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Annomayun. B pabore uccienoBaHbl 3aKOHOMEPHOCTH M3MENBUYCHHUS, IPOBEAEH PCHTICHOCTPYKTYPHBINH M TepMHUUe-
CKMI aHaJIM3 MOPOLIKOBBIX MaTEpHUajIOB Ha OCHOBE MEXaHOXMMHUUYECKH aKTMBUPOBAHHOW HIMXTHI cTpyXKH JI-16 ¢ mo-
OaBleHHEM TOpOIMIKa HUKeIsL. ONTHMUAZHPOBAHBI TApaMETPHI pa3Moiia alFOMIUHNACBOM CTpYKkH [I-16 mpu yTUinn3anuu
OTXOJIOB TOKApHOTO MPOU3BOACTBA. IlocTpoeHsl muddepeHIaabHble KPUBBIC PACIPEACICHUS YacTHUI[ MOPOIIKA IO
pasMepam mocjie MEXaHOXUMHUYECKON aKTUBAIIMU B CPeJie HACKIIIEHHOTO BOJHOTO pacTBOpa OOPHON KUCIOTHI U PYYHOM
00paboTku B cTynke. Da30BbIi aHAIM3 MaTepHaja IUXThI TI0Ka3ajl OTCYTCTBHE OKCHIIOB aTFOMHHHUS 32 CUET IUIAKHUPO-
BaHMs MOPOIIKOBBIX YACTHUI[ OKCHAOM 0Oopa B mpoiiecce pazmona u popmupoBanue cinoxHbix okcuaoB (AlyO3z)133 B
mporiecce KPaTKOBPEMEHHOTO HAarpeBa IOJl TOPSYYIO ITAMITOBKY. YBEIHYCHHE MOMYIIHPHHBI TU(PPAKIMOHHOTO ITIPO-
¢mrs ropsueneoOpMUPOBAHHOTO TOPOIIKOBOTO MaTephalla, CBSI3aHHOE C ITOBBIIICHHEM Je()EeKTHOCTH CTPYKTYPHI B
mporecce aeOopMaIii, CBHICTEIBCTBYET O €ro «ropsiueM» Hakinéne. MccnemoBanus, TpoBeAEHHBIC B BO3AYIIHON U
rejneBol atMocepe MeToJaMi CHHXPOHHOTO TepMu4eckoro aHanuza (STA), BbISIBUIN POTEKaHUE SIK30TEPMUUECKON
peakiMu U BO3MOXHOE (DOPMHUPOBAHHME HMHTEPMETAJUIMIOB B MaTepHaje aKTHBHPOBAHHOTO CTPYKKOBOTO MOPOIIKA.
PeHTreHOCIIeKTPaIbHBIH MUKPOAHAIN3 TOPsYeIe(OPMUPOBAHHOTO MMOPOIIKOBOIO MaTepraa, MoJyueHHOr0 Ha OCHOBE
MEXaHOXUMHYECCKH aKTUBHPOBAHHOW IIUXTHI, BELIBIII HATMYUE TPEX OCHOBHBIX 00JacTeil: CBETION, cepoil, TéMHOU. B
CBETJION 00J1aCTH MMOKa3aHa BO3MOXXHOCTh (opmupoBanus nHTepMeTauTUIOB (Al3Nis)o 4 ¢ HEOONBIIONH TPUMECHIO MU
W KeJe3a, a Takke OTCyTcTBUe Kucimopoaa. Cepast 00acTb MpeacTaBiseT co00i HEOKHUCICHHBIN ATFOMAHUI ¢ He3HAYH-
TENBHBIMA TIPUMECIMHU Menu. TakuM 00pa3oMm, MOKa3aHo, YTO arjioMepaThl COCTOAT U3 HEOKUCIICHHBIX YacTHI] aTFOMHU-
HUS U MHTEPMETATUIHON CETKH MEXAy HUMHU. TéMHas 001acTh MpencTaBiseT co00H OKMCICHHBIE YaCTHUIIbl ATIOMHU-
HUS U HUKEJS ¢ TPUMECSIMU MarHusl, )Keje3a U MeI.

Knrwoueswie cnosa: crpyxka cmasa J[16, MexaHOXHMHUYECKasi aKTHUBAIUs, HHTEPMETAIIHIBI, ropsdeaepopMupoBaH-
HBIM MaTepuall.
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X-RAY DIFFRACTION ANALYSIS OF POWDER MATERIALS BASED
ON MECHANOCHEMICALLY ACTIVATED CHIPS D-16 AND ADDED
NICKEL POWDER

Slabkiy D.V.}, Sergeenko S.N.%, Popov Yu.V.? Saliev A.N.!

'Platov South-Russian State Polytechnic University (NPI), Novocherkassk, Russia
%Institute for Earth Sciences Southern Federal University, Rostov-on-Don, Russia

Abstract. Regularities of grinding were studied in the paper. The authors carried out an X-ray diffraction and thermal
analysis of powder materials based on a mechanochemically activated charge of D-16 chips and added nickel powder.
The parameters of grinding D-16 aluminum chips have been optimized for recycling lathe waste. Differential curves of
the powder particle size distribution were built after the mechanochemical activation in a saturated aqueous solution of
boric acid and manual processing in a mortar. A phase analysis of the charge material showed the absence of aluminum
oxides due to the cladding of powder particles with boron oxide during grinding and the formation of complex oxides
(Aly03)1.33 during a short-time heating for hot stamping. An increase in the half-width of the diffraction profile of a hot-
deformed powder material, associated with an increase in the number of the structural defects during deformation, indi-
cates its “hot” work-hardening. The studies carried out in air and helium atmosphere by the simultaneous thermal analy-
sis (STA) methods revealed an exothermic reaction and the possible formation of intermetallic compounds in the acti-
vated chip powder. An X-ray spectral microanalysis of a hot-deformed powder material produced by using the mecha-
nochemically activated charge revealed three main areas: light, gray, and dark ones. The light area shows the possibility
of the formation of intermetallic compounds (AlzNi,)o4 With a small admixture of copper and iron, as well as the ab-
sence of oxygen. The gray area is unoxidized aluminum with minor copper impurities. Thus, it was shown that the ag-
glomerates consist of unoxidized aluminum particles and an intermetallic network between them. The dark area repre-
sents oxidized particles of aluminum and nickel and impurities of magnesium, iron and copper.

Keywords: D16 alloy chip, mechanochemical activation, intermetallic compounds, hot-deformed material.
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Beenenue HIEHHOTO BOJHOTO pacTBopa OOpHOH KHCIIOTHI
(HBPBK) ma mpouecchl, mporekatomiue mpu MXA B
JKUIKHX cpeaax, mokasai, yto BBeaeHue HBPBK B
konmdecTBe 20% OT Macchl MIMXTHI CIIOCOOCTBYET
nporieccy usmenpuenust ctpyxku [8]. Berxon ACII,
COCTOSIIIIETO M3 MEJIKOJIUCIIEPCHONW IIUXTHI U TPYI-
HOpa3pyLIMMbIX arjioMeparoB, OJU30K K MAakKCH-
ManpHOMY (79% w™acc). [anpHeilnee moBbIIeHHE
coagepxanuss HBPBK 1o 40% oT macchl IMIHMXTHI
NPUBOJUT K CHIDKEHHIO CcoOJepKaHus (pakiun
-63 mxm B ACII 1 006pa3oBaHUIO aKTUBHON IIMXTHI,
arJioMepupyroleil B mpouecce py4Hoi oOpaboTKH.
ITpu sToM opMuUpoBaHME aKTUBHOW MIMXTHI 00ec-

OnHOM M3 OCHOBHBIX 3314, CTOSIIEH mepen Me-
TaJI000pabaThIBAIOIIMM TIPOM3BOACTBOM, SBIISIETCS
YTWIN3alKsl CTPYKKOBBIX OTX0Z0B. llpnMeHeHue
CTPYXKOBBIX OTXO/IOB CHMXKAeT 3aTparbl Ha HCXO[-
HbIE MaTepHAIbI NPU MOJTYYEHHH aKTHBHPOBAHHOTO
crpyxkoBoro nopomka (ACIT) u ropsuenedopmu-
POBaHHBIX OPOIIKOBBIX Matepranos (I'I[TM) [1-5].

Jnst ynpoyHEeHus] MaTepHajioB HCIIONIB3YIOT CO-
€IMHEHNS MHTEPMETAJUINIOB, IMOJydaeMble BBEZE-
HueMm Hukens (6% macc). s ycTpaHeHust OKucie-
HUS ¥ Ta30HACHIIIEHHS B TIPOIlECCe MEXaHOXUMMUYE-
ckoil aktuBarmu (MXA) CTpYXKH aIOMHHHUEBOTO

cruiaBa /[-16 ucnone3yercs 6opHas kuciota [6, 7].

MaTepl/Ia.]'lbl U MEeTOoAUKAa leOBel]eHI/Ifl
HCCJIeT0BAHMIT

B kaudecTBe MCXOJHBIX MAaTepUaiIOB HCIOJb30-
BAJIUCh CTPYKKa allOMUHUEBOTO cmasa JI-16, mo-
pomrok Hukens (ITHK-YT1) u amoMUHHEBBIN IT0-
pomok (ITA-4). AHanu3 3aBUCUMOCTEH, MOIyUYCH-
HBIX TPU U3YYCHUM BIUSHUSA COJCPXKAHUS HACHI-
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MeYNBAET TIOBBIIICHHBIE 3HAYEHUS TBEPIOCTH W
MIPOYHOCTH HA CPe3 MpPH MOHMKEHHOW OTHOCHUTEIb-
HoM mnotHocTu I'JITIM.

TexHonorua moiydeHHs] MaTepuaia BKIIOYaja:
MPEBAPUTENBHYI0 PE3Ky CTPYKKHM M MarHMTHYIO
cenapanuto, MXA B nuaHeTapHON MeENbHHULE MPU
yacToTe Bpamenus poropa 300 Mun" B TeueHue 4 u.
[HuxTa Ha ocHOBe cTpyxKu [[-16 comepxur 6% oT
Macchl TIOpOIIKa HUKeNs. i 3ammThl OT OKHCIe-

BecmHuk MI'TY um. I'./. Hocoea. 2021. T.19. Ne3
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HUSl TIOPOIIKOBBIX YAaCTHIl M MHTCHCU(UKAIIMN TPO-
Hecca M3MeNbUeHUs] BBOAWIN HACBHIIICHHBIA BOTHBIN
pactBop OopHO¥ KHCHOTHI (40% OT Macchl IIMXTHI)
[8]. [Tocite MXA BbInensiii akTHBUPOBAHHBIA CTPYXK-
KOBBII mopomok (¢ppakuus -630 MKM) ¢ moOchenyro-
M ero cMermmBanueM ¢ [TA-4 (50% macc) B cocto-
SIHMW TIOCTaBKM TIPH YacTOTE BparieHus: poropa 150
mun" B Teyenue 20 MunyT. (DOPMOBAHKE 3arOTOBOK
MIPOU3BOJIMIIOCH ITyTEM XOJIONHOro npeccoBanus (450
MIla) ¢ mocieayromyM HarpeBOM B BO3IYILIHOM at-
mochepe (550°C, 5 MUH) ¥ TOpsAYEH IITAMIIOBKOM C
MpuBeIeHHON padoToi yiioTaeHus 140 M/,

Pe3ysbTaThl 3KCIIEPUMEHTAIBHBIX
Hcejae10BaHui

[Moctpoensr muddhepennnanpapie KpuBble F(x)
pacmpenesieHns] YacTHUIl MOPOIIKa IO pa3MepaM X
ISl MEXaHOXMMHYECKH AKTHBUPOBAHHOHM MINXTHI,
MOJYYCHHOW NpPU ONTUMAJbHBIX IapaMeTpax pas-
momna (1), u mocneayromei pyanoit o0opadoTku (2).

F(x)=21-102-0,88-x*® Y exp(—2,1-10% - x>®), (1)
F(x)=11-10"°-2,17-x*" P exp(-1,1-107° - x*'"), (2)

®azoBblil aHanu3 Matepuana ACII, BbIIOJHEH-
el Ha gudpaxkromerpe ARL X’TRA Thermo
Fisher  Scientific (IKII «HanoTtexHomorum»
IOPTTIY (HIIN)), momyueHHBIH MeXaHOXUMHYeE-
CKOM akTuBauueu cTpyxku J-16 ¢ mopomkoMm HU-
KeJIsl, TOKa3aJl OTCYTCTBHE OKCHIIOB alllOMHHHUS 32
CU€T MJIAKMPOBAHUS IOPOLIKOBBIX YAaCTHIL OKCHIOM
6opa B nporecce MXA (puc. 1, a). Ha ocHOBe aHa-
nm3a nudpakrorpammel Matepuana ACII BrickazaHa
runote3a o GpopmupoBanuu coenureHus (AlzNiy)g4
B mpouecce MXA. JIns MUXTHL, TOJYYEHHOH CMe-

"o

51\_ AENEps

[IMBaHUEM TOPOIIKA ATIOMUHHSA B COCTOSHHHU IIO-
craBku (50% macc) ¢ MEXaHOXUMHUYECKH aKTHBUPO-
BaHHBIM ITOPOIIKOM, HE BBISIBIICHBI TUKU HUKEIIS 13-
3a CHIDKSHHS €ro KOJIM4ecTBa. B mporecce kpatko-
BpemeHHoro HarpeBa mof 'L (pue. 1, 6) ycTaHos-
neHo popMupoBanue ca0KHbIX OKCHI0B (Al,O3)1 33.
MexaHOXUMHYECKasl aKTUBAlMA MOPOMIKOBOH
MIUXTHl TPUBOAUT K ymwpeHuto JyuHuu (111) m
(222) amomunaus (Tada. 1) BCIeACTBUE TTOBBIICHUS
MUKPOHANPSDKEHUHA ¥ yMEHBIICHUS Pa3MepoB OJIo-
KOB MO3auWK{. BBezeHne mopomrka amoMUHHS CIIO-
COOCTBYEeT CHHKEHHUIO Je(PEeKTHOCTH CTPYKTYpBHI.
[omymupuaa auQpaknnOHHOTO TPOGMIA IS
I'ITIM GompImie, YeM IS IOPOITKOBOM IMTUXTHI, 94TO
CBUJICTCNILCTBYET O TIOBBIMICHUH JIEPEKTHOCTH
CTPYKTYpHI B Tiporiecce aedopManiy MOPOIIKOBOTO
MaTtepuaiga. JTO CBHUICTENBCTBYET O «TOpSUEM»
Hakunéne noporukoBoro marepuana Al-Ni [9, 10].
UccnenoBanus, NpoBeIEHHBIE METOJAMU CHH-
XpoHHOTO Tepmudeckoro aHammsa (STA) Ha mpubo-
pe NETZSCH STA 449 C Jupiter B BO3ayIIHOM U
reIneBoil armocdepe, MOATBEPKAAIOT BO3MOXKHOE
(opmupoBanue nHTEpMeTAIDTNIOB MaTteprana ACII
(puc. 2, a). IIpomecc HarpeBa ACII B BO3mymnIHOM
aTMocdepe COMPOBOXKIAETCSI HECKOJIBKUMH TEPMHU-
yeckuMU dddekTamu: a) ynaneHue Boabl (40—
260°C); 6) skzoadpdekt (500-560°C); B) 3HI03}-
dekr (560-580°C); 1) sx309¢pdekt (580°C) — mpo-
necc He 3aBepmieH. HarpeB ACII B cpene renmus
(puc. 2, 6) cCOMpOBOXKAAETCS CIEIYIONUMHA TEPMU-
yeckuMu 3¢ dekramu: a) ynameHue Boabl (40—
260°C); 0) ox309¢hdexr (550-600°C). Harpes
I'’IIIM B BoO3mymHO# arMocdepe (puc. 2, B): a)
ynanenue Boabl (40-260 °C); 0) sk303ddexT mpu
(425-590°C); B) sumoaddekr npu (590-640°C).
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Puc. 1. Yumpenue nukoB Matepuana nocie MXA (a) u ropsiuero 10yriotTHeHus (0)
Fig. 1. The broadening of the material peaks after mechanochemical activation (a) and hot additional compaction (6)
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Tab6nuna 1. PacueTHble 3HAYEHUS MOIYIIHPUHBI qrudpaknuonHoro npoduist muaun Al s ITA-4 B cocTossHIA
noctaBku, ACII, ACIIITA nocne cmemuBanus u I'/JITIM Ha ee ocHOBE

Table 1. Calculated values of the half-width of the diffraction profile of the Al line for aluminum powder of PA-4
grade as supplied, sintered aluminum powder, sintered aluminum powder + aluminum powder after mixing

and hot worked powder material on its basis

W hKI 20, rpag [Monymmpuna qudpakmOHHOTO TPOdUIIs, Tpaj
fACKEH TIA-4 ACII | ACHIIA | TAIM TIA-4 ACII | ACIIA | TAIM
111 38,4398 38,4564 38,4694 38,4664 0,0725 0,3168 0,1009 0,1793
222 82,4000 | 82,4123 | 82,4363 | 824659 | 0,064 | 06181 | 01972 | 0,3567
TR o B 30HE KOHTaKTa YacTHUI| HUKEIS C alIOMUHHE-
|: Tl - BOIi Matpurieii B Matepuane ACIT BO3MOXHO mpoTe-
. Sl oL oo | KaHHe SK30TepMHuueckoir peaknuu [11]. Brickazana
|« N " TUIOTE3a, YTO TPUYMHONW BO3HUKHOBEHHUS SHI0I(]-
£, | g (eKTa MOXKET SABJIATHCS KOHTAKTHOE IUIABICHHE 00-
in T s g pasia. B cucremax, riie BO3MOXKHO 00pa30BaHUE XH-
s \; ;:E MUYECKHX COEIMHEHHMH, KuaKas (a3a B KOHTAKTE
. | U MOYKET TIOSBHTBLCS JIaXKe MPH 00JIee HU3KUX TEMIIEpa-
® l{ 045 Typax OTHOCHUTCJIbHO TEMIICPATyphbl IJIaBJICHUA JICT-
— KOILJIABKOTO KOMIIOHEHTa HMCCIIEyeMOW CUCTEMBI. B
Tepetes ) MOJOOHBIX CHCTEMax OOpa3oBaHWE XUMHYECKHX CO-
a €IMHEHUH B MECTE KOHTAKTa 00pasIioB COMPOBOXK/Ia-
o peserc  wemo  €TCS 3HAUMTENBHBIM BBIIEJICHUEM TEIUIA, TaK YTO
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Puc. 2. Pesynsrarel STA o6pasna Ha ocaose ACII
B arMoc(epe Bozayxa (a) u reaus (6) u I'ITIM
B BO3/IyLIHOM aTMocdepe (B)

Fig. 2. STA of a sample based on sintered aluminum
powder in air (a) and helium (6) and hot worked
powder material in air ()

64

TeMIeparypa KOHTaKTa 00pa3ioB OYET CYIIEeCTBeH-
HO BBIIIIE TEMIIEPATYpPhl TEPMOCTATA.

Ni+Al—NiAl;+1080 xJ]x/Momnb,
Ni+NiAl;—Ni,Al;+377 x]Ik/MOIIb.

PeHTreHocnekTpanbHbIl MHUKPOAHaIU3, IPOBE-
JOEHHBIM C HCIHOJB30BAHHEM CHCTEMBI SHEPrOJHC-
nepcuoHHoro MukpoaHammza INCA ENERGY
450/XT nHa 6a3e pacTpPOBOrO IECKTPOHHOI'O MHUKPO-
ckoma Tescan VEGA Il LMU, nokazan ciegyromiee:
Matepuan ACII xapakrtepusyercd HE TOJBKO CO-
JepKaHueM aJllOMHHUS U HHUKEJs,, HO M KUCJIOpOAa
(puc. 3, a). B niokanbHbIX 30Hax (puc. 3, 6, ToukH 1,
2) ctpykrypsl ['ITIM Ha ocnoBe cmecu ACII ¢ TTA-
4 BBISIBIICHO IOHM)KEHHOE COJIEpKaHUE KHCIOPO/a.

PeHTreHOCIeKTpaIbHBI MUKPOAHAIU3 BBISIBHII
HaJIM4YME TPeX OCHOBHBIX 00iacTeil, COOTBETCTBY-
IOIIUX OXapaKTepPU30BaHHBIM B pabote [8] cBeTiOH,
cepoit 1 TéMHOM oOmactsam. CBerias o0nacTh xa-
paKTepu3yeTcs BO3MOXKHBIM (POpMUpOBaHHWEM HH-
tepmetaiuiaoB (AlsNiz)e 4 ¢ HEOOIBIION TPUMECHIO
MEIH U JKelle3a, a TaKkKe OTCYTCTBHEM KHCIOPO[a.
Cepas 00yacTh IpeACTaBIsACT COOOH HEOKHUCICHHBIM
AMIOMUHUHA C HE3HAYUTEIBbHBIMU MPHUMECSIMH MEAU
(Tada. 2). Takum oOpa3oM, YCTaHOBJIEHO, YTO ar-
JIOMEPAaThl COCTOSIT M3 HEOKHCIIEHHBIX YacTHIl alo-
MUHHS U MHTEPMETAJUTUIHOW CETKH MEX]y HUMH.
TémHas 001aCTh COCTOUT U3 OKHCICHHBIX YaCTHUYEK
AITIOMUHUS M HUKEIISl ¢ IPUMECSIMH MarHusi, >kejiesa
U MEJIH.

BecmHuk MI'TY um. I'./. Hocoea. 2021. T.19. Ne3
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Puc. 3. Pesynbratsl pertreHocnekrpansHoro Mukpoananusa ACII (a) u I'/ITIM na ocnoBe ACIIIIA (6): n300pakeHus
MHUKPOCTPYKTYPHI B OTPa’KEHHBIX JIEKTPOHAX U crieKTpbl EDX

Fig. 3. X-ray spectral microanalysis of sintered aluminum powder (a) and hot worked powder material based on sintered
aluminum powder + aluminum powder (6): images of the microstructure in reflected electrons and EDX spectra

Tabnuna 2. DneMeHTHBIN cocTaB OCHOBHBIX (a3 I'JI[IM
Ha ocHoBe ACIIITA

Table 2. An elemental composition of the main phases
of hot worked powder material based
on sintered aluminum powder + aluminum
powder

Cnektp| O Mg | Al | Mn | Fe Ni Cu

1 2,04 - 84,1510,53|1,91|10,19| 1,18

2 1,38 - 97,83 | - - 0,24 | 0,56

3 2450|167 (7149 | - 0,16 | 0,89 | 1,28
3akiaouenue

[Toctpoensl muddepeHnnansHble KpUBBIE pac-
IpeJeNeHNus] 4acTHll MOpOLIKa JUIsl IIMXTHl IOCIE
MXA u nocnenyromeit pyaHoi 00paboTKu.

Ha ocnoBe ananuza nudpaxTorpamMmsl MaTepu-
ana ACII Beickazana rumore3a o (GOPMHUPOBAHUU
coenunenust (AlzNiy)o4 B mporiecce MXA. DHepro-
JUCIEPCHOHHAs PEHTIeHO(IIyOpPEeCIIeHTHAs CIEK-
TPOMETPHsI, PEHTreHO(]a30BBI aHaIM3 M CheMKa
nepuatorpammel ACIITIA B cpene renus nokazaiu
BO3MOKHOCTb ()OPMHUPOBAHHS HHTEPMETAIUINAOB
npy HarpeBe MUXThl. Da30BbIM aHAIU3 Marepuaia
[OKa3ajl OTCYTCTBUE OKCHJOB aJIOMMHUS 3a CYET

www.vestnik.magtu.ru

IUTAaKWPOBAHMS TOPOILIKOBBIX YaCTHII OKCHAOM Oopa
B npouecce MXA.

BeIckazana rumnoresa, 4To NPUYUHOW BO3HUKHO-
BEHUsI SHI03PPEKTa MOXKET SBISATHCS KOHTAKTHOE
TUTaBIIeHUE 0OpasIa.
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