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MepMcKnin HaUMOHanNbHbBIN NCCIEaoBaTENbCKUN
nonuTEXHMYECKNn yHuBepcuTteT, Nepmb, Poccus

NCCINEOOBAHUE MNMPOLIECCA MNMOJIYYEHUA

KoJJnoungHoOro reA®MTA HA OCHOBE TPA®UTA T11-1

Yavmpaoucnepcuwiii npupoonuiii epagum c pasmepamu yacmuy
MeHee | MKM UCHONb3YIOM 6 Kauecmee HanoIHumenel 0Jis yenepooHsix
KOMNO3UYUOHHBIX MAMEPUAnos, NOAYYEHUS CEEePXNPOYHLIX MepMO-
U KOPPO3UOHHO-CIMOUKUX Oemanell, 6 MEXHOI02UU DIeKMPOHHBIX KOM-
NOHEeHmMO8, A MAKIHce OCHOBHO20 KOMNOHEHMA 8 NPOU3800Cmae dgmo-
MOOUNHBIX WUH. B c653U ¢ 8bICOKOU CTMOUMOCBIO KOLOUOHO20 2pagdu-
ma 3apyoestcHo20 npou3e00Cmaea cywecmayem nompedHoCMy 6 NoyYeHuy
YIbMPAOUCNEPCHBIX NOPOUIKOE 2paAduma HA OCHOBE OMeEUeCMEEeHHbLX
Mapox epaguma.

B pabome uccnedosan cnocob nonyyenus epaghuma c pasmepamu
yacmuy 0,5—1,5 mxm uz omeuecmgennozo epaguma mapxu IJI-1.
Cnocob exniouaem 6 cebs mMexanuueckoe usmenbyenue 8 niaHemapHou
MenbHuYe, YIbmpazeykosylo OUCHepeayulo U XUMUUECKYI0 00pabomky
pacmeopom ceprou Kuciromel. Hccneoogan pasmep uacmuy nonyueH-
HO20 epaguma nocie Kaxcool cmaouu UMenb4eHus, RPOaHATUUPOBAHA
@opma nomyueHHbIX Yacmuy ¢ NOMOWBIO ONMUYECKOU U CKaHupyouet
9NEKMPOHHOU MUKPOCKONUU. Ycmanoeneno, umo npumeHenue moabKo
MEXAHUYECK020 8030eliCBUsl HA NPeKypCcop He NPUGOOUm K HOTYYEHUIO
yaempaoucnepcuvix yacmuy. OOHAKO NOCie XUMUYecKou o06pabomku
HONYHAIOMCA MeaKue yacmuysl ¢ pasmepamu oxono 0,5—1,5 mxm u azno-
Mepamsl ¢ pasmepamu OKoao 25 MKkm, cocmosiujue u3 NepeutHbIX uac-
muy ¢ pazmepamu 0,5-1,5 mxm. C nomowwto epasumempuiecko2o
Memooa MONCHO KAACCUDUYUPOBAMb U BbLOCUMb HYHCHYIO (PPAKYUIO
KONOUOHO20 epaguma. [ns ycmpanenus aznomepayuu KoaIOUOHBIX
yacmuy npu XpaHeHuu HeodXo0UMO 8800UMb NPOMUBOKOALYIUPYIOULYIO
00basky. B kauecmee maxoii 000a6KU MONCHO UCHONBL30GAMb 2UOPO-
KCUO AMMOHUSL.

B pezynemame cosmewenua mexanuueckoti u xumuyeckou oucnep-
eayuu epagpuma mapku IJI-1 MOoducHO nomyuums KOAIOUOHBIU epagum
¢ pazmepamu om 0,5 do 1,5 mxm.

Kniouesvie cnosa: ynompaoucnepchviii epagum, KOALOUOHBLU
PACmeop, pazmep wacmuy, usmerbueHue, YIbmpasgykoeds oucnepeayus,
Xumuveckas 0bpabomka.
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RESEARCH OF PRODUCING COLLOIDAL
GRAPHITE FROM GRAPHITE GL-1

Ultrafine natural graphite having a particle size less than 1 micron
are used as fillers for carbon composite materials, for production of ultra
high heat- and corrosion-resistant details and a main component in the
manufacture of automobile tires. Because of the high cost of colloidal
graphite foreign production there is a need to obtain ultrafine powders of
graphite-based graphite Russian brands.

We have studied a method for producing graphite with a particle size
of 0,5-1,5 micron graphite Russian brand GL-1. The method includes me-
chanically grinding in a planetary mill, ultrasonic dispersion and chemical
treatment with sulfuric acid. Studied the size of the graphite particles after
each grinding step, analyzed the shape of the resulting particles by optical
and scanning electron microscopy. It is found that the use of only a me-
chanical action on the precursor does not produce ultrafine particles. How-
ever, after the chemical treatment of graphite are obtained fine particles
with sizes of about 0.5—1.5 microns and the agglomerates with dimensions
of about 25 microns, consisting of primary particles with a size of 0.5-1.5
microns. With the gravimetric method can classify and select the desired
fraction of colloidal graphite. To eliminate the agglomeration of colloidal
particles during storage is necessary to introduce anticoagulant agents.
Ammonium hydroxide can be used as an additive.

Thus, the combination of mechanical and chemical dispersion
graphite GL-1 provides a colloidal graphite with sizes ranging from 0,5 to
1,5 microns.

Keywords: ultrafine graphite, colloidal solution, particle size, grind,
ultrasonic dispersion, chemical treatment.

['padut pa3nuIHBIX MapOK HAXOIUT IIMPOKOE MPUMEHEHHE B MeETal-
JypPruM, B MIPOU3BOACTBE OTHEYNOPHBIX U3JACTUN. Y IbTPAAUCIIEPCHBINA TPH-
POIHBINA rpaduT ¢ pa3MepaMu YaCTHUI] MEHee 1 MKM HCIIOJIb3YIOT B KAUeCTBE
HATIOTHUTENEH ISl YTJIEPOIHBIX KOMITO3UIIMOHHBIX MaTepUaloOB, MOIyYe-
HUSI CBEPXIIPOYHBIX TEPMO- M KOPPO3UOHHO-CTOWKHX JICTAJICH, a TaKXKe OC-
HOBHOTO KOMITOHEHTa B ITPOU3BOCTBE aBTOMOOMIIbHBIX IIWH [ 1-4].

OTedecTBEHHBIN PHIHOK MOPOIIKOB rpaduTa mpeicTaBieH MUPOKO, HO
MOPOIIIKA C TPaHyJIOMETPUYECKUM cocTaBoM MeHee | MkMm B Poccum He
MPOU3BOAT. B TO ke Bpems 3a pyOekoM BBITYCKAIOT MHOTO MapOK Ipo-
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IYKTOB, COJICPKAIIMX YJIbTPATUCIIEPCHBIN rpaduT, Hanpumep, «AkBagar E»
(mapka E, mpousBoactBo ['epmanmst), HCIIOIB3yEeMBbIid B OTEYECTBEHHBIX BbI-
COKOTEXHOJIOTUYHBIX MTPOU3BOACTBAX [5].

CroumocTs KosmtonHoro rpadura cocrassiet ot 1660 py0. 3a 0,5 11 Boj-
Horo pactBopa 18 %. CroumocTh mpoaykra «AkBagar E» nmpousBozactBa Ache-
son 3a 1 xBapry (0,94 m) cocraBmsier $168,95 mo manuemM «LAAD reasech
industries» [5]. YnsrpaaucnepcHsiii cyxoit rpagur: ot 1300 py0. 3a 0,5 kr no-
pOIIIKa TP cpeaHeM pa3Mepe yactuil 3—5 mxm, 10 5000 py6. pu cpeaHeM pas-
Mmepe 1 MKM U MeHee. B cBSI31 ¢ BBICOKOI CTOMMOCTBIO KOJUIOWAHOTO Tpaduta
3apyOeKHOTO TIPOU3BOACTBA CYIIECTBYET MOTPEOHOCTHh B MOJTYYCHHUH YJIBTpPa-
JIMCIIEPCHBIX TIOPOIIKOB rpadrita HA OCHOBE OTEUECTBEHHBIX MapOK rpaduTa.

OpauH U3 crnoco0OB MONYYEeHUS YIBTPAIUCIIEPCHOTO rpaduTa — Mexa-
HUYECKUH — TpEArnoaraéT TOHKOE H3MeNbUYeHUE MPHUPOJHOro rpadura
B MEJIBHHIIAX-UCTHPATEIIAX C IMOCICAYIONIEeH PU3NKO-XUMUIECKO 00paboT-
KOH, Ki1accupukamnueit mo GppakiusM U MPUTOTOBICHUEM CyCIIeH3uH. TaKkxe
CYILIECTBYET MUPOIUTUYECKUN CIOCOO — OECKUCIOPOHOE OKUCIICHUE YTIie-
BOJIOPOJIHBIX Ta30B, OTXOJ0B He(TenepepadoTKH, KAMEHHOYTOJIBHOTO TeKa
C mocyenyromel craaueit rpadpurusanuu npu temmneparype 1200-2400 °C
Y IPUTOTOBJICHUEM CcycrieH3uu [6—10].

J171g moy4eHust BOIHOTO KOJUTOMIHOTO pacTBOpa u3 rpadura (ocHOBa
npoaykra «AxBagar E») anpobupoBanu cocod MexaHHYeCKo 00paboTKu
rpadura mapku ['JI-1 ¢ pasmepom gactui oT 30 1o 400 MKM, ITUPOKO HC-
MOJIb3YEMOT0 B Pa3IMYHBIX KOMITO3UIIMOHHBIX MaTepuayiax. BHemHuil By
YyacTUIl UCXOAHOTO nopoiika rpadura ['JI-1 mpencrasien Ha puc. 1.

Puc. 1. Ilopomok rpadura mapku ['JI-1, yBennuenue x10
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Ha nepBom 3tane uccienoBaim BO3MOKHOCTb M3MENbUYEHMs Ipaduta Me-
XaHUYECKUAM ITyTeM TpH TOMOIIM TUIAHETApPHOW MENTbHHIIBI «AKTUBATOp 2SL).
Pe3ynbraThl M3MeNbUeHNUS MOTYyYEHHBIX 00pas3ioB rpadura ¢ HCHOIb30BAHHEM
CKaHUPYIOLIEH 31eKTpoHHOM MuKkpockonvu (COM) npuBeneHs! Ha puc. 2.

Puc. 2. I'padut mapku ['JI-1 nocne u3MenpYeHHS B TUIAHETAPHOW METTLHUIIE,
yBenmuuenue: a — x1000; 6 — x3000; ¢ — x6000

Ha dortorpadusx COM BumHO, 9TO YACTHUIIBI rpaduTa UMEIOT BH/I
TUTACTHHOK ¢ OOJIOMJIEHHBIMH Kpasimu. Pa3smep yactui rpaduta coctaBiser
~10 MKM, 4TO 3HAYUTENBHO MPEBBIIIAECT pa3Mep YacCTHUL] YIbTPAAUCIIEPCHO-
ro rpadwura.

Jiis manbHeiiero n3MenbYeHus MOoTyUYeHHbIX YacTull TpaduTa u ynane-
HUSI IOCTOPOHHUX MPHUMEcEeH arnpoOUpoBaH Crocod yIbTPa3ByKOBOIO AWCHEp-
TMPOBAHKS C YaCTOTOM yabTpassyka 22 kI mpu moutsoct 0,2-0,5 Br/em™.
B pesysnbrare mpoBEeIEHHONH MEXaHWYECKOH W YIBTPa3BYKOBOW OOpaOOTKH
pa3mep yactull rpadura B 00beMe coctaBi npumepHo 0,8—1,1 MxM, ocHOBHas
YacTh YacTHUI] ¢ pa3MepoM Oojiee 2 MKM OceJaeT Ha JHO U HE OINpeienseTcs
METO/IOM Jla3epHOo Audpakuuu. Pe3ynbTarel aHanmsa pa3MepoB 4acTHIl Ipa-
¢uTa B 00BEME TIPECTABICHBI HA PUC. 3.
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Puc. 3. Pe3ynbTathl aHanm3a pa3MepoB 4acTull rpadura

1ocJie yabTpa3ByKOBOH 00pabOTKH B BOIHOH cperie
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JIy1g yBenM4EHUs KOJIMYECTBA YACTHUI] C pa3MepPOM MeHee | MKM ampo-
OMpoBaH CrOCOO MOMYyYECHUS] WHTEPKATUPOBAHHOTO TpaduTa B MIATKHX yC-
noBusix. IJist 5TOrO MOJIy4EeHHBIM MOCTe MEXaHUYECKON U yJIbTpa3ByKOBOM
aKTHUBAlUU TPaQUT KUMATHINA B TeUEHUE 2 9 B PaCTBOPE CEPHOM KUCIIOTHI
¢ koHuentpanuer 50 % c mocneayrome npombiBKON. s oTaeneHus
KPYMHBIX YaCTHUI[ OT MEJIKMX PacTBOp MoJBepraiu Y3-aucnepraiuu B Teue-
Hue 30 c. [Tonmy4yeHHbI KOJIJIOUIHBINA PACTBOP MUCIIOJIB30BAIM JIs aHATIU3A.

AHanu3 KOJJIOWIHBIX YaCTHUI[ MPOBOIMIA METOJaMHU JIA3epPHOM IH-
(bpakiuy, ONTHYECKON M CKAHUPYIOLIEH 31eKTpOHHOM MuUKpockonuu (COM).
PesynbraThl nmpeacrtaBineHsl Ha puc. 4, 5. AHanM3 pa3MEpPOB YACTHIl OCaJKa
mpoBenu metogoM COM (puc. 6).
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Size [d.nm)

Puc. 4. Pe3ynbTarhl aHau3a pa3MepoB 4acTuUIl rpadura
nocIe KUCIOTHOW 00paboTKH

[To pe3ynbraTaM IpaHyJIOMETPHUUYECKOTO COCTaBa YacTHUI] rpadura mpo-
HIeIINX KUCIOTHYI0 00paOOTKY BHIIHO, YTO KpHBasi pacIlpelesieHUs] YacTHIl
10 pazMepaM MOHOMOAAIIbHAS, & YaCTHUIIbI UIMEIOT pazMepsl oT 0,5 mo 1,5 Mkm
(ocnoBHas mois 0,9 MKM).

Ha ¢dortorpadusax COM (cM. puc. 5) MOKHO yBHUJIETh KaK OTACITb-
Hble KpymnHbIe (=20 MKM) 4acTHULIBI TpaduTa, TaK U arioMepaThl U3 MEJIKUX
(=1 MKM) "acTwiI.

AHanus yacTul U3 KOJJIOUTHOTO pacTBOpa MoKa3ajl 00JIbIIOe CKOILIe-
HUE OTAETBHBIX YacTHIl TpaduTa ¢ pazmMepamu okoso 1-1,5 MKkM u armome-
paToB U3 6osiee MenKkux yacTull. DOTOCHUMKH arjioMepaToB rpadura npes-
CTaBJICHBI Ha puc. 5, 2, 0.

AHanu3 pa3MepoB 4acTUIl U3MEIbYEHHOro rpaduTa Mocie MexaHuye-
CKOM U XUMHUYECKON 00pabOTKH MOKa3an HAMUYKE OOJBIIOTO YHCIa METKUX
YacTHUI] C pa3MepamMH OKOJ0 1-2 MKM U arjioMepaToB C pa3MepaMu OKOJIO
25 MKM, COCTOSIIIIMX TaKKe U3 YACTHI] C pa3MepaMu 1—2 MKM.
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Puc. 5. MaTepkanupoBaHHbIi rpaduT MociIe CyLUIKH, yBeIHYCHHUE!
a —x1000; 6 — x5000; 6 — x10000; 2 — x20; 0 — x40;

Puc. 6. BHemHuil BU 9acTUI] 0CajiKa Mociie YIbTPa3ByKOBOM

Y KUCJIOTHOM 00pabotku: a — x1000; 6 — x4000

Ha puc. 5, 0 MOXXHO OTYETIIMBO YBUIETb, YTO arjioMepaTsl Mpe/ICTaB-
JSIFOT cOOOM CIMIIIIECS YaCTHIIBI rpaduTa HEMTPaBUILHON (OPMBEI.

Jis ycTpaHeHus arjomMepanyy KOJUIOWIHBIX YacTHUI] MPH XpaHEHUH
HE00X0IMMO BBECTH NMPOTUBOKOATYIMPYIOLIYI0 100aBKy. Mcxoas u3 Xxumu-
YEeCKOI'o COCTaBa MMIIOPTHOTO MPOAYKTa «AkBanara E» (1o maHHBIM mpous-
BOJIUTENS), TAKOW JOOABKOW SBISIETCS TMAPOKCU aMMOHUS, KOTOPBIH BBO-
JISIT B CYCIIEH3UIO KOJUTOMIHOTO Tpaduta B Kommdectse 2,0 mac. % [5].

[Tpu ceaumenTanuu 3a 10 MUH Ha JHO CTaKaHa ¢ U3MEJIbUCHHBIM I'pa-
(GbUTOM OCeHaroOT YacTHUIIbI ¢ pasMepamu A0 20 MKM, OoJiee MEJIKHE YaCTHIIbI
OCTAIOTCS B BUJI€ KOJUIOMIHON cycnieH3uH. C MOMOIIBI0 TPaBUMETPHUYECKO-
r0 METOJa MOXHO KJIacCU(PUIIUPOBATh U BBIICIUTH HYKHYIO (GPAKIUIO KOJ-
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JougHOro rpaduTa, a /il MOBBILIEHUS YCTOWYMBOCTH — BBECTU CTAOMIIN3H-
PYIOIIYIO J00aBKY — THAPOKCH aMMOHHSL.

Takxum 00pazom, COBMEIIEHHE MEXaHHUECKON U XMMHUYECKON JTUCTIep-
raiuu ToBapHoro rpadurta mMapku ['JI-1 mo3BosIET MOMYUNTh KOJUTOUIHBIN
rpadur c pazmepamu ot 0,5 10 1,5 MKM.
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