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IIpu mosy4eHHN HOBBIX BBICOKOIIPOYHBIX HAHO- M MEIKO3EPHUCTHIX TIKENbIX BOIb(PAMOBBIX
CIUIABOB HCIIOJB3YIOT METO]] CIIEKAHWS HAHOIIOPOIIKOB BOJb(PpaMa, B KOTOPbIE J00aBISIOTCS
WIN OCAKIAIOTCS OTHeNbHbIe KoMIoHeHThI, Hanpumep, Ni, Fe, Co. Hamuune Takux xKoMmoneH-
TOB 00€CIIeUNBAET YCIOBUS /IS TPATUIIMOHHOIO JKUIKO(AZHOIO CIIEKAHMS IOPOIIIKOB HA OCHOBE
BOJIb(hpaMa WX TBEPI0(asHOTO CIIEKAHUS C IIOMOIIBI0 TEXHOIOTHH 3JIeKTPOMMILYJIBCHOTO IIIas-
MEHHOIO ClieKauusi. B pabore mpencraBieHbl pesyIbTaThbl PEHTTeHOAU(PAKIIMOHHOTO UCCIIEeI0-
Bauud 6uHapHbIX cucreM moportkoB W + (Ni, Fe, Co), cogepsxarrx 95 — 99,5 % macc. Bonbgpa-
ma. O1eHKa BOCIIPOM3BOIUMOCTH Pe3yIbTaTOB IIOKA3aJIa, YTO BeJIMIMHA NHTEHCUBHOCTH PEHTIe-
HOBCKHMX JM(PPAKIIMOHHBIX MAKCHMYMOB HCCIEAYEMbIX (pa3 BOCIPOM3BOIUTCA C TOYHOCTHIO HE
xysxe 3 (111 oCHOBHOM (pasbl — Bosbgpama) u 6 % (mid 106aBKM, B YACTHOCTH, HUKEIT). [lpu
aHa/3e IMOPOIIKOB METOI0M PEHTTeHOBCKOH Aupakiuy JyBCTBATEIHHOCTH K Ni cocraBmia
0,5, Fe — 1, Co — 3 % macc. CpaBHeHre MOIyYEeHHBIX OLIEHOK C BEIMYWHOMN, PACCYUTAHHON HA
OCHOBE CTPYKTYPHO-KPHUCTAIOrpadQUIecKuxX TaHHBIX (a3, TOKA3AI0 HeIrerecoo0pasHoCTb MpH-
MEHEHWUS CTPYKTYPHbBIX TEOPETHUECKUX COOTHOIIEHHH 71T KOJTMUYECTBEHHOIO (pa30BOr0 aHAIN3a
cucrem W — Fe, W — Co BereficrBre BBICOKOTO morsiorienus npumensemoro CuKa-usiydeHus sxe-
s1e30M ¥ Ko0anbToM. IlojyueHHbIe pesyabTaThbl MOTYT ObITh MCIIOIB30BAHBI JIJIS COBEPIIIEHCTBO-
BaHUA METOIUKHM PEHTTeHOMU(PAKIIMOHHOTO KOHTPOJISI (PA30BOrO COCTaBA BBICOKOIIPOUYHBIX
HaHO- ¥ MEJIKO3€PHUCTHIX TSKEJIBIX BOJIb(PaAMOBBIX CILIABOB.

KiroueBnble coBa: TsKeNnble CILIABBI; BOILMPAM; PEHTIeHOMUMPAKITHOHHBIN aHaIu3; (aso-
BBII aHAJIN3; TPAYUPOBOYHEII rpaduK.
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A method of sintering tungsten nanopowders with individual components (added or deposited), e.g., Ni,
Fe, Co, is used in the production of new high-strength nano- and fine-grained heavy tungsten alloys. The
presence of such components facilitates conditions for traditional liquid-phase sintering of tungsten-based
powders or for solid-phase sintering using spark plasma sintering technology. We present the results of an
X-ray diffraction study of binary systems of W + (Ni, Fe, Co) powders containing 95 — 99.5 wt.% of tung-
sten. The evaluation of the reproducibility of the results demonstrated that the intensity of the X-ray dif-
fraction maxima of the studied phases is replicated with an accuracy of at least 3% for the main phase
(tungsten) and at least 6% for the additive (specifically, nickel). It has been demonstrated that in analysis
of powders using X-ray diffraction the sensitivity to nickel, iron and cobalt is 0.5, 1, and 3 wt.%, respec-
tively. The obtained estimates are compared with the value calculated proceeding from structural and
crystallographic phase data. The impracticality of using structural theoretical relations for quantitative
phase analysis of W — Fe and W — Co systems is demonstrated due to the significant absorption of CuKa ra-
diation by iron and cobalt. The results obtained can be used to improve the technique of X-ray diffraction
control of the phase composition of high-strength nano- and fine-grained heavy tungsten alloys.

Keywords: heavy alloys; tungsten; X-ray diffraction analysis; phase analysis; calibration plot.



52 «3aBoackas Jaboparopusd. [[maraocruka marepuanos». 2024. Tom 90. Ne 6

BBenenune

Tsxenbre Boabppamossre ciuiasbl (TBC) mupo-
KO IIPUMEHAIT B MAIIMHOCTPOCHHU U ﬂJIepHOfI
sHeprerure. VI3 BoIb(PaMOBBIX CILJIABOB H3rOTAB-
JIUBAIOT IIPOTHUBOBECHI IJI aBI/IaI_II/IOHHOfI IIPOMBIIII-
JIGHHOCTH, JJIEKTPHUYECKHE KOHTAKTBI, 3JIEKTPOIbI
[I7IA TOYEeYHOM cBapKu u Ap. [1]. Boicokasa mmoTHOCTD
¥ PaJIUaAlMOHHAS CTOUKOCTD CIIABOB TIO3BOJISIOT HC-
II0JIb30BATh UX IIPU IIPOU3BOICTBE KOHTEHHEPOB [IJIf
PaIMOAKTHBHBIX HM30TOIIOB UM Y3JI0B SIEPHBIX pPeak-
TOpOB [2, 3].

Conep:xanve Boab(paMa B IIPOMBIILIEHHBIX
TBC cocrasmsier 80 — 98 % mace. s obnerdenus
JKUIKO(DA3HOTO CIIeKaHusA (B TOM YKCIIe 32 CYET CHU-
JKeHHS TeMIEePATypbl CIEKAHHWs) K IIOPOIIKAM
Boabgpama nobasnsior Ni, Fe, Co u ap. [4, 5].

TpagunroHHas TEXHOJOTUA ITONYyYEeHHSI KPYII-
nosepuucteix TBC Brmouaer mobasxy Ni, Fe, Co
IIyTeM BMEIIINBAaHUA OTAE/IbHBIX KOMIIOHEHT B IIOPO-
IIIOK BOJIb(Ppama, IIpeccoBaHUE IOJYyYEHHOH CMecH
Ha TUIPABINYECKOM IIpecce U ITOCIeayollee CleKa-
HHEe B BOAOpoje mpu Temmeparype okxoiao 1500 °C
[6]. Ormernm, uto ctasel W + (Ni, Fe, Co) o6ia-
AT YHUKAIbLHBIM COY€TAHMEM MOBBIIIIEHHOM IIOT-
HOCTH, BBICOKOH IIPOYHOCTH U ILNIACTUYHOCTHU IIPHU
KOMHATHOU TeMIeparype, KOPPO3UOHHOM U pajgua-
IIIOHHOM cToMKocTu [7, 8].

RpOMe TPagUITUOHHOTO BMeEHIIWBaHUA OTAEJIb-
HBIX KOMIIOHEHT B IIOPOIIOK BOJb()pama, HCIIONIb-
3YIOT TaKKe MEeTOJ ILJIa3MOXHMHYECKOTO CHHTEe3a
HaHOIOPOIIIKOBBIX cMeceil [9]. B arom cayuae qobas-
JIeHre KOMIIOHEHT B TIOPOIIOK BOJb(paMa ocyIie-
CTBIIETCA ITOCIEI0BATEIbHBIM OCAKICHHEM MeTaJl-
JIOB U3 PacTBOpPa UX COJIEH.

Hnsg momydeHus HAHO- W yJIbTPAMEIKO3EPHU-
crbix TBC mpuMeHSIOT 3/IeKTPOUMILYIbCHOE ILIa3-
menHoe criexkanue [9 — 12]. [lonyyaembre Takum crio-
co00M CILIABBI XAPaKTEPHU3YIOTCA BBICOKOHM OTHO-
CHUTEJILHON IIJIOTHOCTBIO, MAJLIM PasMepoM 3epeH
(mo 0,3 MKEM) ¥ BBICOKOM TBEPAOCTHIO.

OmHa 13 OCHOBHBIX METOIUK KOHTPOJIS — METO]I
peutrenodasosoro ananusa (P®A), koropsrii mpo-
IEMOHCTPHUPOBAJ CBOIO 3(PeKTHUBHOCTH IJIS IIPO-
MBIIIEHHBIX KpymHosepHucThix TBC [13].

KoamuecrBennyio oneHky gpa3oBoro cocraBa ma-
TEPUAJIOB TIPOBOMAAT C ITOMOIIBI0 TOIHOIPOMIHHO-
ro aHanamsa AuQparrTorpaMm — Merona Pursenbaa
[14]. CyTb MeTOma COCTOUT B PEIeHn: 00paTHOM 3a-
nauu qu)pakIuy IyTeM CPaBHEHUS SKCIIePUMEH-
TAIBHON MU(PAKTOTPAMMEI C TEOPETUIECKOM, MOIe-
JIMPyeMO¥ Ha OCHOBE JTAaHHBIX O CTPYKTYPHBIX I1apa-
Merpax ¢as. B Momenu HCIONB3YIOT ITOATOHOYHBIE
mapaMeTphl, OJWH W3 KOTOPBIX — MAaccoBad IO
da3bl B MHOTOKOMIIOHEHTHOH cMmecH. TOYHOCTB
OTIpeJIe/IeHUs COJEP:KAHUA KPUCTALIUIECKUX (a3
MetozoM PurBenbaa MokeT OBITH OIleHEHA SKCIEPH-
MEHTaJIbHO, HO TIPUMEHEeHHe MeTofa TpedyeT BhICO-

KOTO KA4YecTBA OKCIIEPUMEHTAILHBIX IU(PaAKTO-
rpaMM, 4YTO CyIIECTBEHHO YBEIWYMBAET TPYIOEM-
KOCTh dKcrepuMeHToB [15, 16].

3amMeTuM, UTO [Ii OTHOCHUTEIBHO MTPOCTHIX CHC-
TeM, 0COOEHHO BHICOKOCHMMETPHUYHBIX HEOpTaHIYe-
CKHX MaTepuayiioB (HampuMmep, (pas 4MCTHIX MeTajl-
JIOB), PEe3yJbTaThl IOJYKOJIMIECTBEHHOTO AHAINU3a
MOKHO TIOJIyYUTh METOIOM BHYTPEHHEro CTaHxapTa
(KOPYHIOBBIX YHCET).

P®A B cryuae HaHO- U YyIBTPAMEIKO3€PHUCTHIX
TBC mo:eT 6bITh 3aTPyIHEH, ITIOCKOJbKY HHTEHCHUB-
HOCTh PEHTTEHOBCKMX IU(PPAKIIHOHHBIX MAKCH-
mymoB (PIIM) oTmenbHBIX KOMIIOHEHT MOXKET ObITH
comocraBuMa ¢ ypoBHeM (poma [17]. ITosTomy mis
aperruBrOrO mpuMmenenus PPA mo orHomeHu0 K
MenkosepuucteiM TBC ¢ BBICOKMM copep:ranueMm
BOJIb(ppamMa HeOOXOAMM aHAaIW3 YYBCTBUTEIHHOCTH
Meroma K Oomee Jjerkum asam. Mamoe (1 -
5 % macc.) comep:KaHUE JIETKUX SJI€MEHTOB 3Ha-
YUTEJIHHO OCIOKHIET KOHTPOIb (DasoBOr0 COCTaBa
MTOPOIIIKOBLIX CMeceil U 00pasiioB, CIIEUEHHBIX W3
HUX. J[OTMONMHUTEIBHYIO CIIOKHOCTH BBISBIBAET TO,
4yT0 HanboJjiee pacpoCcTpaHeHHOe, BBULY CBOEH yHU-
BepcasbHOCTH i apyrux s3amad, CuKa-usmyuenue
MOPOIITKOBLIX ~ PEHTTEHOBCKUX  JTU(PPAKTOMETPOB
(e * 8 K9B) CHIBHO IIOTJIOIIAETCA JKEeIe30M U KO-
6asmbrom. Tak, MaccoBblil K03 UIIMEHT ITOTJIOLIe-
uusg W gsa CuKa-usnyuenus cocrasisier 168, Ni —
48,8, Fe — 302, Co — 321 cm?/r.

Ilenpr paborsl — peHTreHOAUQPAKIIMOHHOE
rccaenoBanre (pasoBOTO COCTABA ITOPOIIKOB CHCTEM
W -Ni, W-Fe, W- Co.

Marepuaabl, METOTHKA, 000OPYIOBAHHE

HccnemoBanmu mopolniku Bodb(pama (Mapra
WO0.8, CTII 00196144-0713-2004) co cpenuumM pas-
MepoMm gactull o Pumrepy 0,8 MM, HEKens (Mapka
ITHK-1JI5, I'OCT 9722-97), xenesa (mapxa BC, TY
2436-045-05807977-98) u robanwsra (Mapra ITK-1y,
I'OCT 9721-79).

3T3JIOHI>I TOTOBHUJIHN IIyTEM IIOC/TI€0BaTEJIBbHOIO
nobasnenus B moporok W mopornkoB Ni, Fe, Co.
BspermuBanue MMOPOIIKOB IIPOBOIUINA HA JIEKTPOH-
ueIx Becax GX-600 (Amomwusa) (rounocers — 0,001 ).
Hocne B3BEIIIMBAaHUS IIOPOIIKH II€pPeChIIIalIn B CTe-
PUIBHYIO IJIACTUKOBYIO TPOOUPKY (06bemM — 50 mur)
u niepeMertuBanu B rederue 10 muH. /{513 perrreHo-
MU PAKITIOHHBIX UCCAETOBAHUN TTOIYYEHHYIO CMECh
IOMeIAJIi B KIOBEeTy M3 aMopdHOro ksapia (mua-
MeTp — 28 MM) ¥ YIUIOTHSIJIH C ITOMOIIBIO CTEKJISH-
HOM ILIACTUHBI I (POPMHPOBAHUSA ILIOCKOM ITO-
BEPXHOCTH.

MukKpoCTpyKTypy IOPOIIKOB aHAIW3UPOBAIN
MeTOZOM PacTPOBOM BIEKTPOHHOUM MUKPOCKOIINU
(POM) na mukpockomne JEOL JSM-6490 (Amonus).
PenrrenogudpakiiuoHuble UCCIEIOBAHUS IPOBOIH-
au Ha pudparromerpe Shimadzu XRD-7000 (fmo-
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Puc. 1. POM-usobpaxkenus mopoumros W (a), Ni (6), Fe (), Co (2)
Fig. 1. SEM images of W (a), Ni (b), Fe (c¢), and Co (d) powders

uusa) (cxema Bperra — Bpenrano, CuKa-uzmyde-
upe, A = 1,54 A, pemuMm paGoTBI PEHTTEHOBCKOI
Tpyoru — 30 kB, 40 MA). Jludparrorpammbr 4uc-
TBIX TIOPOIIKOB ITOJIy4aId B PEKHME «IITHPOKOH
menn» (guamason yrios 20 — 20— 80°, mar —
0,04°, Bpems skcmosuruu — 1 ¢).

s KadecTBEHHOTO (DA30BOTO AHAINU3A KUCIIOJb-
soBann 6Oamkum nmapeix 1CDD PDF-2 u ICSD:
poabpam oW (PDF  Ne 00-004-0806, ICSD
Ne 76151), aurens B-Ni (PDF Ne 00-004-0850, ICSD
Ne 646089), :xeneso a-Fe (PDF Ne 00-006-0696,
ICSD Ne 76747), wobansr a-Co (PDF Ne 01-071-
4239, ICSD Ne52935), kobamsr [-Co (PDF
Ne 00-015-0806, ICSD Ne 53805).

PentrenogudpakiinoHibie HMCCIETOBAHUS IIO-
POLIKOBBIX cMecel (9TATTOHOB) OCYII[ECTBIAIN B CIIe-
IYIOIIUX YCIOBHAX: INEJIb Mepex AeTeKTOpOM —
0,15 vy, miar mo yriay 20 — 0,04°, BpemMs 9KCIIO3H-
mnn — 2c. CpbeMKy audpakTorpamMMm IIPOBOIUIN
WHTEPBaJIAMH, JUANIA30HbI YIJIOB KOTOPBIX BHIOMpA-
s Ha ocHoBaHUU nojokeHuit P/IM umersix meras-
s0B (Tabsa. 1), pacCYuTaHHBIX 110 CTPYKTYPHBIM JaH-
HBIM (has.

O6cy:xaenue pe3yabTaTOB

Ha pwmc. 1 mpenmcraBnennr POM-uzobpaikenus
HCCIIeyeMbIX YUCTHIX MOPOIIKOB. BraHO, 94TO m1Opo-
IIIOK BOJIb(ppaMa BKJIIOUAET OTPaHEHHbIE MTOJTHUIIPH-

Ta6auma 1. Mugexcs: Murepa u TeoperudecKkue 3HAYEHHUA YIiI0B 20 nud)pakIInOHHBIX MAKCHMYMOB HCCIIeyeMbIX (a3

Table 1. Miller indices and theoretical values of the 20 angles of XRD maxima of the phases under study

w Ni a-Fe B-Co

(110)* 40,26° (111)* 44 51° (110)* 44.67° (111)* 44.21°
(200) 58,27° (200)* 51,85° (200) 65,02° (200) 51,52°
(211)* 73,19° (220) 76,37° (211) 82,33° (220) 75,85°
(220) 87,02° (311) 92,94° (220) 98,94° (311) 92,22°
(310)* 100,64° (222) 98,44° (310) 116,38° (222) 97,65°
(222) 114,92° (400) 121,93° (222) 137,13°

(321) 131,17° (331) 144,67°

(400) 153,59° (420) 155,65°

* rZ[aHHI:Ie B I[aJIIJHeI;.IH.IeM HUCIIOJIb30BAIH MJId aHAJTUTHUICCKUX PacueToB.
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Puc. 2. Judparrorpamms: moporrkos W (a), Ni (6), Fe (8), Co (2)
Fig. 2. XRD patterns of W (a), Ni (b), Fe (¢), and Co (d) powders
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Puc. 3. JudparkrorpaMMbl  MOPOLIKOBOM  cMmecu W +

+ 1 % macc. Ni (I — 3 — HOMED DKCIIeprMeHTa)

Fig. 3. XRD patterns of W + 1 wt.% Ni powder mixture
(I — 3 — number of the experiment)

YeCKHe YaCTHUIlbI M30METPUIHON (PpOopMbI pasMepoM
2 — 5 mrM. B moporiike HuKeIA Ha6II0aI0TCd YaCTH-
bl KyOudaeckoit popmbl pasmepoM 1 — 2 MKM, B @O-
POIIIKe 3Kee3a — arjoMepaThl ChePUIECKIX YaCTHII
pasmepom g0 5 mEM. B moporrke xobanbra mpucyT-
CTBYIOT CHUJIbHO HEHM30METPUYHbBIE IOPUCThIE YACTH-
bl WTOJIBYATON (DOPMBI TOJIIMHON He Oojiee 5 u
nauHou mo 50 MKM.

PentrenoBckne audpakTorpaMMbl ITOPOIIKOB
(puc. 2) MOKA3BIBAIOT, YTO B MOPOIIKAX BOJIbgpama
¥ HUKeJd IPUMECHBbIe (pasbl oTcyTcTBYIOT. Ha nu-
dparkTorpaMme IOPOIIKA :Kejle3a HaOJI0AA0TCT
PIM ronbko a-Fe. Ha mudparrorpamme mopomrka
rKobanbra ugentugunuposansl PIIM a- u -Co, HO
B-Co — ocuoBHasa dasza. OTmMeruM, 4YTO WHTEHCUB-
HOCTb JU(PPAKITHOHHBIX MakcuMyMOB a-Co Haxoaut-
csl Ha TIpefiesie 00HAPYKeHus.

J1a oIleHKM paBHOMEPHOCTH IIepeMeITNBAHUA
MIOITOTABINBAEMBIX STAJIOHOB W CTATHCTUIECKUX
MIOTPEIIHOCTEH Pe3yIbTaTOR IIPOBOIUINA IIOBTOPHBIE
PEHTTEHOBCKIE HCCIeTOBAHUA MOPOIIKOBBIX 00pas-
moB W + 1 % macc. Ni (puc. 3). aa rammoro us
Tpex SKCIEePUMEHTOB KIOBETY HATIOIHSIIN 3aHOBO.

B Tab6n. 2 nmpuBeneHs 3HAYEHUA YTIOBBIX IOJIO-
JKeHHUH W WHTeHCHBHOCTEeH ocHOBHBIX PJIM Boibg-
paMa u HUKeJsd, IoAydeHHbIe B pe3yabTaTe Tpex He-
3aBUCHMBIX MU3MEpPEHUH.

Bugso, uro oTHOCHTEIBHOE CpemHEKBAIpPATHU-
uHoe orknonenre (CKO) perucrpupyeMbix MHKOBOMH
(I ax) ¥ wHTErpanbHOU (Int) MHTEHCHUBHOCTEH IU-
(bpaKIIMOHHBIX MAKCUMYMOB BOJIb(PpaMa He MPEeBHI-
maer 10 %. Jast oTHOCUTENBHO CIa00MHTEHCUBHBIX
IUPPAKITHOHHBIX MAKCUMYMOB HUKEJST OTHOCHTEIb-
HBIN pas3bpoc A MHUKOBBIX WHTEHCUBHOCTEH cocTa-
Bun 3 u 9 % coorBercrBeHHO. Takum o6pasom, MOK-
HO II0JIaTaTh, YTO OTHOCUTEIbHAA IOTPEIIHOCTD U3-
MepseMbIX HHTeHCUBHOCTEH He pesbimaeT 10 %.

Ha puc. 4 npuBenens! n3bpaHHble YIACTKUA JTH-
dparTorpamMm MMOPOIIKOBLIX dTaoHOoB W — Ni, W —
Fe, W - Co.

HerexTupoBanue ¢assl B 00pasie mnpu pasdas-
JIEHUY TPOBOAUIN NPU HAIWIUHU KaK MUHUMYM O[-
HOTO IU(QPAKITHOHHOTO MAKCHMyMa, IMHUKOBad WH-
TEHCHUBHOCTh KOTOPOTO, PACCYUTAHHAA OT YCPEeIHEeH-
HOU JWHHUHU (PpOHA, MIPEBBIIIATIA YTPOEHHOE CPeHe-
KBaJIpaTUYHOE OTKIOHEHWe (poHOBOrO curaHaia (30).
YyBCTBUTEIBHOCTh OMPENeIsaan Mo 00pasiy ¢ Hau-
MEHBIIINM cofepskanueM mob0aBku. B mcciemyembix
TIOPOIIIKOBBIX HTAJTOHAX YYBCTBUTEIHLHOCTH K Ni co-
crasuna 0,5, Fe — 1, Co — 3 % macc. OrmeruMm, 4To
YyBCTBUTEJIBHOCTh K HAJIUYHUIO U COMAEP:KAHUI0 (a3
IIpY aHalh3e ITOPOUIKOBBIX 00pA3Il0B OOBITHO OKa-
3bIBAeTCA HUKE, YeM IIPH aHAIWU3€e ITOJHPOBAHHBIX
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Puc. 4. Yuacriu qudparrorpamMmm moporrkosbix sranonos W — Ni (a, 6), W — Fe (8), W — Co (2) ipu copep:xanuu gobasku 0,5 (1),
1(2),2(3),34),4(5) ub % wmacc. (6)

Fig. 4. Sections of the XRD patterns of the powder standards W — Ni (a, ), W — Fe (¢), W — Co (d) with a different content
of the additive 0.5 (1), 1 (2), 2 (3), 3 (4), 4 (5), and 5 wt.% (6)

Ta6auna 2. 3HaueHNs YIVIOBBIX [T0JI0KEeHUHE U abcontotHoH nHTeHcHBHOCTH PIM Bontbdhpama v HUKeNs, 3aperucTPUPOBaHHbIe
110 pe3yIbTaTaM TPexX OIpeneIeHui

Table 2. Values of angular positions and absolute intensity of tungsten and nickel XRD maxima according to the results of
three XRD experiments

POIM 26, rpazx. Ora. CKO g 20, % I, ot ex. Otu. CKOgnal, ., % Int,ora.ex.  Oru. CKO mua Int, %

w (110) 40,34 0,03 82112 3 764183 3
40,31 89294 736510
40,36 82279 682743

(200) 58,34 0,02 16 007 1 147 348 4
58,32 15385 144378
58,34 15546 131266

(211) 73,27 0,02 38714 9 324631 5
73,24 30713 300875
73,28 29032 274263

Ni (111) 4457 0,02 838 3 6848 6
4455 878 7484
44,58 796 6097

(200) 51,92 0,03 396 9 3716 1
51,88 379 3798

51,94 291 3684
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obpasios [18]. IlosToMmy yraszaHHBIE YYBCTBHTENb-
HOCTH MOTYT PAcCMATPUBATHCA KaK MAKCUMAbHbIE
3HAYEHUA.

IIpu mocTpoeHuu rpagyHpoOBOYHBIX TPad)UKOB
YYIUTHIBAIH 3KCIEPUMEHTAIBHO OIPeIeIEHHYI0 Ty B-
cTBUTENBHOCTh. KommuecTBO TOYEK, HCIOTH30BAH-
HBIX [JI IIOCTPOEHUS T'PAIyUPOBKH, COCTABILIO 6
(mma W —Ni), 5 (mma W — Fe) u 3 (mma W — Co). Hua
AHAIUTUYECKUX PACUYETOB BHIOMPAIN WHTEHCHBHO-
CTH MAaKCHMyMOB, OoTMedeHHBble B Tabm. 1. Kpome
Toro, aisa cucreM cocraBa W + M, rme M — Ni, Fe,
Co, mpezamonaraad MTPOIOPIIHOHAIBHYI0 B3aBUCH-
MOCTh HHTerpanbHoi uarencusHoctu PIIM I, u mac-
COBOI JT0JTH X; I-¥ (pasbl B oOpasiie.

Ucnonw3oBamu crefymwoliee BbIpaKeHUe I
MaccoBoit gonu dassr M:

- Iy /ky
M — )
Iy /ky + 1y [ky

(1)

rae ky, Ry — mocTosTHHBIE KO3 (UITMEHTHI 71 pac-
cMaTpPUBaeMOU CUCTEMBI.

Bripaskenwne (1) MOKHO HPEICTABUTL B CIEAYIO-
1IeM BHJE:

Vu Ly Fw @

3Hag MaccoBy0 00 a3kl M B MOPOIIKOBOM
nByxgasuoii cmecu cocraa W + M u nmMest pesyJib-
TaThbl PEHTTEHOIU(PPAKITHOHHBIX  WCCIEOBAHUMN
9TOH CMeCH, C MCIOJb30BaHUEeM (2) MOMKHO OIpese-
JINTH OTHOIIIEHHE KO3 UIIUEHTOB Ky U ky. ITO OT-
HOIIIEHHE i1 Hanbojiee HHTEHCUBHBIX MAKCHMYMOB
a3 coBmagaer ¢ OTHOINEHWEM TaK HA3BIBAEMBIX
«KOPYHIOBBIX yrces» [19].

ITH BEIWYUHBI MOTYT OBITH PACCYUTAHBI 110 W3-
BECTHBIM CTPYKTYPHBIM AaHHBIM C IPUMEHEHUEM
COOTHOIIIEHUH

ka _ I M(hkl) (3)

b

kW IW(hkl)

Pl Fpl® A+ (cos20)?)

(4)

I7ie p — IJIOTHOCTH BEIIECTBa; 1, — MACCOBBIH KO-
a¢purment nornomenus; Fj,, — cTpyKTypHas am-

wInTyaa; V, — o0beM ajeMeHTapHOU sSJediku; 0 —
3HAYEHHE OPITTOBCKOTO yIJa.

AnmpokcuMupys TpafyHpOBOYHBIE TPapHUKH,
MOKHO IIPOBECTU CPABHEHHUE C TEOPETUIECKUMHU 3HA-
YeHUSIMH, PACCUUTAaHHBIMHU 110 (3) u (4).

I'pagyupoBounbie rpaduku mOpencTaBIeHBI HA
puc. 5 (IpAMbIe — aNIPOKCUMAIIUA B COOTBETCTBUU
¢ (2)). Buguo, uro B cucreme W — Ni KosdppurizienT
JWHEWHOH Koppesianuu 6au3ok K equauie. OmgHakKo
cleflyeT OTMETHUTh: OH He YIUTHIBAET HyJIEBOTO 3Ha-
yeHUs CBOOOHOTO WieHa TUHEHHON (DYHKIUH.

YrioBble K03(P(PUIIMEHThI, PACCUNTAHHBIE IIy-
TeM JWHENHOM allpOKCHMAalluMu 3KCIepUMeHTalb-
HBIX JAHHBIX (yHKIHEH (2) (9KCII.) U II0 CTPYKTYp-
HBIM JAHHBIM C HCIIOJIb30BAHUEM BBIPAKEHUMH
(3) — (4) (reop.), mpuBegeHbI B Tabi. 3 (morperr-
HOCTH PACCUYUTAHBI [JIA [OBEPUTEIBLHOH BEPOAT-
Hoctu 0,95).

CpaBHeHUe TOJIyYeHHBIX ABYMS CIIOCO0aMHU 3Ha-
YeHUH MOKAa3bIBAET, YTO OIEHKH C HCIIOIH30BAHHUEM
TEOPETUYECKUX PACYETOB II0 CTPYKTYPHBIM JaHHBIM
HE OTPa/Ka0T peajbHOM KapTHHBI, HAOII0IaeMOi B
SKCIIEPUMEHTE.

3aMeTuM, 4TO BCJIEICTBHE HEBBICOKOU UyBCTBH-
TEIFHOCTH K KO00ATbTy NPUMEHEHHE IOJIyIEHHBIX
rpagyupoBoYHbIX TpaduioB s cucrembl W — Co
Jamee He PacCMaTPUBAIIOCH.

HOmna W — Fe u W — Ni norpeIiHocTu yrioBbIx Ko-
a(p(pUITHEHTOB IPALyHPOBOYHBIX TPAMHUKOB BKIIIOYA-
0T HEOIIPeIeeHHOCTh N3MEPEeHUT HHTEHCUBHOCTEMH
IIpH TIOZICTAHOBKE cpenHux 3uadeHui. [lexecoobpas-
HO OIIEHUBATh JIOJII0 HUKEJS B BOIb(ppame 1Mo COOT-
HOIIIEHUAM TU(PPAKITHOHHBIX MAKCUMYMOB HUKE C
nanerxcavu (111) u Bonbdpama ¢ uagexcamu (110),
(211) nm (310). B sTom ciyuae oTHOCHTENIBHAS I10-
TPEIIHOCTh OIpPEIeNeHUs J0AN HUKEJs He MPEBBI-
maet 10 %. Il oleHKu [10u sKejes3a B BOJIb(dpame
MPEIIOYTHTENbHBI TU(PPAKITHOHHBIE MaKCHUMYMbI
a-Fe (110) u Bonbdpama ¢ uagexcamu (110) u (211).
OrHOCHUTeNbHAA MOTPEIIHOCTD OIPEAENeHHI [OJIU
sKejie3a B 9TOM ciiydae He Bbiie 15 %.

IIpu npuMeHeHVH Ha TPAKTUKE ITOIyIEHHBIX CO-
OTHOIIIEHUH IIPeAoIaraeTcs UCI0IH30BAHHE OTHO-
IIEHHUA TMap BCEX M3MEPEHHBIX WHTEHCUBHOCTEH JIH-
dparkuuonnasix auaui (cM. Taba. 3). Ilpu sarom nepe-

Ta6auna 3. Yriosble K0 PUIUEHTHI IPALYUPOBOIHBIX IPApQUKOB

Table 3. Values of angular coefficients of the XRD calibration plots

PIIM Y - Ni (111) Ni (200) a-Fe (110) B-Co (111)
W (110) 9KCII. 0,72 = 0,07 0,36 = 0,05 0,40 = 0,06 0,36 = 0,16
Teop. 0,95 0,44 0,18 0,13
W (211) DKCII. 1,93 = 0,16 0,96 = 0,12 0,95 = 0,13 0,87 = 0,49
TEOop. 2,63 1,23 0,50 0,36
W (310) DKCIL. 3,63 = 0,35 1,79 = 0,19 1,79 = 0,27 1,64 = 0,57
Teop. 4,78 2,22 0,91 0,65




«3aBoackasa maboparopusa. [[marnocruka marepuaiaos». 2024. Tom 90. Ne 6 57

0,20 - o y=3,63x ,
R=099
| @w (110), Ni (200) :
0,15 {®W (211), Ni 200) .
= AW(310),NiQ00) A p=193x
3 1 A R=1,00
=
Z 0,10 - s
< S -.
_— y=0,72x
0,05 _ “ - R:0,99
e e .
Al P L
.l ...... .t
000 &7
0,00 0,02 0,04 0,06
v Niy W
0,12 -
8
y=1,7%%
0,10 R=099 *
leW (110), a-Fe (110)
= 008 |mW (211), a-Fe (110)
< |aW (310), a-Fe (110) y=0,95x
S A R=0,99
£ 0,06 - ’
3 2 ]
= .
=~ 0,04 -
0,02 A
0,00 +—v——m—————————————1
0,00 0,02 0,04 0,06

v a-Fe/v W

0,100 - y=1,79%
6 R=099 A
1ew 110y, Ni(111) :
0,075 { "W (211),Ni(111) .
2 AW (310),Ni(111) "4 y=0,96x
§ 1 A R=0,99
Z 0,050 - L.
S e y=036x
0,025 A . R=0,99
a ST e .
1 a®
0000 &1
0,00 0,02 0,04 0,06
v Ni/y W
0,10 4 y=1,64x
2
R=0,99
0,08 - T a
=3 +
b 4 A .". =
] 0,06 ® W (110), B-Co (111) .~ }1)32068;;
<) . 3
3 1mW (211), B-Co (111)
@, AW (310), B-Co (111 o
E 0,04 AW (310), -Co ( ). .
0,02 - _
’ y=0,36x IR
R=098 %€
0,00 T T T T . .
0,00 0,02 0,04 0,06
v B-Co/v W

Puc. 5. I'pagyuposounsie rpaduru g1a cucteM W — Ni (a, 6), W — Fe (8), W - Co (2)
Fig. 5. XRD calibration plots of the powder standards W — Ni (a, b), W — Fe (¢), W - Co (d)

ceueHUe IOBEPUTENbHBIX WHTEPBAJIOB pPACCUUTAH-
HBIX 3HAYEHWH MAaCCOBBIX J0JIEH 00eCIIeurBaeT J10-
IIOJIHUTENILHYI0  HANEeKHOCTh  pesysibTara, a
BO3MOKHBIE OTKJIIOHEHHWS — WH(OPMAIUI0 O IIpe-
MMYIIECTBEHHOM OPHEHTAIIUH KPHUCTAJIUTOB B 00-
pasiie WM UHBIX CUCTEMATHYECKUX ITOTPEITHOCTAX.

3akJaroueHue

[logroroBnenuble craHAapTHBIE 00PA3IBI IIO-
porkoB cuctem W — Ni, W — Fe, W — Co (comep:xa-
ume nobasku — 0,5 - 5,0 % mace.) aHATHU3UPOBAIN
METOIOM PEeHTTreHOBCKou mudpakiuu. lIposemen-
Hble WCCIEMOBAHHUSA I[OKA3aTH, YTO YyBCTBUTEIH-
Hocts K Ni cocrasuna 0,5, Fe — 1, Co — 3 % macc.
Maccogbie o1 HUKeA U jKejie3a B OMHAPHBIX CHC-
TeMax C BOIb(PAMOM MOKHO PacCUYUTATh C IpPUMe-
HEHHMEM COOTHOIIIEHUY MHTEHCHUBHOCTEH Tu(paKIiiu-
oHHBIX MakcuMyMoB. lIpm sTom B cucreme W — Ni
OTHOCUTENIbHYI0 TO4HOCTh B 10 % obecreuynBaer
aHAIN3 WHTEHCHUBHOCTEH MU(PPAKIIMOHHBIX MAaKCH-
MyMOB HuKeysi ¢ uHmexcamu (111) u Boabgpama c
nagexcamu (110), (211) uwau (310). B cucreme W —

(a-Fe) ormocurensHyo TouHOCTh B 15 % maer ana-
I3 WHTEHCUBHOCTEH MUQPPAKIMOHHBIX MAKCHUMY-
MmoB sxene3a (110) u Boabgpama (110) u (211).

duHaHCHUPOBaHHE, 0JIATOTAPHOCTH

Pa6ora BeimosmHeHa Ipy PUHAHCOBOU IOIIEPIK-
ke PH® (rpamt Ne 22-79-10080). ABTOpHI BhIpaiKa-
ot 6iarogapaocts II. B. AmmpeeBy 3a momorns B
aHajinde U uHTepIIpeTaluu pe3yJabTaToB.
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ABTOpPBI 3adBIAIOT 00 OTCYTCTBHU KOHQIHKTA
WHTEPECOB.
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