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AnHotanusi. B npencraBneHHoi pabore MpoBeJeHO U3yUYEHUE 3BOJIIOLMH CTPYKTYPhl MEXaHMYECKH aKTHBHPO-
BaHHOM MOPOIIKOBOM cMecH coctaBa Ti+Al npu npomoypkuTeabHOCTH npolecca aktuBauuu 3, 10, 17 mun. B kaue-
CTBE aKTHBATOPa MCIOJIb30BANIaCh TUIaHEeTapHas mapoBas MenbHuIa AT'O-2 ¢ neyms mumrHApamMu. O0beM KakI0To
LAIHHApA cocTaBisuT 160 oM’, uamerp mapoB 8 MM, Macca IOPOLIKa B KaxIoM mitraape 10 T, macca mapos 200
r. LIeHTpo6eKHOE YCKOpEeHHe WIIMHAPOB cocTaBisiio 400 mc™ (40 g). Viccle10BaHMs MEKPOCTPYKTYPBI AKTHBHPO-
BaHHBIX CMeCeH MPOBOJMIUCEH C UCIOIB30BaHUEM CKaHUPYIOMIETO 3JIeKTpoHHOro Mukpockona SEM S-3400N Hi-
tachi Science Systems Ltd Ha ocHOBe Moaymst HyperMAP opuruHamsHOTO TporpaMMHOTO oOecriedeHus. AHanu3
aKTUBUPOBAHHEIX cMeceil poBoamics Ha gudppakromerpe JPOH-6, ¢ CuK-mnyuennem (A=1,5418 A). Ilar cka-
HupoBaHus coctasisul 0,05°, Bpems axcro3unmu — 3 ¢. B nporecce aHann3a MUKPOCTPYKTYP BBISIBJICHO, YTO aKTH-
BUPOBaHHAsh CMECh XapaKTEPU3YeTCs DIEMEHTOM CTPYKTYPBI, IPEJICTABISIOINM COOOH IUIACTHYHYIO MaTpHIly
IIOMHHUS C BHEAPCHHBIMHM YaCTHLAMU TUTaHa (MEXaHOKOMIIO3UT). J{JIs KaXXJJ0ro HHTEpBajla BpEMEHU MeXaHH4e-
CKOH aKTHBAIMW MPOBOJMIICS JUCIIEPCHBINA aHAIN3 aKTHBUPOBAHHOHN IIOPOLIKOBOW CMECH C IEIIbIO MOCTPOCHHUS I'HC-
TOTpaMM pacHpeiesieHHs] Kak Mo pa3MepaM YacTUIl MEXaHOKOMIIO3MTa, TaK ¥ 10 pa3MepaM 4acTHI] THTaHa, pacrpe-
JICTICHHBIX B 00beMe MaTpHLEL. Y CTaHOBJICHO, YTO Ha NEPBOM CTaAMN aKTHBAIlMK HAOJIIONACTCS POCT Pa3MEpOB Me-
XaHOKMIIO3UTOB, Ha BTOPOH CTaJAWU JOMUHHUPYET MPOIEcC U3MEIBYCHHUS, YTO CBA3aHO C KOHKYpPEHIHEH MPOIeCCOB
paspymeHus 1 armoMepanni. PasMep 9acTum THTaHA B MAaTPHIE IPH ATOM MOHOTOHHO YMEHBIIAeTCs. AHAIN3 IU-
(paxTrorpamMm Tporecca Mo3BOIMI YCTAHOBHUTH, YTO OCHOBHBIC H3MEHEHUS CTPYKTYPHI KPHUCTAJUTHMIECKON PEIIeTKH
KOMIIOHCHTOB pa3MoJjia MPOMCXOT Ha PAHHUX CTaTUsIX MPOIecca MEXaHWIEeCKOW aKTHUBAIMH, IPH 3TOM COEeINHE-
HUH Ha OCHOBE THTaHA W AIIOMUHIS HE OOHAPYKEHO IS BCEX BPEMEH aKTHBAITUH.

KaoueBble cioBa: MexaHMUYecKas aKTHUBAlWs, IUIAHETApHasi MENbHMIA, MEXaHOKOMIIO3UT, MUKPOCTPYKTYDa,
JCTIEPCHBIN aHan3, peHTreHO(a3HbIH aHaIH3.
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Abstract. In the work presented, the evolution of the structure of a mechanically activated powder mixture of Ti
+ Al composition was studied for the duration of the activation process of 3, 10, 17 min. The AGO-2 planetary ball
mill with two vials was used as an activator. The volume of each vial was 160 cm3, the diameter of the balls was 8
mm, the mass of the powder in each cylinder was 10 g, and the mass of the balls was 200 g. The centrifugal accel-
eration of the cylinders was 400 ms™ (40 g). Studies of the microstructure of activated mixtures were carried out us-
ing a scanning electron microscope SEM S-3400N Hitachi Science Systems Ltd based on the HyperMAP module of
the original software. The activated mixtures were analyzed on DRON-6 diffractometer with CuK radiation
(A=1.5418 A). The scanning step was 0.05°, the exposure time was 3 s. During the analysis of microstructures, it
was revealed that the activated mixture is characterized by a structural element representing a plastic matrix of alu-
minum with embedded titanium particles (mechanocomposite). For each time interval of mechanical activation, a
dispersion analysis of the activated powder mixture was carried out in order to construct distribution histograms
both in terms of the particle size of the mechanocomposite and in terms of the size of titanium particles distributed
in the volume of the matrix. It was established that at the first stage of activation, an increase in the size of mech-
anocomposites is observed, at the second stage, the grinding process dominates, which is associated with the compe-
tition between the processes of destruction and agglomeration. The size of titanium particles in the matrix decreases
monotonically in this case. An analysis of the diffraction patterns of the process made it possible to establish that the
main changes in the structure of the crystal lattice of the grinding components occur at the early stages of the me-
chanical activation process, while compounds based on titanium and aluminum were not found for all activation
times.

Keywords: mechanical activation, planetary mill, mechanocomposite, microstructure, dispersion analysis, X-ray
diffraction analysis.
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Beengenne TeHTOB B TBepaoi ¢daze. OgHako MA mpHBOAMT U

K IpYTMM Ba)XXHBIM pe3yJIbTaTaM: B IpOIlecce aK-

B nocnennne necstuneTus, 6marogaps aKTHB-
HOMY Pa3BUTHIO MEXaHOXUMHUHH, HHTEHCUBHO pa3-
BHBAeTCsl HalpaBJEHHE, MO3BOJISAIOLIEE CO3/1aBaTh
HaHOpa3MepHbIE TOPOIIKOBBIE KOMIIO3UTHI C HC-
MOJTE30BAaHUEM  CIIEIMATN3UPOBAHHBIX IIAPOBBIX
MenbHUI [1-3]. JlaHHBIN OpoIecC HOCUT Ha3BAHHE
MexaHndeckor aktuBauuu (MA) [2]. OcHOBHBIM
MIPEUMYIIECTBOM Tporiecca MA, siBisieTcst popmu-
pOBaHME MPaKTUYECKH MJICAIBHOTO KOHTAaKTa pea-

TUBALMH TOBEPXHOCTH PEAreHTOB OYMINAIOTCSA OT
OKHCJIOB M TIPUMECEH; B MPOLECCe MEXaHNYECKOTO
BO3JICHCTBHSA Ha CMECh NMPOMCXOAUT (popMHpOBa-
HHE HEPAaBHOBECHBIX IE()EKTOB CTPYKTYPHI, UTO
NPUBOIUT K WHTCHCHUQHUKAUUU TUPPY3UOHHBIX
MPOIIECCOB U MOBBHILICHUIO PEAKIUOHHON CIOCO0-
HOCTH KOMIIOHEHTOB B TBepaoi (aze [2].

BrnionHe o4eBuAHO, UTO 11 HOHUMAHUS CIIOXK-
HBIX TIPOIIECCOB CAaMOOPTaHM3AIMU CTPYKTYp B

BPMS. 2023; 20(3): 338-343
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nporecce MA, HE00XOIUMO UMETh TpE/ICTaBIIe-
HUE 00 3BOTIONMHA GOPMUPOBAHKS TAKUX CTPYKTYP
Ha pa3HbIX dTallax MEXaHUYEeCKOW akTtupaluu. B
YaCTHOCTH YCTAHOBJIEHO, YTO B 3aBHCHMOCTH OT
MPUPOJBI KOMIIOHCHTOB, B OMHAPHBIX CMECSAX CY-
IIECTBYET J[BE HAMOOJEe XapaKTCPHBIX CHUTYaIlWH,
OTIPECIISAIONINE XapakTep KOHTAKTa pPEarcHTOB:
MJIACTUYHBIN-TIJIACTUYHBIN, XPYNKUN-IJIaCTHYHBIN
[4]. BnonHe oueBUIHO, YTO B 3TOM CUTyalluu BO3-
HUKAET JIBa XapaKTePHBIX MacIiTaba reTeporeHHO-
ctu. [lepBwli ompenenseTcs pa3MepoM MeEXaHO-
KOMIIO3HUTa, BTOPOH, pa3MepoM HYacTHUI] XPYIMKOTO
KOMIIOHEHTa B 00beMe mutacTudHoro. [Ipu ucmons-
30BaHWM MEXAaHOKOMITO3UTOB B Ka4eCTBE MPEKYp-
COpOB I TEPMHUYECKOM aKTUBAIMH MPOIecca BbI-
cokoTemmeparyproro cuatesa (mporecc MACBC)
[2] BaxxHO WMeTh TOAPOOHYIO HHPOPMAIHIO O
CTPYKTYpE U pa3Mepax MEXaHOKOMIIO3UTOB, MOJY-
YEHHBIX B PE3yJIbTAaTe aKTHUBAI[IOHHOTO BO3JIEHCT-
BUs. He MeHee 3HAUMMBIM B 3TOM OTHOIICHHU SIB-
JSETCST pa3Mep YacTHI[ XPYIKOrOo KOMIIOHEHTA,
BHEJIPEHHOTO B TUTACTUYHYIO MATPHILY, IOCKOJIBKY
WMEHHO OH OIPEJIEIIeT SJICMEHTAPHYIO TYCHKY Te-
TEPOTCHHON peaknuu. TakuM o0pazoMm, pa3zmep
MEXaHOKOMIIO3UTa W pa3Mep 4YaCTHI[ XPYIKOTO
peareHra MOTYT B 3HAYUTEIILHOW CTEIICHU ONpe/Ie-
JISTH TEIUIOBOM PEXUM CHHTE3a U, CIeI0BaTEIbHO,
COCTaB M CBOWCTBA NMPOIYKTAa PEAKIMH TOPEHHUS.
CrnenmyeT 3aMeTUTh, YTO B TEXHOJIOTHYECKH 3HAUH-
Mot cucreme Ti—Al (B OTIMYHME OT CHUCTEMBI
Ni—Al) 3TH BOPOCHI MajI0 U3yUYCHBI.

IIpu6Gopsl n MmaTepuabl

[opomku Tutana (99,9 %) co cpemnum pas-
MepoM 60 MKM ¥ TOpPOIIKH alFOMHUHUS (YUCTOTA
99 %) co cpemHuM pazmepoMm 20 MKM CMEIIHMBa-
JIACh B SKBUMOJISIPHOM COOTHOIIICHHN

1:1 (36 mac. % Al). MexaHWUYECKYIO aKTHUBAITUIO
MPOBOAWIIN B MIAPOBOHM IUIAHETAPHON MENBHHUIIC

a) 0)

ATI'O-2 ¢ mBymsa mumuHapamu. OO0beM IHIIMHIpA
160 cM’, mameTp mapoB 8 MM, Macca HOPOIIKA B
kaxnoMm nwiuaape 10 r, macca mapos 200 r. Len-
TpobeKHOe yekopeHne mtrHapoB 400 mc™ (40 g).
Jlnst mpexoTBpaieHusi OKUCICHHS [HIUHAPBL OT-
kauuBanu 10 aasineHus 0,1 aTM., a 3aTeM 3amonHs-
nu apronom go nmasienus 0,3 MIla. Ilocme mexa-
HUYECKOTO U3MEIbUEHHS MOPOIIKH BEITPYKAIN U3
IWIMHIPOB B CICIUATH3UPOBAHHBIN OOKC B aTMO-
cthepe aprona. [IpogOmKUTENBHOCTH MPOIECCOB
u3MenbueHus cocrasisiaa 3, 10 u 17 mun. Hccie-
JIOBaHMSI MHUKPOCTPYKTYPHI aKTUBUPOBAaHHBIX CME-
cell IPOBOJIMIIMCH C WCIOJIh30BAaHHEM CKaHHUPYIO-
IIero 3JIeKTpoHHOro MuKpockorma SEM S-3400N
Hitachi Science Systems Ltd Ha ocHOBe Momyis
HyperMAP opurunanbHOro mporpaMMHoro otec-
neyeHus. DazoBbIil aHATU3 MPOIYKTOB PEaKIUU
npoBoauicsa Ha gudpakromerpe JIPOH-6, ¢ CuK
a -uznydenneM (A =1,5418 A).

Pe3yabTaThl 1 00Cy:xKI€HUS

Jns aHanm3a SBONIONHAU CTPYKTYPBI MEXaHO-
KOMITO3UTOB M YaCTHI[ THTaHA, HCIOJIb30BAINCH
MacCUBBI TaHHBIX U3 49 3neMeHToB. I'ncTOrpaMMbl
pacrpeneneHus mo pasmMepaM CTPOMIUCH Ha 7 UH-
TepBaJax.

Ha puc.1. npeacraBiaeHbl 3IEMEHTHl CTPYKTY-
pBbl, IOIYYEHHBIC MOCHE TpeX MUHYT MA, u cooT-
BETCTBYIOIIAsl THCTOTpaMMa paclpeiesicHUs] Me-
XaHOKOMIIO3UTOB 1O pa3Mepam. Kak ciemyer u3
pucyHka, Ha mepBoM »taie MA dopmupyrorcs
NEPBUYHBIE  CTPYKTYpPhl ~ MEXaHOKOMIIO3UTOB.
Cpenauii pa3Mep YacTHIl COCTaBIseT 35,3 MKM,
pu 3TOM HaOromaeTcs pa3dpoc Mo pasmepam B
mmpokoM auanazone (20,1 mxm). J{onst KpymHBIX
gacTull (B quamnazone 74-88 MKM) SIBISICTCS] 3HAYH-
TEJIBHOM.

acp=35,3 MKM
0=20,1 mKm

0
[10,7, 234] (234, 36,2] (36,2, 48.9] (48.9, 61,6] (61,6, 74,3] (74,3, 87,1] (87.1,99,8]

a, MKM

B)

Puc.1. M3o6paxeHue 31eMEHTOB CTPYKTYPHI Iocie Tpex MUHYT MA: (a) oOmuii BUI cMecH;
(0) cTpoeHre MEXaHOKOMIIO3UTA; (B) TUCTOTPAMMa PACIPEICICHUS IO pa3MepaM MEXaHOKOMIIO3HTOB

Fig.1. Image of the structural elements after three minutes of MA: (a) general view of the mixture;
(b) the structure of the mechanocomposite; (c¢) the histogram of the size distribution of mechanocomposites

@yna. npobm. coBp. Marepuanosen. 2023. T. 20. Ne 3. C. 338-343
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Ha puc.2 mpencraBieHsl 3JIeMEHTBl CTPYKTY-
pplL, nonyuyeHHsle nocie 10 muryt MA. Ha nanHoM
JTame  OTYETIMBO  HAONIOJAIOTCA  YacTUIBI-
arJioMeparsl ¢ MAaTpUYHOW CTPYKTypoul. MexaHo-
KOMITO3UTBI TIPHOOpETAIOT OoJiee OKpyriyro (op-
My, OoiblIas yacTh YacTHI TUTaHA BOBJICUCHA B
npouecc (opMupoBaHus cTpykTyp. Pacmpenene-
HHME YacCTHI] THTaHa B MaTpHIE CTaHOBHUTCS Ooiee

\
o T,

60pm f 20211126_4_1 2132

1

PaBHOMEPHBIM, IPH 3TOM [0Sl TUTAHOBOTO KOM-
MMOHEHTa B 00hEME MEXaHOKOMITO3UTa BO3PACTACT.
MakcuMyM (QYHKIIMH PACIIPEACICHUS 3aMETHO
caBuraercss B 007acTh Ooiee KPYIHBIX YaCTHII,
CpeqHHH pa3Mep MEXaHOKOMITO3MTa TakKXKe BO3-
pactaet. CpaBHUTENBHBIA aHAIU3 ¢ pHUC.l MO3BO-
JSIeT C/IeNaTh BBIBOJ, YTO B JAHHOM CJIy4ae BO3-
pacTaeT u JIoJisl KpYIHBIX 00pa30BaHMid B CMECH.

ap=42,2 MKM
14 0=18,6 MKm

N, gacTuig

0
[11,1,22,2] (22.2,33,2] (33,2,44,3] (443, 55.3] (55,3, 66,4] (6.4, 77.4] (774, 88,5]

a, MKM

B)

Puc.2. M306paxeHune 31eMEHTOB CTPYKTYPHI ITocie aecstTid MUHYT MA: (a) oOmwmii Bua cMecH;
(6) cTpoeHre MEXaHOKOMIIO3UTA; (B) TUCTOTPAMMa paclpeeieHHs IO pa3MepaM MEXaHOKOMIIO3UTOB

Fig.2. Image of the structural elements after ten minutes of MA: (a) general view of the mixture;
(b) the structure of the mechanocomposite; (c) the histogram of the size distribution of mechanocomposites

Ha pwuc.3. mpezncraBieHsl AIIEMEHTHI CTPYKTYpPHI,
MOJy4YeHHbIE Toclie ceMHaauatu MuHyT MA. B
JAHHOM cIyyae HaOIofaeTcsd OTYeTINBas TeH-

JICHIIAST K YMEHBIICHUIO Pa3MEpPOB YACTHI[ MeXa-
HOKOMIIO3UTOB. YMEHbBIIAeTcsl Kak pa3bpoc 1o
pasMepam, Tak U JIOJISl KPYITHBIX YacTHII.

ap=24,1 MKM
0=14,0 MKkm

N, uacTuig

[9.1, 18.4] (184,27,7] (27,7,37.0] (37,0, 46,3] (46,3, 55,6] (55,6, 64.9] (64,9, 74,2]

a, MKM

B)

Puc.3. M306paxkenue 31eMEHTOB CTPYKTYPHI TIOCTIe ceMHaanaTi MEHYT MA: (a) oOmmii BUa cMecH;
(6) cTpoeHre MEXaHOKOMIIO3WTA; (B) TUCTOTPaMMa paclpeeieHHs IO pa3MepaM MEXaHOKOMIIO3HTOB

Fig.3. Image of the structural elements after seventeen minutes of MA: (a) general view of the mixture;
(b) the structure of the mechanocomposite; (c) the histogram of the size distribution of mechanocomposites

YacTHuupl arjioMepupyroTcs B CTPYKTYpsl 00-
Jiee pPaBHOOCHOU (hopMbl. B Tabmune 1 mpuBeneHs
napaMeTpbl paclpelesieHus: pa3MepoB YacTHILl TH-
TaHa JUIsl pa3HbIX BpeMeH MA.

Kak crnemyer u3 Tabnuubl, CyIIECTBEHHOE
YMEHBIICHUE Pa3MEpOB YacTUI] TUTaHa HaOJroAa-
eTcs y)Ke Ha paHHeW CTaguu pa3mouia, T.e. Ha 3-X
muHyTax MA. MMmeHHO, cpenHuil pasmMep yMeHb-
maercsd ot 63 mMkMm. 0 18,6 MkMm. B oTiauune ot
MEXaHOKOMIIO3UTOB, C POCTOM BpeMeHHM MA pa3-
MEp YacTUL[ TUTaHa MOHOTOHHO YMEHBIIAETCS OT
18,6 mo 2 mxm. [Ipu 3TOM KO3 GHULMEHT BapHalluy

HE3HAuUTEIbHO pacTeT. Kak Mokas3blBalOT pe3yiib-
TaThl SKCIIEPUMEHTa, NaIbHEHUIINI pOCT BPEMEHH
MA He npUBOANT K KAKUM-THOO 3HAYMMBIM H3Me-
HEHUSAM B OTHOILIEHMM CpPEIHEro pa3Mepa 4acTull
TUTaHAa.

Ha puc.4 mnpencraBnensl anpakTorpaMmmbl
MPOAYKTOB MA [T pa3Mu9HOMN TPOJAOIDKUTENBHO-
ctu npouecca. Kak cienyer U3 pUCyHKa, Kakux-
1100 COeMHEHUI Ha OCHOBE aTIOMHUHUS U TUTaHA
He HaOmogaercsi. PocT BpeMeHH MEXaHOAKTHBa-
IIMOHHON 00pabOTKM COMPOBOXKIAETCS CHIDKCHUEM
WHTEHCUBHOCTH JU(QPAKIMOHHBIX MHUKOB M HUX

BPMS. 2023; 20(3): 338-343
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VIIUpPEeHUEM, YTO, KaK H3BECTHO, OMpPEIeNIeTCs
YMCHBIIIECHUEM Pa3MEpPOB 3epEH U POCTOM KOHIICH-
Tpaluy HEPAaBHOBECHBIX Je()EKTOB CTPYKTYPHI [5].
OcCHOBHBIC W3MEHEHHS B CTPYKType Iudpakrto-
rpamMM HaOIIOAAIOTCS 10 TpeX MUHYT MA. AHano-

TUYHAs CcUTyarus HaOmogamack B [5]. MoskHO
MPEANONIO0XKUTh, YTO B JTaHHOM PEXKHUME pa3Mora,
mnocie Tpex MUHYT MA, pocTuraercs yCcTon4uBoe
COCTOSIHAE PEIIETOK KOMIIOHCHTOB, KOTOpPOE HE
MeHsAeTCA BIUIOTh 10 17 Mmuu. MA.

Tabsmna 1. [TapameTps! pacnpeaeneHus A YaCTUL TUTAHA Ul Pa3HBIX BpeMeH MA

Table 1. Distribution parameters for titanium particles for different MA times

Bpems MA 0 10 17
d., (MKM) 63 18,6 6,1 2,2
o (MKM) 29,9 9,5 3,7 1,7
o /dg, 0,47 0,51 0,6 0,77
mTi m
- oA oAl
o i Arase e (5)

2 Theta rpan

2 Theta, rpan

Puc.4. ludpakrorpamMmsl npoaykToB MA 1151 pa3inuHbIX BpeMeH 00paboTKu:
(a) ucxoanas cmech; (0) 3 mun. MA; () 10 mun. MA; (r) 17 mun. MA

Fig.4. Diffractograms of MA products for different processing times:
(a) initial mixture; (b) 3 min. MA; (¢) 10 min. MA; (d) 17 min. MA

3akiaouenne

Ha nawyanmpHOM 3Tane ¢popMUpOBaHUS MEXaHO-
KOMIIO3UTOB TPOUCXOANUT TPOIECC PaCKATHIBAHUS
YaCTHIl IIACTUYHOTO ATIOMHHHSA C JabHEHIINM
BHEJPEHUEM B HUX 4acTHIl TUTaHa. PocT mpomoin-
JKuTeapHOoCcTH mporiecca MA ¢ 3-x mo 10 mwuH.
MPUBOANT K YKPYITHEHHIO MEXaHOKOMIIO3HTOB U
poOCTy MONMM KPYHHBIX yacTuil B cMmecu. OmHAKO
JMaTbHEHIIMA POCT MPOAOIDKHTEILHOCTH MA 1o
17 MUH. IPUBOJUT K YMEHBLIECHHUIO CPEIHETO pa3-
Mepa MEXaHOKOMIIO3WUTa, 3aMETHOMY CIBUTY
(byHKIIMHM pacrpelieNieHuss B 00JIaCTh MaJbIX pas-
MEpPOB M YMEHBIICHHUIO JIONH KPYIHBIX 0Opa3oBa-
Hui. UTo KacaeTcs 4yacTul TUTaHA, BHEJPCHHBIX B
MaTpHiy, 374ech HaOJroJaeTcss MOHOTOHHOE CHU-
JKEeHHE pa3MepoB oT 63 MkM 70 2 MKM. OCHOBHEIE
W3MEHEHHS CTPYKTYPHBIX IMapamMeTpoB KPUCTAILIH-

YeCKOW PENIeTKH KOMITOHEHTOB OOHApy>KEHBI Ha
HAYaJbHOW CTaJWH aKTHUBAIMH 10 3-X MUH. MA.
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