBckasi ¢opMa G-TMKa M HaJM4ue TMpearu-
ka G~ (~1500 c¢cM™') JOMONHUTENLHO MOATBEPXKAAET, YTO TPYOKM MMEIOT IOJIYIIPO-
BOJHUKOBBIN THIT TTPOBOIUMOCTH.

Ha puc. 6 npeacrapieHsl gudpakrorpaMMbl o6pasioB ucxoaHbix YHT OCSiAl
n YHT mocne o6pabotku metomoMm RESS. INMuku B paitone 26,3°—27° u 44,7° —
OTBEYAIOT reKcaroHajibHOUM rpacuToBOK CTpyKType. OHU COOTBETCTBYIOT IE€pPUO-
JTUYHOCTU MEXJIYy CJIOSMU W BHYTPU CJIOEB, B HallleM CJydyae PacCTOSIHUIO MEXIy
tpyokamu. IIupokuit uk B obnactu 30,4° oTBeyaeT CUTHAJy, ITOJyYeHHOMY IIpU
oTpaxkeHuu oT TopueBbix yacteii YHT («kopoH»). Kak MOXHO BUIIEThb, B Cilydyae
BCEX JUCHEPrUPOBaHHBIX 00Pa3II0B 3TOT MUK MPOSIBJIEH ropasio CUjibHee Mo CpaB-
HeHuto ¢ ucxonHbiMuM YHT, 4To maeT nOonoJHUTENbHOE TTOATBEPKAEHUE TOMY, UTO
MeTon RESS nosBonser apdexktuBHo aucrnieprupoBath YHT. K coxaneHnuto, mist
0oJiee N1€TaIbHOIO ITOJIYKOJMYECTBEHHOIO CpaBHEHUSI O0pa3loB MeEXIy CcOO0O0i
HYXXHO OoJiee JIMTEbHOE HAaKOIJIEHUE CIIeKTPOB.

Takum oOpa3om, Obljla yCTaHOBJIEHA 3aBUCUMOCTDb CTeTieH! Aeariomepauu YHT
OT KojJuuyecTBa 0o0paborok ux MetonoM RESS B paznuuHbix ycinoBusix. BriepBbie
IM0Ka3aHO, YTO ABYKpaTHas oOpaboTrka MmerogoM RESS mosBonsieT yBenmumBaTh
crerieHb aearoMepanun YHT Oonee appekTuBHO 1O CpaBHEHUIO C OJIHOKPATHOM
Kak B ciydyae a3ota, Tak u B ciaydyae CQO,. TpexkparHast oOpaboTKa B ciiydae a3oTa
MIPUBOIUT K HE3HAYUTEIbHOMY YBEJIWYCHUIO CTETeHW AUCIEPTUPOBAHUS IO
cpaBHeHHUIO ¢ aBykpaTHoi. B ciyuae CO, TpexkpaTHasi oOpabOTKa MPUBOAUT K
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YMEHBIIICHHWIO CTETIeHW TUCTIEPTUPOBAHMS 110 CPaBHEHMIO ¢ ABYKpaTHO. [1pu mc-
MOJTh30BaHUM a30Ta B KaueCTBE CPEAbl MUCTIEPTUPOBAHUSI M3MEHEHUE TeMIlepary-
pBI W JaBJICHWS He TPUBOAWUT K M3MEHEHWIO CTeIeHMW aucrneprupoBanus YHT.
ITpu ucnonszoBaHuu CO, — CHUXEHUE MJIOTHOCTU (hIrouIa 00ECneuynBaeT 00Jb-
myto 3pdekTuBHOCTL 00padbotku YHT. DTo cBSIZaHO ¢ TeMm, UTO B ciyyae a3oTa
[JIaBHBIM (paKTOpPOM, OTpeAeIISIIOLIMM CTeTNeHb «paciunpeHusi» YHT, aBasiercs ruapo-
JTWHAMWKa pacibiieHus. Torma Kak, mpu ncrnonb3oBanun CO, MOXeT TTPONUCXOAUTh
yacTMYHOe 00pa3oBaHUE KOHJIEHCUPOBAHHOM (ha3bl, UTO CHUXKAET 3(hp(PeKTUBHOCTD
nucreprupoBaHusi. Takum obpasom, mist addekTuBHOro aucneprupoaHust YHT
MeTojgoM MHorokpatHoit RESS-00pabGoTku mMeeT cMbIca MO0 UCIOJb30BaTh
JNIBYXKpaTHYI 00paboTKy a30TOM, JKMOO0 HU3KOIIOTHBIM CO,.
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The dependence of the degree of CNT deagglomeration on the multiplicity of their
treatment by the method of rapid expansion of supercritical suspensions (RESS) under
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various conditions has been studied. It was shown that double treatment by the RESS
method makes it possible to increase the degree of CNT deagglomeration more effectively
than a single one. Three-fold treatment in the case of nitrogen leads to a slight increase in
the degree of dispersion compared to two-fold. In the case of CO,, three-fold treatment
can lead to both an increase and a decrease in the degree of dispersion compared to two-
fold. When nitrogen is used as a dispersion medium, changes in temperature and pressure
do not lead to a change in the degree of dispersion of CNTs. When using CO,, a decrease
in fluid density ensures greater efficiency of CNT processing.

Keywords: carbon nanotubes, rapid expansion of supercritical suspensions, dispersion.
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