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MOP®OJIOTTYHA CTPYKTYPA I'AJIbBBAHOOCA/I’KEHUX B
HEOJHOPIIJHUX PEXKUMAX ITPOIIAPKIB MIAI

3a 0onomozorw pacmpogoi enekmpoHHOi MIKPOCKORNII O0CNIOHNCEHO MIKpOCMPYKMYpPY
npowLapKie Mioi, wo OMpUMAaHi eleKmpoOOCAONCEHHAM 8 CMAYIOHAPHOMY, IMNYIbCHOMY Md
CMOXACMUYHOMY pedHcuUMax Ha MiOHux niokiaokax. AHxicnuti poszenso CEM-306padicens
eIeKMpPOOCAOINCEHUX NOBEPXOHb NOKA3A8, W0 V GUNAOKY CMOXACMUYHO20 PENCUMY
eIeKMPOOCAOINCEHHS YMBOPIOEMbCS NOKPUMMSL 3 OLIbUUM PO3MIDOM 3€PeH HIdC ) UNAoKax
iMRYIbCHO20 ocalddcenns.. byno ecmanoéneno, wo gopma Hanecenux 3epen CYMmMeESO
BIOPI3HAEMbCA Y BUNAOKAX IMNYILCHO20 MA CMAYIOHAPHO20 PeNCUMI HanecenHs. Y npoyeci
e1eKMPOOCAONHCEHHS 8 CMAYIOHAPHOMY MA CMOXACMUYHOMY PENCUMAX POpMYEMbC 0cao y
8UNIA0T KOH2IOMEPAMI8 3epeH pPI3HO20 pOo3Mipy, 6 MOl 4ac SAK 6 IMHYIbCHOMY pedcumi

YMeoproemvcs pigHoMIipHa 3epenna cmpykmypa. Takooc 6yno ecmanoéneno, wjo Cepeouii

po3Mip 3epeH 6 eNeKmpoOCaONCeHUX NPOWApKax, w0 OMpPUMAaHi 3 BUKOPUCHAHHAM
IMRYTILCHO20 PedcUMy, 3pOCMAc i3 30IIbULEHHAM Nepiody iIMNYIbCis.

K11040Bi ci10Ba: enekTpoocaKeHHs, pacTpoBa €JIEeKTPOHHA MIKPOCKOIIis, Mi/lb, 3€pHA,
noJisipu3aliiiHa KpUBa, IMITYJIbCHUN PEKUM.

Beryn
[TpoBeneHi qOCHiIKEHHS BIUIUBY CTPYKTYPYBaHHS OBepXoHb Mifi [1] Ha da3oBwmii pict
B cucremi Cu/Sn,  BHSBHIM iX TEXHOJOTIYHI BIAMIHHOCTI, IO XapaKTePH3YIOThCS

0COOJMBUMM MEXaHIYHHUMHM BIIACTUBOCTSMU Ta CTPYKTYpPHO-(a30oBUM ckiagoM. OnHuM 3
HAlOUIbII TOMIMPEHUX METOAIB OTPUMAaHHS pPI3HOMAHITHUX CTPYKTYpOBaHMX MIJHHUX
KOHTAKTIB € EJEKTPOJIITHYHE OCa/PKEHHS. JleTalbHUIl ONMUC TEXHOJOTIYHUX OCOOIMBOCTEH
CTaI[IOHAPHOTO PEKUMY €JIEKTPOOCAKEHHS IMOJaHO B HAYKOBI JiTepaTypi, Hamp. [2]. [IpoTte
CTalllOHAPHUH PeXUM EJIEKTPOOCAIKEHHS Ma€ psiji 0COOIMBOCTEH, 30KpeMa HEPiBHOMIPHICTh
TOBIIMHHU eJIeKTpoocakeHux 1mapiB. Lle mos’s3aHo 3 GayKTyaliiHUM yTBOPEHHSIM BHUCTYIIIB
Ha eNeKTPOoJaxX, IO MPHUBOJUTH JI0 3MEHINEHHS BIACTaHI MK HUMH 1, BIAMOBIAHO, IO
3pOCTaHHS MOTOKY €IeKTPOOCaPKEHHS Ha LIUX AUISHKAX, 10 B CBOIO Yepry NMPUBOAUTH J0 1
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OUIBIIOr0 pocTy c(HOPMOBAHUX BUCTYIIB. TOMYy TEXHOJOTISI OTPUMAaHHS CTPYKTYpPOBAaHUX
MIPOIIAPKIB Mifl € BAXKJIMBOIO 337a4€H0 Y MIKPOCTIEKTPOHIII].

B pobGoti [1] mocmimkeHO BIUIMB croco0y OOpoOKM IMOBEpXHI MiJli Ha picT Ta
Mopdororiro a3 B cucremi Cu/Sn. Bkazano, mo moaudikairiss HOBEpXHEBUX MPOIIAPKIB Miii
3a JIONMOMOTOI0 TanbBaHoocakeHHd 41 SMAT oOpoOKM MOBEpxHi BIIMBA€ Ha IIBUAKICTH
pocty (a3 CuzSn ta CueSns. B po6oTi [3] mocaipkeHO 0COOIMBOCTI TalbBAaHOOCAKEHUX
MPOIIApKIB MiJi 3a JOMOMOTOK JudpakalifHOro aHaji3y, MOKa3aHO BIUIUB PEXHUMIB
€JICKTPOOCa/DKCHHSI Ha CTPYKTKPHUK CTaH TMOBEpPXHI Mimi. Ane mudpakmiiHuii aHami3
JIO3BOJISIE 3pOOUTH BUCHOBKH JIMIIIE PO 00JIaCcTi KOTEPEHTHOTO po3CitoBaHHA [4, 5], a HE TIpo
peanbHi po3Mipu Ta OyIOBY 3€peH rajibBaHOOCA/KEHOI Mimi. ToMy OCHOBHHMM 3aBIaHHSIM
JaHOT POOOTH € TOCIIIKEHHS CTPYKTYPHOT'O CTaHy TajJbBaHOOCAKEHUX MPOIIAPKIB Mifi, 110
OTPHMaHI 3a PI3HUX PEKUMIB EIIEKTPOOCA/PKEHHS, Ha PACTPOBOMY EJIEKTPOHHOMY
MIiKPOCKOTTI.

B naHomy mociipkeHHI €JIeKTPOJIITHYHE OCAIKCHHS MPOBOMIOCH B CTAI[iOHAPHOMY,
CTOXAaCTUYHOMY Ta IMIYJbCHHX pexumax. Croyarky, BiJIOBITHO JUIS 3aJ@aHOTO CKIIAAy
eJIeKTPOIIITYy, HOro TemmepaTypu Ta po3MipiB 3paskiB, OylyBaiacs Mojspu3alliiiHa KpHBa,
3TiAHO 3 SIKOI0 BUOMPAIUCS OCHOBHI PEXHMHU €NEKTPOOCapKeHHs. i eNeKTpoOoCcaKeHHS
MPOIIAPKIB MiJli HAa MiJHI MIIKJIAIKA B PI3HOMAHITHUX CTaI[lOHAPHUX Ta HECTalllOHAPHUX
PEeKUMaX 3aCTOCOBYBABCSl pO3po0iieHHH anmapaTHo nporpamuuid komiuieke (AIIK) [6, 7], mo
JIO3BOJISIE B PEKUMI pealbHOTO 4Yacy IMATPUMYBAaTH 3aJjaHy HANpyry Ha eleKTpoaax
€JIEKTPOXiMiYHOI KOMIpKM Ta (DiKCyBaTH BIANOBiAHI 3HaueHHs cuiau ctpymy. Ilicis doro,
OTpUMaHi TMOBEpPXHI JIOCIIKYBaJINCs Ha PACTPOBOMY EJIEKTPOHHOMY MIKPOCKOI. AHami3
300pakKeHh OTPUMAHUX IIOBEPXOHBb 3JIIHCHIOBaBCS 32  JOMOMOTOK  PO3pOOICHOTrO
OPHUTIHAIBHOTO MPOrpaMHOro 3ade3neucHHs [8].

1. Onmuc excnepuMeHTy

JUis BUTOTOBJIEHHS 3pa3kiB, OyJO MiATOTOBIEHO MIJHI MIAKIAAKK 3 PpoO0YOI0
nopepxueto 1 cm? TToBepxHIO MiAKIAmOK criepiry Oyio BiATIONipOBAaHO 3 BUKOPHCTAHHSM
nutiyBadbHUX KPYTIB 3 LIOPCTKICTIO 10 5-10 MKM., IOTIM BiJNaJI€HO B aTMOc(epl aproHy 3a
500 °C mporsrom 2 roauwH, Ani To30aBineHHS Big MikpoHanpyr. Ilepex mporecom
€JIEKTPOOCAHKEHHS TIOBEPXHS MIJHOT MMiJIKJIAIKH YAaCTKOBO 130JIFOBAJIach, 1100 3a0€3MmeYnTH
po6ouy monty moBepxHi 1 cm? 11]06 BUrOTOBUTH 3pa3ku GyI0 0OpaHO eNeKTPONIT CKIamy
0,36M CuSOs*H>0 +1,22M H2SO4 [9]. Hdnis 3HATTSA OKCHIHOI IUIIBKH, IIO YTBOPHIIACh B
npolieci Binany Ha MOBEPXHI MiJKIa K1, BAKOPHCTOBYBAIOCH AaHO/IHE TPABJICHHS.

IloOynoBa noJssipu3aniiiHoi KpuBOi

BinnoBinHO 70 3a7aHUX YMOB eleKkTpoiizy (po3mip 3paskiB (10*10 mMm) Ta BifcTaHb
MDXK KaToOJO0M 1 aHOJIOM 5 CM) y rajibBaHOJMHAMIYHOMY pekuMi 31 mBuakicTio 0,02 B/c Oyno
noOyoBaHo mnonsgpusaiiiiny kpuBy. IloOynoBana mnosspu3aniiiHa KpuBa XapaKTepU3ye
MOXJIUBI PEXKUMH OCA/DKEHHS MiJl Ha MIJHI TUIACTHHKH 3a 3a/1aHO0i KOHIEHTparlii Ta
temneparypu (25 °C) enexTpoiTy Ta npuBeneHa Ha Puc. 1.

Ha ocHoBi noOynoBaHoi mosspu3aniiHol KpUBOi BU3HAUEHO IHTEPBAIM HANpYT, IO
BI/INIOBIJAIOTh aKTUBOBAHOMY Ta JU(PY31HHOMY pPEeXHUMY €IEKTPOOCAKEHHS.
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Puc. 1. Ionspusariiina kpuBa Mmpouecy eIeKTPOOCaKEHHS.
Fig. 1. Polarization curve of the electrodeposition process.

3aranbHUI KOHTPOJIb OCA/HKCHHS 3IHCHIOBABCS 3a JIOMIOMOTOIO (iKcallii cyMapHOTro
3apsiy. B mpoBeneHMX ekcnepuMeHTax Oysio OOpaHO 3HAYCHHS CyMapHOTO MpOIEHOrO
3apsny = 40 Ko. TlapameTpu eeKTpOJIITUYHOTO OCAPKEHHS B BHITAJKKY CTOXAaCTUYHOTO,
IMITyJIbCHUX Ta CTAaI[lOHapHOTO PEKMMIB HaBeJieHO B Tabnui 1.

Tabmuus 1 [TapameTpu eTeKTPOTITUYHOTO OCAIKCHHS
Table 1 Electrolytic deposition parameters

No Pexxum ocamxeHHs Hampyra U, B
3pazok 1 CrauionapHuit 0,24 B
3pa3ok 2 Imnynbcnuit (Iepion immynsey t=4 c, Umin=0 B,
TPHUBAJICTD IMITyJIbCY 1=3 C) Umax=0,23 B
3pa3ok 3 Imnynbcnuit (Iepion immynbey t=8 c, Umin=0 B,
TPUBAIICTH IMITYJBCY t=6 C) Umax=0,23 B
3pa3ok 4 ImnynscHmit (Iepion immynsey t=12 c, Umin=0 B,
TPHUBAJICTh IMITyJIbCY =9 ¢) Umax=0,23 B
3pa3ok 5 ImnynscHuit (Iepion immynsey t=12 c, Umin=0,16 B,
TPHUBAJICTD IMITyJIbCY =9 ¢) Umax=0,37 B
3pa3ok 6 Croxactuunuii ( t=200 mc) Umin=0,13 B,
(x0=0,2, a =17, =10) 3rigno moneni Umax=0,37 B
Yya [8]

Jlns KoxKHOro pexxumy enektpoocakeHHs y AIIK BHocunmcs HeoOxinHI yacoBi
3aJIe)KHOCT1 Halpyr 1 BUMIPIOBAJIMCS BIAMOBIIHI 3HAYEHHS CHUJIM CTPyMY, IO BiANOBIalOTh
nporecy enekrpoocakenHs. Ha Puc.2 (a-u) nmpuBeneHo pparMeHTH 4acOBUX 3aJICKHOCTEH
HaNpyTH Ta CTPYMY B BUIQJIKY HECTAIlIOHAPHUX PEKUMIB.
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Puc.2. ®parmeHTH 4aCOBHX 3aJ€KHOCTEH HAIIPYTH Ta CTPYMY B BHITAJIKY IMITYJTBCHUX
pexumiB: 3pa3ok 2 (a, 0), 3pazok 3 (B, 1), 3pazok 4 (1, €), 3pa3ok (€, ); Ta CTOXaCTUYHOTO (3,

1) PEKUMIB.

Fig.2. Fragments of time dependences of voltage and current in the case of pulse modes:
Sample 2 (a, 6), Sample 3 (8, r), Sample 4 (x, e), Sample (e, x); and stochastic (3, u) modes.

2. JlocaimkeHHsI BUTOTOBJIEHUX 3Pa3KiB

OTtpumani 3pa3ku OyJu JOCTIIKEHI Ha pacTpOBOMY €JIEKTpOHHOMY Mikpockorni PEM-
200. 3HiMKHM pobmincs 3a pi3Horo 30uIblIeHHs: 3pa3ku 1, 5 ta 6 3a 36inbmenHs 500, 3pazku

2-4 3a 301nb1renss 1200.
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Puc. 3. CEM-300paxeHHS 3pa3KiB MiJIi, III0 €JIEKTPOOCADKEHUX Y PI3HUX pexuMax: 3pa3ok 1
(a), 3pa3ok2 (6), 3pa3ok 3 (B), 3pa3ok 4 (1), 3pazok 5 (1) Ta 3pa3ok 6 (e). (auB. Tab. 1)
Fig. 3. SEM-images of copper samples deposited in different modes: Sample 1 (a), Sample 2
(6), Sample 3 (8), Sample 4 (), Sample 5 (1) and Sample 6 (e). (see Table 1)

SIkicHuii posrmsin audpakTorpaM Ta aHami3 AaHHX, IO HpeactaBieHi B poboti [3]
MOKa3ye, M0 Pi3HI PEKUMHU OCAHKCHHS MPU3BOMAATH JI0 YTBOPEHHS Pi3HUX CTPYKTyp. Ilicis
HaHECEHHS MiJli B CTOXaCTMYHUX Ta CTalllOHAPHUX peXuMax (OPMYETbCS MOKPHUTTS
TEKCTypOBaHe B HanpsMKy <110>.
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IIponenypa po3paxyHky po3mipiB 3epeH.

Hns anamizy CEM 300pakeHb TOBEPXOHBb €JICKTPOOCAHKCHUX IMPOIIAPKIB Mii OyIio
BUKOPHCTAaHO MpOrpaMHuii NpoAyKT [8], 1m0 mpaioe 3a HACTYNHHUM aJITOPUTMOM:
300pakeHHsI OTPUMaH1 Ha pacTPOBOMY €JIEKTPOHHOMY MIKPOCKOI1 3UYUTYBAJIUCS MOMIKCEIBHO
Ta OyAyBalucs TiCTOrpaMM rpajamii ciporo KoJabopy. AHai3yloud OTPUMaHi 3 TicTOrpam
JlaH1, BCTAHOBJIIOBAJIACh KUIBKICTD ITIK CEJIIB B KOXKHOMY OKPEMOMY 3€pHI €JIEKTPOOCaPKEHOT
mimi. Jami, micas miapaxyHKy KiTbKOCTI MIKCENiB, CTa€ MOXIMBUM PO3PAXyHOK 3arajabHOT
TJIOIII KOKHOTO OKpeMoro 3epHa. Ha Puc. 4 nmpuBeneHo ricrorpaMu cepeHix po3MipiB 3epeH
B 3paskax 2-6.

[Tpoenenuit Hamu ananiz CEM-300pakeHb €JIeKTPOOCADKEHUX IMOBEPXOHb IOKA3aB,
10 Y BHUIAJKY CTOXaCTHYHOTO Ta CTAIlIOHAPHOTO PEXHUMIB €JIEKTPOOCAKEHHS YTBOPIOETHCS
MOKPHUTTS 3 OLIBIIIMM PO3MIPOM 3€pEH HIXKY BUIIQJKAX IMITYJIbCHOTO OCa[KEHHSI.

Takox cmig 3a3HaunTH, IO (OpMa HAHECEHHX 3E€PEH CYTTEBO BIMIHHA y BHIIAJKax
IMITyJIbCHOTO Ta CTalllOHAPHOTO PEXHMMIB HaHeceHHA. B mporeci eneKTpoocaKeHHS B
CTaliOHAPHOMY PEXHMIi (POPMYETHCS OCaJl Y BUTIISAI KOHTIIOMEPATIB 3epEeH Pi3HOTO PO3MIpY,
B TOM Yac SK B IMIYJIbCHOMY PEXHMIi YTBOPIOEThCS PIBHOMipHA 3epeHHA CTpyKTypa. Dopma
3epeH YTBOPEHUX B MPOILIEC] EIEKTPOOCAIKEHHS B CTOXaCTHYHOMY PEXHUMI BiIMIHHA TUM, IO
MOKPUTTA Ma€ AUISHKH SK 3 PIBHOMIPHO PO3MOJUICHUMH 3€pHAMH, TaK 1 3 KOHTJIOMepaTaMu
3€peH.
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Puc. 4. T'icrorpama cepeiHiX po3MipiB 3epeH B 3pa3kax 2-6.
Fig. 4. Histogram of average sizes grains of Samples 2-6

3 ricrorpaM po3NOALTY 3a po3MipaMH BHUJAHO, IO CepelHid po3Mip 3epeH B
€JIEKTPOOCAPKEHUX TPOIIApKax, IO OTPHMaHI 3 BHKOPHCTAaHHSM IMITYJIbCHOTO PEXHUMY,
3pocTae 13 30UIbIICHHAM Mepioay iMynsciB (3pa3ku 2-4 Puc. 4). Takox Oyino BCTaHOBJIEHO,
IO CepeAHii po3Mip 3epeH MEHIIWH y BHUMAIKy BUKOPUCTAHHS CTOXAaCTUYHOTO METOMY
HaHeceHHs (3pa3ok 6 Puc. 4), Hix y Bunazaky iMmmyiscHoro merony (3pasok 5 Puc. 4), 3a
OJTHAKOBOI CEPETHBOI TYCTHHH CTPYMY.
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3. BucHoBkm

B po6oti BigmpaiboBaHO TEXHOJOTIKD OTPUMAHHS IPOIIAPKIB EIEKTPOOCAIHKEHOI B
CTalllOHAPHOMY, IMITyJIbCHUX Ta CTOXAaCTHYHOMY DPEXHMax Miai Ha MigHi miakmaaku. s
KOHTPOJIIO TIPOLIECY EJEKTPOOCA/DKEHHS BHUKOPHUCTAaHO pPO3POOJICHUI aBTOMAaTHU30BaHHUN
pOrpaMHO-anapaTHUI KOMILIEKC.

3a  JIO1IOMOTrOI0  pacTpoBOi  ENEKTPOHHOI  MIKPOCKOMIi  JOCTI/UKEHO  BIUIHMB
€JIEKTPOOCAPKEHHS B PI3HUX PEKMMaX Ha CTPYKTYpY IMOBEPXHEBUX MPOLIAPKiIB Mifi. SKicHUN
posrisim  CEM-300pakeHp  €IEKTPOOCAKCHUX MOBEPXOHb IIOKa3aB, M0 Y BHIAAKY
CTOXaCTUYHOTO Ta CTAI[IOHAPHOTO PEXHMMIB EIEKTPOOCAIKCHHSI YTBOPIOETHCS TOKPUTTS 3
OUTBIIIMM PO3MIPOM 3€peH HIXK Y BUIIAJIKAX IMITYJIbCHOTO OCAKEHHS.

Takox cmig 3a3HauMTH, O (POpMa HAHECEHHX 3E€PEH CYTTEBO BIMIHHA y BHIIAJKax
IMITyJIbCHOTO Ta CTal[iOHApHOTO PEKXUMIB HaHECEHHA. B mporeci enekTpooca/uKeHHS B
CTalllOHAPHOMY PEXHMIi (POPMYETHCSA OCaJl Y BUIIISAI KOHTIIOMEPATIB 3epEH Pi3HOTO PO3MIpY,
B TOM Yac SK B IMIYJIbCHOMY PEXHMIi YTBOPIOETHCS PIBHOMIipHA 3€peHHA CTpyKTypa. Dopma
3epeH YTBOPEHUX B IPOLECI EIEKTPOOCAHKEHHS B CTOXaCTHYHOMY PEXHMi BiJIMiHHA TUM, 10
HNOKPHUTTS Ma€ TUISHKY K 3 PIBHOMIPHO PO3MOAUICHUMH 3€pPHAMH, TaK i 3 KOHIJIOMEpaTaMu
3€peH.

Cepenniii po3Mip 3epeH B €NEKTPOOCAKEHUX Mpollapkax, [0 OTpUMaHI 3
BUKOPHUCTAHHSAM IMITYJIbCHOTO PEXUMY, 3pOCTae 13 30UIbIICHHAM MEPioay IMIYNbCiB. Takox
OyJi0 BCTaHOBJICHO, IO CEepeAHId po3Mip 3epeH MEHIIWH y BHUMNAIKy BHUKOPUCTAHHS
CTOXAaCTUYHOTO METOJly HAHECEHHS, HIX Yy BHIIQJKY IMITyJbCHOTO METOAY, JJIS OJHAKOBOI
CepeHbOI TYCTHHH CTPYMY.
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MORPHOLOGICAL STRUCTURE OF GALVANIZED COPPER LAYERS IN
INHOMOGENEOUS REGIMES

The microstructure of copper layers obtained by electrodeposition in stationary, pulsed
and stochastic modes on copper substrates was studied by means of scanning electron
microscopy. It was found that the shape of the applied grains differs significantly in the case
of pulsed and stationary application modes.

The technology of production of electrodeposited layers in stationary, pulse and
stochastic modes of copper on copper substrates is worked out in the work. The developed
automated software and hardware complex was used to control the electrodeposition process.

The effect of electrodeposition in different modes on the structure of copper surface
layers was investigated using scanning electron microscopy. Qualitative examination of SEM
images of electrodeposited surfaces showed that in the case of stochastic and stationary
modes of electrodeposition, a coating with a larger grain size is formed than in the case of
pulsed deposition.

It should also be noted that the shape of the applied grains is significantly different in
the case of pulsed and stationary application modes. In the process of electrodeposition in the
stationary mode, sediment is formed in the form of conglomerates of grains of different sizes,
while in the pulse mode, a uniform grain structure is formed. The shape of the grains formed
in the process of electrodeposition in the stochastic mode is different in that the coating has
areas with evenly distributed grains and conglomerates of grains.

The average grain size in the electrodeposited layers obtained using the pulse mode
increases with increasing pulse period. It was also found that the average grain size is
smaller in the case of the stochastic application method than in the case of the pulsed method,
for the same average current density

Keywords: electrodeposition, scanning electron microscopy, copper, grains,
polarization curve, pulse mode.
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