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HccnenoBaHo BIMsIHUE TEMITEPATYPhI, AaBAEHHUs, CPENbl AUCTIEPTMPOBAaHMS, TUTIA OTHO-
CTEHHBIX YIJIEPOIHBIX HAHOTPYOOK Ha CTENeHb UX AearjoMepalru mocjie oopadboTku
METOJIOM OBICTPOTrO paciiMpeHust cBepxkpurudeckux cycrieHsuii (RESS). Metonamu
CIIEKTPOCKOIMM KOMOMHAIIMOHHOTO PACCESTHUSI M CKAHUPYIOILIEH 3JIeKTPOHHOM MUKPO-
CKOITMM TTOKAa3aHO, YTO HaMOOJIBIIYIO CTENeHb auceprupoBanus B mpouecce RESS obec-
MeYMBaeT UCMOJIb30BaHKEe a30Ta.

KnwoueBbie ciaoBa: ObICTPOE pacliMpeHUe CBEPXKPUTUUECKUX CYCTIEH3U, YTIIIepo/I-
HbIe HAHOTPYOKU, AUCIIEPTUPOBAHUE.

BBEJIEHUE

VYrnepoansle HaHOTPYOKM (YHT) 00671a0al0T YHUKATbHBIMU MEXaHUUYECKUMU,
3JIEKTPUYECKUMU, ONTUYECKUMU U OPYTMMU CBOMCTBAMU M HAXOLAT LUUPOKOE
MpUMEHEHNE B Pa3IMYHBLIX 00JacTSIX: oToBoNbTauKe [1, 2], MUKPORIEKTPOHUKE
[3], memOpaHHBIX TexHOJNOTHUSAX [4] 1 T.4. OgHAKO IIsT TOTO, YTOOBI MOTHOLIEHHO
ucrojib3oBaTh noreHuan YHT miisg GonbiumHcTBa chep MpUMEHEHUST, HEOOXOIMMO
MOJIYYUTh MX OJHOPOAHYIO ycToitumBylo gucrepcuio. K coxamenuto, YHT, kak u
JIpyrie HaHOOOBEKTHI, CKJIOHHBI K arperauvu. OHM TUIOXO AMCIIEPTUPYIOTCS, 00pasys
arjaoMeparhbl, a CTabMJIbHOCTh cycrieH3ud YHT Bo BpeMeHU OObIYHO HM3Kas [5].

st pemrenus 3agauyn 3ddektuBHoro aucneprupoBanus YHT Hauboiee pac-
MPOCTPAaHEHHBIMU METOJaMU SIBJISIIOTCSI yJIbTpa3ByKoBasi 00paboTKa, a TakxXe MC-
M0JIb30BaHUE IMOBEPXHOCTHO-aKTUBHBIX BeluecTB (ITAB) [6—13]. IlepBolit MeTOO
o0JagaeT CylIeCTBEHHbIMM HeAOCTaTKaMM, MOCKOJIbKY 00paboTKa yJIbTpa3BYKO-
BbIM 30HJOM BBICOKOII MOIIIHOCTM MOXET HpUBOAMTH K yKopauuBaHuio YHT, a
TaKXKe CO3MaHNI0 MHOTOUYMCICHHBIX Ae(EeKTOB, YTO Yallle BCErO OTPULIATEJIbHO BIIM-
sIeT Ha BO3MOXHOCTh MX Oyayiiero npumeHeHus [14, 15]. JIautenbHas o6paboTka
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B YJbTPa3BYKOBOU BaHHe MeHbllie u3MeHsieT cTpykTtypy YHT, onHako s dexkTus-
HOCTb AWCIIEPITMPOBaHUSI U IIpU TaKoi 0OpabOTKe 3HAUYMTEIbLHO CHMXaercs. He-
CMOTpsI Ha KaXyYIIYIOCsS YHUBEPCAIbHOCTb, MCIIOJNb30BaHue IIAB mis gucrepru-
poBaHusg YHT B ciayyae n1oCTaTOYHO IIMPOKOIO Kpyra NpUMEHEHU, B OCHOBHOM
CBSI3aHHBIX C UX JIEKTPUUECKMMU CBOMCTBaMU, TakxKe KpaliHe HexenaTeabHo. Tak,
n3onsiTouHoe mokpeitTue YHT TTAB MoXeT mpuBOIUTH K CYLLIECTBEHHOMY YBEJIMYE-
HUIO 3HAUYEHMSI TEPKOJISILIMOHHOIO MOpora MaTepuajaoB, KOTOpble ObLIM MOJyYeHbI
¢ ux ucrnoib3oBaHueM [16]. Takum obGpa3oM, 3agaya IMOKMCKaA aJlbTePHATUBHBIX
MeTonoB aucneprupoBaHus YHT sBiseTcsa B HacTosllee BpeMsl KpailHe aKTyaslb-
Hoit [12, 17].

OnHUM U3 aJbTepHATUBHBIX U OoJiee «laAsUX» MeToaoB obpaborku YHT
moxeT sBasaTbes: Meton RESS (Rapid Expansion of Supercritical Suspensions —
ObICTpPOE paCLIMPEHUE CBEPXKPUTUUECKUX cycreH3uit) [18—22]. DroT moaxon
npeacTasisger coboii Moamdukauuioo 0ojiee pacnpocTpaHeHHOro meroga Rapid
Expansion of Supercritical Solutions (ObICTpoe paclIMpeHUE CBEPXKPUTUUYECKUX
pPacTBOPOB), MCIOJIB3YIOLIETOCs 11 MUKPOHU3AUM PACTBOPHUMBIX B CBEPXKPUTHU-
yeckoMm ¢monge (CK®) pewects [23—26].

CyTb MeToja ObICTpOro paciuupeHus: cBepxkputudeckux cycrieHsuii (RESS)
3aKJIIOYAETCSl B CIEOYIOILIEM: B COCYIE BBICOKOTO MABJAEHUSI CO3[Ial0T CYCHEH3UIO
HWCXOJHOTO MopoliukoBoro marepuana, Hanpumep YHT B CK®. IIpu 3agaHHBIX
rnmapamMeTpax COCTOSHUSI MOPOIIOK BBIIEPKMBAIOT B T€UEHHE HEOOXOAMMOTO Bpe-
MEHU U MPOBOIAT PE3KOE paclblIeHHWE B MPUEMHYIO KaMepy, HaXOASIIylocs MpH
atMocdepHom napieHuu. [Ipu pacnbuieHun nocie ¢GopcyHKU GhJoua pe3ko pac-
LIUPSIETCS U TIEPEeXOIUT U3 CBEPXKPUTUUECKOTO (DIIOUIHOTO COCTOSIHUSI B Ta30BOE,
3HAYUTEIbHO YMEHBIAsl CBOIO IJIOTHOCTh. MHKpPOCTpYyKTypa o0OpabaThiBaeMOTIO
MOpoIKa TpeTepIreBacT U3MEHEeHHUS, KOTOPbIe CBSI3aHbI C OYEHb OBICTPBIM M He-
paBHOMEPHBIM 10 00bEMy MaTepualia CHUXKeHHeM naBieHus. OCHOBHBIE TTapaMeT-
pbl TaKOTO Mpoliecca, BIMSIOLIET0 Ha CTeleHb JearjioMepaluyd HaHOPa3MEPHOTro
Matepmana, — TUII 1 coctaB CK®, ero temmepaTypa 1M JaBlieHUE, a TaKXKe BpeMs
BBIIEPXKU cycrieH3uu [20, 22].

HecMmotps Ha moTeHuuMadbHble peumyliectBa Meroga RESS mnsa mucnepruposa-
Husg YHT, ero ncnonb3oBaiu Jullb B eIMHAYHBIX padoTax. Kpome Toro, B momaBisio-
1eM OOJIBIIIMHCTBE CJIYYaeB OUCIIEPTMPOBAHUE OOBIYHO MPOBOAWIM C MHOTOCTEHHbI-
mu YHT, nosydeHHbIMU B JIa0OpaTOPHBIX YCIOBUSIX, KOTOPbIE OOBIYHO XapaKTepU3YIOTCSI
OYeHb CUJIbHBIM Pa30opOCOM MO pa3IMUHbIM MapameTpaM (KOJIUMYeCTBO CJIOeB, JIMHA,
JUaMeTp U T.J.) U HU3KOU BOCITPOM3BOAMMOCTBIO cuHTe3a [18—20].

Llens HacTosILel pabOThl — YCTAHOBJEHUE 3aBUCUMOCTHU CTEIIEHU JearjioMepa-
uun YHT B npouecce RESS ot remmnepaTyphbl, JaBieHUs, Cpeabl AUCIEPIUPOBAHMS,
a takke Tuna YHT. B pabore ucnonb3oBaHsl aBa Tina ogHocteHHbIX YHT (OCSiAl
u HiPCO), koTtopble Npou3BOAATCS B MPOMBILIJIEHHBIX MacllTabax, KOMMEpUYEeCKU
IOCTYITHBI M CTaOWJIBHBI IO CBOMIM XapaKTepHCTUKAM B Pa3HBIX MapTUX.

OKCHHEPUMEHTAJIBHAA YACTb

st mpoBegeHust npouecca RESS mcnonb3oBanu yriaeKuciblii ra3 MapKu IH-
mesoii ('OCT 8050-85) u azor (I'OCT 9293—74) nuileBoil YUCTOTHI MPOMU3-
BouactBa Linde Gas.

B kauecTBe mMCIIEprupyeMoro Marepuajia MPUMEHSJIA IBa TUIA OJHOCTEHHBIX
YHT: TUBALL (muametrp YHT 1,6+0,4 uM, nmrHa — 60J1ee 5 MKM) IPOU3BOICTBA
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Puc. 1. Cxema ycTaHOBKM IS IIPOBEIEHMST OBICTPOTO PacIlMPeHMsT CBEPXKPUTUIECKUX CYCITEH3MIA:

1 — 6amnon CO, win N,; 2 — Hacoc BBICOKOTO JaBJIE€HUS; 3 — COCYJ CYCIIEH3UPOBaHUS; 4 — 11apOBO
KpaH; 5 — cocyn ¢ aTMOC(hepHBIM AaBIeHUEM; 6 — KpaH

komnanuu OCSiAl (HoBocubupck, Poccust) u HiPCO (muametrp YHT 1+£0,2 HM,
nnmuHa — 0,1—1 Mxm) npousBoacTBa komnaHun NoPo Nanotechnologies HiPCO
(banranop, Kapnaraka, Maaus). ConepxxaHue MeTaIMUECKUX MPUMeECeil B 000UX
tunax YHT coctasistimo meHee 15 mac. %.

Ha puc. 1 npencraBieHa cxeMa yCTaHOBKU Ijis1 aucreprupoBanuss YHT meto-
nom RESS. B cocyne Beicokoro gaBineHust (3) cycnensuposaiu YHT B BbIOpaHHOM
dmouae mpu 3agaHHBIX JABJICHUW W TeMIlepaType. B KauecTBe cpeabl AUCIIEpTUPO-
BaHUA ucnoiab3oBanu asor (7T, = —-147°C, P, = 3,35 MIla) u yriekuciblii ra3
(Tp=31°C, P, = 7,38 MIla). laBnenue BapbupoBaiu B auanazoHe 5,0—15,0 u
10,0—30,0 MIla, a remnepatypy — B auanazoHe 40—80 u 40—100 °C ngng azora u
VIJIEKUCIIOTO ra3a, cooTBeTcTBeHHO. [Tocne BeiaepxxuBanust YHT B reuenuu 30 MuH
C TIOMOILIbI0 KpaHa (4) MpoBOAMIM COpPOC MOMYYECHHOM cycreH3uu B cocynd (J),
JlaBjeHue B KOTOpoM ObLIo atMocdepHbiM. O0beM cocynoB (3) u (5) cocraBisii
25 u 500 M, cooTBeTcTBeHHO. M30BITOUHOE NaBieHue B cocyne (J) mocie MpoBe-
nenust ipouecca RESS copackiBanu ¢ momolbio kpaHa (6). g oleHKy yaeabHo-
ro oobeMa YHT mocne nposeaeHus npouecca RESS uncnonb3oBanu MepHBIN LiU-
JIMHIP.

Ananu3z YHT npoBoauium METOAOM CKAaHUPYIOLIEH 3JEKTPOHHON MUKPOCKO-
nmun (COM) Ha mukpockone NVision (Carl Zeiss, 'epMaHus) ¢ yCKOPSIIOLIUM
HanpsckeHueM 1 KB mo cranmapTHO MeTommKe. sl HOCTYDKEHUSI TPeIeIbHOTO
paspelieHnsT B BAaKYyMHOI KaMepe, B KOTOPYIO TTOMEIIaINCh 0Opa3iibl, JaBJIcHUE
JOBOIWIN 10 3HaueHud MeHee 5-1071° MITa. Mccnenyemble 06pasiibl IOMELIAIM HA
MMPOBOAMILYIO (YIIIEPOAHYIO) KIEHKYIO JIEHTY.

CrnexkTpbsl koMOMHaunoHHOro paccessHusl (KP) monyuanu Ha @ypbe-creKTpo-
MeTpe Bruker Vertex 70 ¢ momysiem KomOuHaiMoHHOTO paccesiHus Ram I1. O6pa3s-
ubl Bo30yxganu nuHueir 1064 um Nd: YAG-yasepa ¢ MakCUMaJIbHOM BBIXOAHOI
MoIIHOCTBIO 500 MBT, CIIEKTpBI PEerMCTPUPOBAIN TE€PMAHUEBBIM IETEKTOPOM,
OXJIaXIaeMbIM XXUAKUM a30ToM. 11 MUMHMMU3AlMK BO3ACHCTBUS JIa3epHOTO W3-
JIydeHHUsI Ha MccienyeMble o0pa3libl BBIXOJHASI MOIIHOCTD Jia3epa ObUla OrpaHuyve-
Ha Ha yposHe 30 MB. CriekrpanbHoe paspemieHue cocrapasio 1 e, g ymMeHb-
IIEHUS CTATUCTUYECKOM OIIMOKY KaXXIbIN CITEKTP paCCUUTHIBAIN ITyTEM YCPEITHEHUS
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128 cnexktporpaMm. OOpabOTKy TMOJYUYEHHBIX CIEKTPOB MPOBOAMIM C TMOMOIIBIO
nporpammHoro cogra «Fityk Bepcust 1.3.1».

PenrreHodazosbiii aHanu3 (PP®A) npoBogunu Ha audpaktomerpe Bruker DS
Advance (CuK,, Ni-¢punbtp, LYNXEYE nerexTop, reoMeTpusi Ha OTpaKeHMUeE).

PE3VYJIBTATBI 1 NX OBCYXIEHUWE

B xauecTBe 0MHOTO M3 YIOOHBIX M «HATJISIAHBIX» KPUTEPUEB OLIEHKU 3(PHeKTUB-
HocTu aucneprupoBanuss YHT MoxXeT OBITh MCITOTB30BaHAa KPaTHOCTH YBEJIWYe-
Hug yaeabHoro ooekMa YHT nmocne RESS. VaenbHbill 00beM INpeacTaBisieT codoit
oTHolleHue oobeMa K Macce YHT. KpaTtHocTh yBeanueHUs yaAeabHOro o0bemMa —
OoTHollleHue yaeiabHoro oobeMa YHT mocne u go o6paborku Metomom RESS.

Ha puc. 2 (@ u 6) ipeactaBiaeHbl 3aBUCUMOCTY KPATHOCTU YBEJIMUYEHUS yaeIb-
Horo oobema YHT nocie RESS nns azora u CO,. ITocne RESS-o6paborku YHT
MPOUCXOINT CYIIECTBEHHOE yBelIMUeHNE MX 0o0beMa (BO BCEX CIydasiXx KpaTHOCTh
YBEJIWYEHNS yIOeIbHOro oObeMa BeIme 1). OmHAKO, B 3aBUCHUMOCTU OT YCJIOBUIA
MPOBeIeHNSI NUCIEPIrUupoOBaHus aOCONIOTHAS BeJIWYMHA YBEJIMYECHUS YAEJIbHOTO
o0beMa HAHOTPYOOK MOXKET MEHSIThCS B IIMPOKOM Auana3oHe. Mcmoiab3oBaHMe
a3oTa B KauecTBe (hJIoMa MPUBOIUT K OGblIEeMYy pOCTy yaelbHOro oobema YHT,
o cpaBHeHMIO ¢ CO,. d1s1 00pa31oB, morydeHHBIX 00paboTkoit CKd-a3ora, TeM-
Teparypa He OKa3bIBaeT CYIICCTBEHHOTO BIUSHUS Ha CTETICHb YBEJTMUEHUS 00beMa.
[1pu 5TOM TTOBBILIEHUE JABIICHUS TIPUBOAUT K POCTY KPATHOCTH YBEJTMUECHUS 00be-
Ma BHe 3aBucuMoOCTU OT TemrepaTyphl. s CO,-3aBucuMoctd 3((EeKTUBHOCTU
JUCIIEpTUPOBAHUS OT TeMIIepaTypbl WM NAaBACHUS CYIIECTBEHHO OTJIMYAIOTCS OT
aHAJIOTMYHbBIX 00pa3LoB, MojydyeHHbIX B N,. PocT naBineHust B cinydae CO,, Ha000poT,
HEMHOTO YMEHBIIIAeT KPaTHOCTb YBEIWYCHHST 00beMa, a POCT TeMIIepaTyphl TP
TIOCTOSTHHOM HaBJICHUW — YBEJIMYMBACT.

IlonpoGHOE omucaHue NMPUYMH PA3HULIBI B 3aBUCMMOCTU OT TEMIIEPATypbl U
JaBJIeHUs TIpeICcTaBIeHO B padoTte [22]. AHaIOTUUHBIE pe3yJbTaThl ObLIU MMOJIy4YeHbI
Takxe npu aucnepruposaHuu merogoM RESS muorocrennbsix YHT [19]. Bkpatie,
B cJTy4yae a30Ta IJIaBHBIM (PaKTOPOM, OTIPEIEIISIONINM CTeTleHb «pacimmperHus» YHT,
SIBJIIETCS TMApOAMHaMUKa paciblieHusa. [1poBenmenme RESS mpm Gosee BBICOKOI
IUTOTHOCTH (Irfonaa (COOTBETCTBEHHO, 00Jiee BEICOKOM JaBJICHUW M HU3KOU TeMIIe-
patype) MpUBOAUT K OOJbIIEMY pacKIMHUBawIIEeMy 3(QdeKTy, BO3ACHCTBYIOLIEMY
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Puc. 2. 3aBucuMocTb KpaTHOCTH yBennueHusi oobema YHT nocie RESS or maBiaeHus npu
HCMOIBb30BAHUY PA3ITUYHBIX CPEI:

a—N,; 1, 2— HiPCO, 80 11 40 °C; 3, 4, 5— OCSiAl, 80, 60, 40° C;
6— CO,; 1, 2— HiPCO, 40 u 100° C, 3, 4 — OCSiAl 40 u 100° C
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Ha YHT, u cooTrBeTcTBEeHHO Oosblieil ero aearnomepanuu. IIpyu Mcnojib30BaHUU
CO, MOXeT NMPOMCXOAUTh YaCTUUYHOE OOpa3zoBaHUE KOHIEHCUPOBAHHOM (ha3bl.
O6paszoBaHue aByx¢asHoii cucteMbl B ciaydyae CO, IOMKHO yMeHbLIaTh 3ddek-
TUBHOCTh aucrieprupoBaHusi YHT, MOCKOJIbKY BO3HMKAIOIIME IPU 3TOM KallMi-
JIsIpHBIe 3(PDEKTHI CITOCOOCTBYIOT CXJIONMBIBAHUIO TTOP M arjloMepalny Tpyook. Yem
GoJIBIIIe TIIOTHOCTh pacHbUIIEMOro (DIIfonaa, TeM BBIIIE OyIeT H0JIsI KOHIEHCHUPO-
BaHHOU ¢a3bl, U TeM MeHee 3(POEKTUBHO OYAET MPOXOAUTL TUCIICPTHUPOBAHME.

Hnsg paznuunbix TMNoB ogHocTeHHbIX YHT (OCSiAl u HiPCO) ob6umue TeH-
JNIEHLIMA 3aBUCUMOCTM 3HAUY€HMSI HacbhlMHOW IuioTHocth YHT oT Temmeparypnl u
JaBJICHUS TIOXOXM, YTO MOXET CBUAETEJbCTBOBaTb 00 aHAJOTMYHBIX MEXaHU3Max
RESS-00pa6oTtku B ciiyyae YHT pasznuunoit npuponsl. OgHako, abCOMIOTHBIE 3HA-
yeHus KkpaTHocTu yBeauueHusi oobema YHT mocne RESS cyiiectBeHHO oTiinya-
forcd. Tak, MakcMMajabHOE YBeTWYeHUEe 00beMa, ITOCTHTAaeMoe IJIsT 0O0OUX TUIIOB
YHT nipu 15,0 MIla u 40 °C B a3ote, anst YHT OCSiAl coctasnser 11 pa3, Torga Kak
ansg HiPCO — 2,5 paza. Ins CO, gucnieprupoBanue metonoM RESS nipu 10,0 MIla
n 100°C B ciyuyae OCSiAl NpuBOAUT K yBeIWYEeHHUIO oObeMa B 8,9 pa3, B ciaydae
HiPCO — B 1,8 pa3. OgHo#l U3 BO3MOXHbBIX TIPUYMH TAKOTO OTJUYUS B aOCOJIIOT-
HbIX 3HaYeHusx yBeanuyeHust oobema YHT nocne RESS s pasHbeix Tunos YHT
MOXeT OBbITh cyllecTBeHHOe (Oosiee, ueM B 10 pa3) pazinuue B UCXOAHON HACHII-
HO# mioTHocTH ogHocTteHHoro YHT: y OCSiAl — 18 r/n, y HIiPCO — 200 r/x.
Kpowme Toro, HabmogaeTcs u cyuiectBeHHoe pasianuue B nauHe YHT: YHT OCSiAl
6onee yeM B 5 pa3 aauHHee HiPCO, 4To AOMKHO CMJILHO BJIWSTH Ha MPOLECCHI
JearJioMepaliy TIpH pacilupeHun QIonaa.

HccnenoBanue mukpoctpyktypsel YHT mociae obpadborkm meromom RESS B
OIpeJeICHHON CTeNeHM COOTBETCTBYET ITOJYYEHHBIM 3aBUCHUMOCTSIM W3MEHEHUS
HACBIIMTHOM TUIOTHOCTH Tocje aucneprupoBanusi. Ha puc. 3 npencrasieHsl ¢ororpa-
¢uu COM ucxogusix YHT OCSiAl nipu paznuuyHoM MaciutabupoBaHuu (puc. 3 a, 6)
n YHT, mucneprupoBaHHBIX C MCIIOJb30oBaHMEM aszoTa mnpu 15,0 (puc. 3 6, ¢) u
5,0 MIla (puc. 30, e). Xopollo BUAHO, YTO WIS oOpasla, oO0padOTaHHOIro IIpu
15,0 MIla (puc. 3 8), HabGIOgaETCSI HEKOTOpPOE yBeandyeHue pacctosinus mexay YHT
0 CpaBHEHHUIO KakK ¢ ucxogHbiMu YHT, Tak M ¢ oOpa3LoM, AuUCIeprupOBaHHBIM
npu 5,0 MITa. Kpome Toro, MUKpocTpyKTypa araomeparoB YHT, roaydyeHHBIX MeTO-
noMm RESS, Takxxe oTiMyaeTcsl OT OCTalbHBIX 00pa31oB: JEHTOOOpa3HbIe (hparMeH-
THI aIJIOMEPaTOB CYIIECTBEHHO MeHbIIIe 1Mo pa3Mmepy (puc. 3 ¢). B caydae o6padboTku
MmeTomoM RESS mpu 5,0 MIla cyuiecTBeHHbIX U3MEHEHUI Ha MUKpodoTorpadusx
nmo cpaBHeHUIo ¢ ucxomHeiMu YHT oOHapyXuTh He ygaercs.

K coxaneHuto, ckaHUpPYIOIas 3JIeKTPOHHAsT MUKPOCKOITUS SIBJISIETCS TOUEUHBIM
METOAOM, M, aHaJIU3Upysd MHKpodoTorpaduu, 4acTo AaXe KaueCTBEHHO CJIOXHO
cyauThb o 3¢ dekTuBHOCTH auctnieprupoBanust YHT. [Ipyroit MeTon, namouiuii momiy-
KOJIMYECTBEHHOE TpeAcTaBieHne o cteneHu aearmomepaunu YHT nocie RESS, —
CHEKTPOCKOIUsT KoMOMHauMoHHOro pacceuBaHusi (KP-criekTpockonusi), koTopas
SIBIISIETCS ITUPOKOJOCTYITHBIM M YacTO TPUMEHSEMBIM METOIOM MCCIIeIOBaHUS
YIJIEPOIHBIX MaTepUAJIOB, B YACTHOCTHU, OMHUM U3 HanboJyiee TOYHBIX METOIOB OIpe-
JeneHust GU3nKo-xuMudeckux xapakrepuctuk YHT. Haubonee 3HaunMbIMuU 00J1a-
CTSIMU YacCTOT, XapaKTepU3YIOIIUMU cocTaB U CTpyKTypy YHT, saBistiorcs: paguaib-
HbIE «JIbIXaTeJIbHbIE» YaCTOThl WM paaualibHash «abinainas» Moga (RBM — Radial
Breathing Mode) (140—250 cm™!), KOTOpbIe COOTBETCTBYIOT PaaMaibHBIM KoJjeba-
HUAM, U TaHTeHuuanbHble 4acToTel G 1 G (1560—1620cM™!), cBsi3aHHBIE CO CME-
LIeHueM cermeHToB [27, 28].
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Puc. 3. COM-dororpacduu ucxonubix YHT u YHT, aucneprupoBanHbix MetogoM RESS ¢
HCIIOJb30BaHMeM a30Ta Ipu Temiepatype 40 °C u gapnenuu, MIla:

a, 6 — ncx. OCSiAl; 6, e — 15,0 MIla; 9, e — 5,0 MIla

Ha puc. 4 u 5 npusenennl crnekTpbl KP nopomkos YHT OCSiAl no u nocie
RESS.

Jns nerajbHOro aHajau3a IMOJYYeHHBIX CHEKTPOB Oblja MpoBeAeHa aIlpOKCH-
Mauusl <«Iblaiux» MoJ AByMs dyHkumsimu Iaycca. OueBMAHO, YTO B 0O0JacTU
RBM HaOmogaoTcsl IepeKphiBaolnuxcst mouockl. Ilponenypa pasgeneHus rnepe-
KPBIBAIOIIMXCS CIMIEKTPAIbHBIX MOJIOC M UX aIllPOKCUMAalUs Obljaa MOAPOOHO OMu-
caHa paHee [7, 29]. Pe3yabpTaThl anmpoKCMMalUU MPEACTABICHbI B TaOJUIIE.
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Puc. 4. KP-cnektpsl YHT OCSiAl no v ocie
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Puc. 5. KP-cnextprl YHT OCSiAl no u mocie

obpabotku merogoMm RESS B obinactu RBM

MOJbI Ipu pa3nuuyHoM nasieHuu (MlIla), Tem-
nepatype (°C) u TUIle Cpelibl:

I — ucx. YHT; 2 — 30, 40 (CO,); 3 — 5, 80 (N,);

4—20, 100 (COy); 5 — 15,40 (Ny)

JIBe Hab/0HaeMble T0JI0Chl TpU ~161 1 ~177 cM™' OTBeYaIOT paguaabHBIM IbIIIA-
M MoaaM YHT B ciiydyae uHAMBUAYaabHbIX HAaHOTPYOOK 1 YHT B arnomepupoBaH-
HOM cocTOosSTHUH. PaHee Ha OCHOBE KBaHTOBO-XMMHWYECKUX pACUETOB, OBIJIO TTOKAa3a-
HO, uto Tojioca RBM B arimomeparax HaHOTpYOOK cMmeliaeTcsi B 00JIaCTh BHICOKUX
4acToT, TaK YTO OTHOlIeHUe YacToTbl RBM B aromeparax K ee 3HaUeHUIO B U30JIUPO-
BaHHBIX TpyOKax nmpuonuauresnbHo paBHO 1,1 [30]. CooTBeTCTBEHHO, IO COOTHOLIE-
HUIO MHTETPaJbHBIX MHTEHCUBHOCTEM 3THX NMUKOB [ (v=161 CM“)/ I(v=177 cm™Y)
MOXHO KaueCTBEHHO OLIeHUTb cTerneHb Aeariomepanun YHT. Tak, HaubGosblias
crerieHb aearoMepauuu YHT, nmo manueim KP, mocturaercst mpm Mcnojab30BaHUU
azota npu gasiaeHuu 15,0 MIla. TloHukeHue aaBieHUs] YMeHbIIaeT 3(pdeKTuB-
HOCTh aucneprupoBaHusi. B ciyuyae ucnoas3oBanust CO, npu 30,0 MIla u 40°C
CTeNeHb AearjioMepalud MUHUMaibHa. OQHAKO OUCIIEPTMPOBAHME C MOMOIIBIO
CO, nipu ero MeHbIIIei IMJIOTHOCTH MO3BOJISIET JOCTUYD PE3YJIbTaTOB, SKBUBAJEHTHBIX

Tabauya
PesyabTaTsl annpokcumamuun RBM moabt

VHT YcnoBus AUCIEPIUPOBAHMST Vimay, cm! Vinay» cm! Vinaxy/Vmax, | Ni> % | Na, %
Ucxonubie — 162 177 1,09 49 51
Mocne |CK-CO, (30,0 MIlIa/40 °C) 161 176 1,10 18 82
RESS 1 ck-C0, (20,0 MITa/100°C)| 161 177 110 | 55 | 45
CK-N, (15,0 MIla/40 °C) 161 177 1,10 61 39
CK-N;, (5,0 MITa/40 °C) 162 176 1,09 51 49

Vinax, — TIONIOXEHUE MAKCMMYMOB BKJI[IOB T0C/I€ anmnpokcumatiuu RBM mosbl, eM ;N uN,—
pacripesiesieHie MU30JIMPOBAHHBIX TPYOOK M UX arioMepaToB, %.
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JI71s1 obOpasiia, oopadoraHHoro B a3ore mpu 5,0 MIla. BaxkHO OTMETUTD, YTO pe3yIbTaThl
uccaenoBanuii crerienu AearnoMepauu YHT nmocine RESS Ha kauecTBeHHOM ypoBHE
COrJIacyloTcs ¢ TeHASHUUSIMU u3MeHeHus1 oobema YHT mociae oOpaboTKu B 3aBU-
CUMOCTU OT YCJIOBHUI TipoBeneHust mpouecca RESS.

CootHourenre mukoB G u G’(~2500 cm™'), a Takxke OTCyTCTBME MOJOCHI D
(~1250—1360 cM™!) moaTBEPXKAAIOT MPEUMYILECTBEHHYIO OJHOCTEHHOCTh MCCJIE-
nyeMblx YHT. MHIMKATOPOM NMPEeNMYIIECTBEHHOTO CoAepKaHus omHOCTeHHBIX YHT
saBsgeTcs Takke Haauume RBM, Tak Kak yBeJIMYEHHME UUCIA CIOEB B YIJIEPOIHBIX
HaHOTPYOKaX yMEHbIIIAeT MHTEHCUBHOCTb CIIEKTPaJIbHBIX MOJIOC B AuanaszoHe 140—
250 cm!. Tlo paguanbHBIM «IbIIIALMM» MOJAM MOXHO CYIUTh HE TOJBKO O TOM,
YTO B MCCEAyeMOM 00pasie MpUCYTCTBYIOT ogHocTeHHble YHT, HO 1 omnpenenuth
UX OUaMeTp MO COOTHOoLIeHHuIo [28]:

Vrem = 0/d,

rae o = 232 + 10 cM™! UM — smnupuueckuii Kosdduuuenr; d — auamerp YHT,
HM; Vrgm — TOJIOXEHHE MaKCUMYMa TTOJOCHI, OTHOCSIIEHCS K MHINBUIYATbHBIM
OYHT, cm.

JuamMeTp HAHOTPYOKM, OIpeaesIsieMblii U3 3TOro COOTHOLLeHUsI, paBeH 1,41+0,03 HM,
YTO COIJIAaCYeTCs C HAaHHBIMM, 3asBJIEHHbIMU IpousBoauteneM. duamerp YHT co-
OTBETCTBYET 3HaUeHUsIM XxupajibHOCTH (11, 10), YTO COOTBETCTBYET MOJYIPOBOIHUKO-
BOMY THIY MIpoBomuMocTH. JlopeHieBckasg ¢opma G* mmKa M HaJIM4Me MpearTKa
G~ (~1500 cM™!) 1OMONHUTENBLHO MTOATBEPXKAAET, YTO TPYOKM UMEIOT MOJIYIIPOBO/I-
HUKOBBII TUIT TPOBOAWMOCTH.

Ha puc. 6 npencrasiensl nrdpakrorpaMmbl 0opasioB rcxonHbix YHT OCSiAl
u YHT nocne o6pabotku metomom RESS.

IMux npm ~45° cooTBETCTBYeT Cl-3KeJie3y U IPUCYTCTBYET Ojarogapsl OCTaTOY-
HoMy KaTtajiuzatopy B Marepuaje. [Tuk B obsactu 20—30° — oCHOBHOI XapakTe-
puctnaeckuii curHa YHT. OH IpuMepHO COOTBETCTBYET MEXKITTIOCKOCTHOMY CHT-
Haly nas rpacdura U OoTBeyaeT AMPpPAKILUMU PEHTIeHOBCKUX Jydyeill Ha
MOCJIA0BATEILHOCTH arJIOMEPUPOBAHHBIX TPYOOK MEPHNEHIUKYISIPHON OCHOBHOM
ocu YHT. HaGnromaercsl ciBUI MaKCHMMyMa 3TOr0 CUTHaja BIIpaBO MOCJE OTUCHep-
rupoBaHus metogoM RESS. JIng ucxognusix YHT oH pacrnonaraercst B paitoHe 21°,
I71s1 00paboTaHHBIX — B paiioHe 30°. DTO HOKHO COOTBETCTBOBATH YMEHBIICHUIO

20 30 40 50 60 70

KP-cnBur, cm™

Puc. 6. Pentrenorpamma YHT no u nocie RESS:
I —ucx. YHT; 2— YHT nocne RESS
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pPaCCTOSTHUSI MEXIY TIJIOCKOCTSIMU, OT KOTOPBIX OoTpaxawTcs ayuu. B ciyyae YHT
YMECTHO MpeAroaraTb, YTO TAKOE COKPAILLEHUE PACCTOSIHUS SIBJISIETCS CJAEICTBU-
€M YMEHbIIIeHUs CpeJHell TaK Ha3blBaeMOI «BOJHUCTOCTHU» (waviness) TpyOoK H,
BO3MOXHO, CXJOMNbIBAHMS MMKPOIIOP MEXIY OTAEJbHBIMU TPYOKaMM B pe3yjibTaTe
o0pabotku metomom RESS.

SAK/IIOYEHUE

Takum o6pazom, Haubosblast 3pdekTUBHOCTL aucneprupoBanus YHT merto-
nom RESS nocturaercst mpu MCIojib30BaHUU a30Ta B KayecTBe cpeabl. [ToBbile-
HUe JaBlieHUs yBeIn4YuBaeT creneHb nearnomepauun YHT nocne RESS, a remmne-
paTtypa MpakTUYeCKU He BIUsET Ha pe3ybTaThl Mpollecca. B ciayyae ucmnoab3oBaHuUs
CO, B kauectBe (paouna aiss oopadborku YHT meromom RESS pucneprupoBaHue
npoucxoauT MeHee 3¢ dexTuBHO. [1pu 3TOM, cTreneHs aearnmomepanuu mist YHT
C pa3JUYHBIMU XapakKTepUCTUKAMU (AuMaMeTp, JJIMHA U T.A.) MOXET pas3jiu-
yaTbCsl.
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The influence of temperature, pressure, dispersion medium, type of single-walled carbon
nanotubes (CNTs) on the degree of CNTs deagglomeration after rapid expansion of
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supercritical suspensions (RESS) treatment was studied. It is shown by Raman
spectroscopy and scanning electron microscopy that the highest degree of dispersion in
the RESS process is provided by the use of nitrogen.

Key words: rapid expansion of supercritical suspensions, carbon nanotubes, dispersion.
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