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Fine structure of transition layer formed between NiAl melt and
W substrate during self-propagating high-temperature synthesis
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Ni-Al intermetallic was joined to a tungsten substrate by using the technique of SHS welding. A transition layer whith complex
gradient structure about 400 um thick was found to contain W based dendrites, pseudo-binary NiAl-W eutectic, and the
precipitates of W containing phase below 50 nm in their size. In order to better understand the morphology of the transition
layer, acid leaching with 4% HCI - 3% H,0, aqueous solution was used to remove a NiAl layer from the burned sample,
leaving intact the W based phases and W. The presence of the symmetry axes of the first, second, and third order in the
dendrites is indicative of a low crystallization rate. In leached samples, the transition zone exhibited the presence of the
branching bundles of W containing fibers around 10 um long and 50 nm in diameter. On the surface of leached samples,
there were the columnar dendrites oriented normally to the surface and the globules of the W based phase (80-86 at. % W,
16-14 at. % Niand 0-4 at. % Al). The above structure of the transition zone explains strong joining between the W substrate
and SHS produced NiAl.

Keywords: self-propagating high temperature synthesis (SHS), NiAl, W, dendrites, nanofiber.
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VIHCTUTYT CTPYKTYPHOI MaKpOKMHETUKY U IpobeM Matepuanosefienns PAH,
yn. Akagemnka Ocunbsaza 8, 142432, YepHoronoska, Poccusa

B pabore ObIM IpOBeIeHbl SKCIEPUMEHTDI IO B3auMOyeicTBII0 W IIO[IOXKM C paciiaBoM Ha ocHoBe Ni-Al B pexume
CaMOpacIpOCTpaHAIOerocs BbicoKoTeMuepaTypHoro cuuTesa (CBC). Ilpu coepmHenny W-IOIONKKY ¢ MHTepMeTalIu-
mom NiAl B nporecce CBC npoucxognut ¢popMupoBaHye IpajyieHTHOTO CBAPHOTO COeAMHEHNA TOJIIIMHOI OKOIO 400 MKM.
I[Tpu uccnenoBaHNM MUKPOCTPYKTYPBI IIEPEXOIHOTO C/I0S B HEM 0OHAPy>KEeHBI TeHAPUTHI a3bl Ha ocHoBe W, IIceBOOMHap-
Has 9BTeKTHKa NiAl-W, comeprkaas npenunurarel W-cofepskarieii ¢pasnsl pazMepom MeHee 50 HM. J[71s1 BBISAB/IEHVSI TOHKUX
CTPYKTYDPHBIX COCTAB/ISAIOMIMX HEPEXOHOI 30HbI ObIIO IPUMEHEHO XuMudeckoe Tpasnenne B cmecu 4% HCl + 3% H,O,,
KOTOpOe II03BOJIAET YAAIUTh MHTEPMETA/UIMIHYI0 HaIIaBKy Ha ocHoBe NiAl ¢ W-nomnoxxku. B ocHOBHOM Xmmudeckoe
TpaBJIeHNe [I03BOJIACT BBITPABUTD MHTEepMeTa/UIMAHYI0 MaTpuny NiAl, He B3anmopeiicTBys ¢ W dosbroit n dpasamu Ha oc-
HoBe W. B mepexopHoit 30He 0OHapy»xeHb!I fieHApUTEL W-comepxxarueil ¢assl, uMemonye ocu 1, 2 1 3 HOpAJKOB, YTO yKa-
3bIBaeT Ha MEJIEHHYI0 CKOPOCTb KPUCTa/JIZIM3alMM PacIylaBa. B pesynbraTe XMMMYECKOTO TpaB/Ie€HNUA B IIEPEXO/IHON 30HE
ObUIVE OOHAPYXKEHBI TOHKME CTPYKTYPHBIC COCTABJIAIONINE B BUJie HTEHCHBHO BETBALIMXCA IMy4KoB W-coiep)KaIux BO-
JIOKOH, COCTOAIIMX U3 HUTEN AMMHOM okono 10 MM u TommuHol 50 HM. Ha nosepxHoct W NORIOXKM 0OHApy>KeHBI
cToN0OYaThle JEH[IPUTHI, pacTylye MepIeHAVKYIAPHO K e€ II0BEpXHOCTH, U IIOOY/LApHBIe BbifjeNeHns (pa3bl Ha ocHOBe W
(80+86ar. % W, 16+14 a1. % Ni n 0+4 ar. % Al). Ilogo6Has Mopndukauysa nosepxHocTt W IOITIOKKN B pe3y/brare eé
B3aMMOJIeVICTBYA ¢ paciIaBoM Ni-Al crtocoOcTByeT co3[aHMI0 IPOYHOrO MEXaHNIECKOr0 KOHTAKTa MeX/y (obroii u pop-
mupylommmcA B mpouecce CBC-peakunu nnTepmerammmpoM NiAl

KiroueBble croBa: caMopacrpoCTpaHAILNIiCs BbicokoTemneparypHblit criHTe3 (CBC), NiAl, W, neHapuTs, HAHOHUTH.
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1. BBegenne

VccnemoBannst ¢azoobpasoBaHmsi B TPOMHON cHCTeMe
Ni-Al-W [1, 2] moxasanu, 4YTO 3BTEKTUYECKME CIIJIaBbI
NiAl-W MoryT 1cnonp3oBaTbcs B KauecTBe OCHOBBI [/ I10-
nydeHusa NiAl maHomopucTbix (oJbI, BOIbGPaMOBLIX Ha-
HOpa3MepHBIX HUTeNl U IPOBONOK [3-6]. MeToy Hampas-
JIEHHOI KPUCTA/UIM3AUMM DpumKMeHa I MHOTyYeHMs
9BTeKTUYeCKMX cI1aBoB NiAl-W ¢ nocienyomym anexTpo-
XVMUYECKMM CEJIeKTUBHBIM BBITPABIMBaHUEM IUOO BOJb-
(paMOBBIX MOHOKPUCTA/UINYECKUX HAHOHUTEN, 1160 VH-
TepMeTa/UINIHOI MaTpUILIbI IPUMeHA/ICA B paborax [1-6].

OKCIepyMeHTaIbHbIe 1 TeOpeTHYecKne NCCIefoBa-
HUA Ipolecca KPUCTAIM3ANNY 3BTEKTUYECKUX CIUIABOB
[7-15] mokasamyu, 4TO WU3MeHAA YCIOBUA KPUCTa/UIU3a-
1y (CKOPOCTb POCTa, TeMIIepaTypHbI I'PaflUeHT) MOXXHO
YIIPaB/IATb CTPYKTYPOI 3BTEKTUKM — TOJIINHON 9BTEKTN-
YeCKMX BOJIOKOH ¥ PAacCTOSHNMEM MeXpy HyMu. CImmkom
OonblIasd VWIN CIMIIKOM Majlasg CKOPOCTb pOCTa IPUBOJUT
K 00pa3oBaHUIO SYEMCTON WIN BBIPOXKJIEHHON CTPYKTYPBHI,
T.€. C CWIbHO Pa3INYaOLIeNicsi MUKPOCTPYKTYpOll B pas-
HBIX 3épHaX OfiHOro obpasua [16, 17], mO3TOMYy CKOpPOCTbH
poCTa IpyM HAINpaB/IeHHOV KPUCTA/UIM3ALUN BapbUPYeTCs
B He6obIIOM AmanazoHe. IIpy GUKCUpPOBaHHOI CKOPOCTU
POCTa TOJIIIMHA BOJIOKOH U PaCCTOAHNUA MEXIY HUMU OyRyT
MeHblIle IpY OOJIbLIEM TeMIIepaTypHOM IpafuenTe [15].

B [18, 19] mokasano, 4yTO mpu 60Mb6apAMpPOBKe MOHA-
MU Telis Ha moBepxHOCT W 06pasyeTcs CTPyKTypa TUIa
«IyXa» COCTOAIIAsA 113 HAHOPAa3MepPHBIX BOJIOKOH I IE€H/PI-
TOB; TaKas IIOBEPXHOCTb OOJajaeT IIOYTU HY/IEBO OTpa-
JKAIoIell CIOCOOHOCTBIO M IPYIMEHAETCA B I'eMOTeXHUKe
U TOKaMaKax.

Panee 6b110 0OHapy>keHO, YTO Ha IpaHuUlle pasfiena Me-
xay NiAl u W B mucnepcHO-yIpOYHEHHOM KOMITO3MITV-
oHHOM Matepuasie NiAl-W, Iony4eHHOM METOIOM caMo-
PacIpOCTPAHAIOIETOCs BBICOKOTEMIIEPATYPHOTO CHHTe3a
(CBC), npoucxoaut peaktusHas g dysns ¢ IpefIoIoKu-
TeJIbHBIM 00pa3oBaHMeM MHTEPMETAINIOB W.Ni u WNi
[20, 21]. B pabore [22] mocme [IUTENBHOrO OTXKUTA
pu 900°C o6pasuos cucremsl Ni-Al-W pasmuaHoro cocra-
Ba 6bI 06HApy>KeHbl MHTepMeTanmabl NiW n Ni, W.

Jst iceBpo6unapHoit cuctembl NiAl-W aBrexTuyeckas
TOYKa COOTBeTCTBYeT 1,5 at. % W mpu 1664°C [1, 23]. Ora
TeMIepaTypa 6/mmska k Temreparype CBC-peakuyn B cu-
creMe Ni-Al, koTopas cocrasigeT nmpumeprHo 1638°C [24],
YTO HEZIOCTATOYHO /I IUTABTIEHNA TYTOIUIABKMX METAJIIOB,
TaKux Kak W, MMeIOIIero TeMIlepaTypy IiaBneHus 3422°C.
ITpu ropenun cucremsl Ni-Al B pexxume CBC obpasyet-
cs1 6OJIbIIIOE KOMMYEeCTBO >KUAKOI (asbl, a pacTBopeHre W
B pacmtaBe Ni-Al onpepenserca nuddysnoHHbBIMY IIpoLiec-
caMu Ha IpaHMIle pasfena TBEPAoe — KUAKOCTb I BpeMeHeM
OCTBIBaHNUA NPORYKTa peakuuu. PactBopumocts W B >xmp-
koM Ni gocruraer 17,5 at. % npu temneparype 1510°C [25],
u W B sxmaxoM Al okoro 15 at. % 1pu TeMIlepaTypax BbIIIe
1300°C [26, 27].

B pabore [28] mccremoBaHa CTPYKTypa II€peXOfHOI
30HbI, popMupylowelics B mpouecce CBC mpu B3aumopei-
crBum pacmnaBa Ni-Al ¢ merammmyeckoit mommoxkoit W.
Bpun o6HapyskeHsI geHApuUTHl W 1 IIceBIOOMHApHAs 9BTEK-
TuKa Ha ocHoBe NiAl, copepyxamias nperunurarel W-copep-

Kaieit ¢as3bl pasMepoM 0Komo 50 HM.

JlaHHass paboTa MOCBAIIeHA MJCCIELOBAHMIO TOHKON
CTPYKTYPBI HepexonHoﬁ 30HBI C IPVIMEHEHNEM XVMNYIECKO-
TO TpaB/I€HMA [AJId BBIABIEHNA CTPYKTYPHBIX COCTABIANO-
MX.

2. MeTopukKa sKCiepuMMeHTa

11 mpoBemeHMsA SKCIEPVMEHTOB JCIIONb30BaIN MeTasl-
JINYeCKYI0 HOJIOKKY B BUJe BOTbPPaMOBOIl (GOIbIU TON-
mwyHoit 200 Mxm 1 mopouiku Ni — ITHO u Al — AC[I-1.
W ¢ornbry npenpapuTeIbHO OYMINANIU CIIPTOM, 3aIIPeCCO-
BBIBA/IM B CMeCh opomkoB Ni+ Al sKBMMOIAPHOro cocTa-
Ba B BUJIe IIPAMOYTO/IbHOI TabmeTky pasmepoM 30X 13 MM
u Maccoit 5 r (puc. 1). IKCIepuMeHThI IPOBOANINA B Cpefie
Ar mpu paBieHuu 1 aT™M ¢ IpuioXkeHyueM K oOpasiam Ha-
rpysku 6,65 kIla. IIpy nmoMomm HarpeBaTeIbHOTO CTONMMKA
IIPOVM3BOAM/IM IpeBapUTEIbHBII HarpeB MCXOZHOIO 00-
pasua mo Temmneparypsl 510+ 10°C ¢ mocnenyomuM MHA-
nuuposanneM CBC-peakiuu pyu MoMoIy 3/1eKTPUIecKoi
crmpami. IToforpeB HarpeBaTeIbHOTO CTOMMKA OTK/IIOYA/IN
yepe3 60 cex nocne Havana CBC peakuy.

C menpio MCCIefOBaHNA TOHKOM CTPYKTYPBlI CHHTE3U-
POBaHHOrO MaTepuaja, 00paslpl paspe3anmy, MIMGOBAIL,
a 3aTeM MOABEeprajM XMMIYECKOMY TPaBJIeHNIO B CMeCH
4% HCI + 3% H,0, B Tevenne 70 9acoB ¢ mocmemymomer
IIPOMBIBKOJI B JUCTM/IVPOBAHHOM BOJiE VI BBICYIIVIBAHMEM.

MUKpPOCTPYKTYpHBIE UCC/IENOBAHNA CHHTE3MPOBaHHbBIX
00pa3IoB IIPOBOAMINCH HA aBTOAMUCCHOHHOM CKaHUPYIO-
meM anekTpoHHoM Mukpockomne Carl Zeiss ULTRA Plus
C IPUCTaBKOJ PEeHTTeHOBCKOro MmkpoaHammsa INCA 350
Oxford Instruments.

3. Pe3ynbTaThl 9KCIIEpUMEHTA M 00CyK/IeHMe

B pesympratre CBC-peakiuyu copMupoBanoch IJIOTHOE
cBapHoe coenyHeHne ¢poabru W ¢ 06pa3oBaBIINMCS B IIPO-
Ijecce XMMIIECKOI peakIiuy NHTePMEeTa/INAOM Ha OCHOBE
NiAl. O6macTh CBapHOrO COeNMHEHWS INPECTABsSET CO-
6011 epexonHyio 300y TommuHoi 200 +400 mxm (puc. 2¢)
B KOTOPOJT 0OHApY XeHBI ICHAPUTHASA IICeBJOOMHAPHAS 9B-
tektuka NiAl- W, nenppurel ¢assl Ha ocHOBe W, a Tak e
unTepmerammHas dasa Ni, Al cogepxkamas W (mpumepHo
1o 3,5 ar. %).

Puc. 1. Cxema oskcnepummenra. 1 — Tabmerka u3 Ni+Al
¢ sampeccoBanHOil W (osbroit; 2 — MOKMUramLas CIOMpab;
3 — rpaduroBasd NOIOKKA; 4 — Harpepamomas CIVPab;

T1, T2, T3 — tepmonapsr; P — Harpyska.

Fig.1.Scheme of experiment. 1 — sample of Ni + Al with pressed W foil;
2 — initiating spiral; 3 — graphite substrate; 4 — heating spiral;
T1, T2, T3 — thermocouples; P — loading.
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XuMMyeckoe TpaBjeHUe MO3BOMMIO OTHAenUTb W IOfI-
JIOKKY OT MHTEMEeTa/UIMJHOTO IOKPBITHA Ha ocHOBe NiAl,
a TaK >Ke BBIIE/IUTD M3 MHTEPMETa/UIMTHON MaTPUIIbI TOHKIE
CTPYKTYPHBIE COCTABJISIIONINE, 0OPa30BaBIINECS B IIEPEXOJ-
HOJ 30He. B OCHOBHOM XMMIYeCKOe TpaB/IeHNe MO3BOJAET
BBITPABUTb MHTEpMeTAUINAHYIO MaTpuny NiAl, He B3aumo-
mevicTBys ¢ W dormbroit u dpasamm Ha ocHoBe W.

[Mocme XMMMYIECKOTO TPaB/IeHN U3 MHTEPMeTaINTHON
MAaTpuIbl OBUIM BbIAEIEHbl TOHKJE CTPYKTYpPHBIE COCTAaB-
nsomye B Buge W-cofepKalyx BOTOKOH, cOpMIPOBaH-
HBIX B 00béMe MaTepuasa B Bujje Iy4KOB HUTell (puc. 2a, b)
nmHOM 10 5+ 10 MKM M TommuHONM okono 50 HM. Ilyykn
9BTEKTMYECKMX BOJIOKOH PacTyT pasHOHaNpasieHHO. Kax-
IBIN ITy9OK BOTOKOH MMeeT IeHTpP KPMUCTA/UIM3ALNNI U Ipe-
UMYIIECTBEHHOE HaIlpaB/IeHMe pOCTa B Ipefenax OJHON
nonycdepbl. B mpouecce pocta W-copepskalue BOJIOKHa

WD= 68mm  ETNZDOOKV Signal A= inLens Date 1 Jun 2016 Time 11:36:31
Aperiure Siza = 000y, ESBGrdis= 701V

9= 20.18KX
TRA PLUS 4046

1pm
| — |

VHTEHCUBHO Pa3BETB/IAIOTCA, BCIIENCTBME TOrO, UYTO M3HA-
Ya7IbHO POCT IEPBBIX AYEEK IIPOVICXOONT B HECKOJIBKNX Ha-
IIpaBI€HNAX, TO IIPU YBEINYIEHNN IINTHDBI HUTEN yBeMM4IMBa-
€TCA pacCTOAHNE MEXITY HUMU, CormacHo TEOpUN SAYEUCTON
Kpucramsanuu [29], mpoucxopuT BeTBIEHME 3aTBepe-
BaOLINX A4YECK, KaK «CaMOPEry/ianusAa» 1A YMEHbIICHNA
pacCToAHMA MEXITY COCEJHVMI A4YeKaMu BCIIE€OCTBUIE M3-
MEHEHMs TpajiieHTa KOHIIEHTPALVMOHHOTO IIepeoxIaKie-
HUA.

B mepexopHoit 30He OOHAapy>XeHbI JeHAPUTHL (hasbl
Ha ocHoBe W. I1o JaHHBIM 3Hepro-guCcIepCUOHHOrO aHa/IN3a
IEH/IPUTBI cofepokaT 1o 16 at. % Niu 10 4 at. % Al

DopMupoBaHue EHIPUTOB NMPOUCXOAUT IO BCEM TON-
IMHe IIepeXOfHoll 30HBL [InA Bombdpama, Kak MeTajIa
¢ OIIK-pemnrérkoii, OCHOBHOI (OpPMOIT JeHIPUTOB ABJIAIOT-
sl BeHJPUTHI C HallpaB/IeHyeM pocra <111>. Ha puc. 2d mo-

o= eran  ciri20me spwaca
foerture Sze = 2000y EsEGeie = T

EHT= 000KV S

WD= 65mm EMT = 20004V SignalA= ilens Date 1 Jun 2018 Time 134508

i Sz =3000pm  ESEGediss 0

J  AootweSze=3000m ESBGAdis= 701V Noise Reducton = Lie nt Busy

Puc. 2. (a, b) — my4km BOJIOKOH, BbITpaB/eHHble 13 9BTeKTUKM NiAl-W; (c) — MMKPOCTpPyKTypa CBapHOTO COefMHeHUs Mexmy W
dbomnbroit u nutepmeramupoM NiAl go tpasinenns; (d) — ZeHAPUTH B IepeXOFHOM CIoe MOCIe TpapieHus; (e, f) — rmo6yaspHble
U AeHAPUTONON00HbIE 06pasoBaHMs Ha HOBePXHOCT W (pOJIbIM ITOCTIE TPABIECHI.

Fig. 2. SEM images of the bundles of fibers etched from NiAl-W eutectic (a, b); welded joint section between W foil and NiAl intermetallide
before etching (c); dendrites in the transition layer after etching (d) and globular and dendritic-like formations on the W surface of the foil

after etching (e, f).
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Ka3aHbl CYIbHO pasBeTBJICHHbIE NEHAPUTHI (asbl Ha OCHO-
Be W, 06Hapy XKeHHbIe B IIEPEXOTHOI 30He II0CTIe TPaBIeHMA
Ha paccTosgHun 50 + 200 MkM 0T W IO/IOXKKM MMeIOLINe OCU
1, 2 u 3 IOPAJKOB, YTO YKa3bIBaeT Ha MEJIEHHYIO CKOPOCTb
KPUCTa/UIV3alMU PacIIaBa. [JeHIPUTEI B IepeXOfHOIl 30He
UIMEIOT CTy4YailHyI0 OPMEHTALMIO 110 OTHOLIeHo K W moz-
JIOXKKe. [IMcIepcHOCTD JeHAPUTOB (CpeliHee pacCTOSHUE Me-
XKJIy OCSIMM ICHAPUTOB BTOPOTO IOPALKA) COCTAaB/LAET IPU-
MepHO 0,7 + 1 MKM.

B pesynbrate CBC-peakuuy npousomnyia MoaypuKanys
noBepxHOCT W IOJIOKKY ¢ 0Opa3oBaHMeM Ha e€ IOBepX-
HOCTH DIOGY/ISPHBIX BBIfIENIEHNUIT M CTONOYATHIX [IEHPUTOB
(puc. 2e, f). PocT feHAPUTOB MPOVCXOANT IePIEHANKYIAP-
HO IIOBEPXHOCTU pasfiesia TBEPHOE-XUAKOCTb He3aBUCUMO
OT OpMEHTAalMM KPUCTA/UIOB B IIPUIIOBEPXHOCTHOM CJIO€
ofy10KKu [29]. Tak KaK mpu BBICOKOM CKOPOCTY POCTA BO3-
MO>XHO M3MeHEHJe HAIIpaB/IeHUsA pocTa B CTOPOHY Ipef-
MIOYTUTEIPHOTO  KPUCTA/UIOrpapuieckoro HallpaBIeHMsA
(<100> pis MeTa/UIOB € KyOMYEeCKON pelIéTKON), JeHIPUTHI
Ha ToBepXHOCTY W (O/IbIY MIMEIOT IIPeMMYIeCTBEHHO HOp-
MaJIbHYI0 OPMEHTAIVIO K TIOBEPXHOCTY IOJIOKKM. BricoTa
IeHApuUTOB Ha nmoBepxHocT W onbru focturaer 30 MKM.

ITomymo pmeHmpuTOB Ha mosepxHocTu W ¢obru mpu-
CYTCTBYeT 00MIbHOE IMI0OY/IsIpHOe ieKopupoBanue (puc. 2f,
noBepxHOCTb W ¢onbry moce TpasieHnsa). CyOMUKpOH-
Hble [TI00y/IApHbIe 00pa3oBaHyA Ha IoBepxHOcTH W IOf-
JIOKKM MMeRoT pazmep okomno 200 +500 um. Cocras (puc. 3)
TIPUIIOBEPXHOCTHOTO C/I0s NOJIOKKM — 710 5 aT. % NiB W,
a IPUIIOBEPXHOCTHBIX JEHJIPUTOB TaKO} JKe, KaK M CBO-
OO[HBIX JIEH[PUTOB B IepexopHoil 30He (o 16 ar. % Ni
u go 4at. % Al). ITogobHas MomyuduKanysa MOBEPXHOCTH
W HOZIIOXKKY B pesy/brare e€ B3aMOJEICTBIA C PacIl/IaBOM
Ni-Al croco6c¢TByeT co3maHMI0 IIPOYHOTO MEXaHMIECKOTO
KOHTaKTa MeXny (obroit 1 GpopMupyommumcs B mpolecce
CBC-peaxuym naTepmetammnoM NiAl ITogo6HbI pe3yib-
TaT ObUI IIOTy4eH HaMM paHee B paboTtax [20, 21], rae 6pL10
oOHapy>XeHO 00pa3oBaHMe ITIO0YII Ha IIOBEPXHOCTHU YaCTHLL
W B mponecce CBC nopokooit cmecu Ni-Al-W.

4. BeiBoabI
1. VccnemoBana TOHKasg CTPYKTypa IIEPEXOHON 3OHBI

B cnoesoit cucteme NiAl-W cocTosAmas u3s mydkoB HaHO-
Pa3MepHbBIX BOJIOKOH U IEHAPUTOB Ha OCHOBEe W.

20pm Electron Image 1

2. TlokazaHa BO3MOXKHOCTb MOAMQUKALUA CTPYKTY-
pot moBepxHOCTH W mopnoxkkn ¢ nomompio CBC ¢ mocne-
AYIOIIVM XUMWYeCKVM BBITPAB/IMBaHNUEM, KOTOPOE II03BO-
JgeT HOMHOCTBIO YAAIUTb MHTEPMETA/UIMIHYI0 HaIIaBKy
¢ W nopiytoxxkm.

Bnazodaprocmv/Acknowledgements. [na  evinonnenus
uccnedosanuti 6vinio npusneuero obopydosanue Pacnpedernen-
HO20 yeHmpa KonneKkmueHozo nonviosanus ICMAH.
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