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I. BbBeaenue

[Io cBosiTa CBHIIHOCT XHUMHYHOTO METalM3UpaHE CE€ OCHOBaBa Ha
ABTOKATAINTHYHA PEAYKI Ha METATHATE HOHU IO METall BBPXY KaTaTUTHIHO
aKTUBHA MOBBPXHOCT IIOJl BB3JCHCTBHE Ha pPEOyNHpall arcHT, NOOaBeH B
pa3TBOpa 3a XMMHUYHO OTJIaraHe.

XumugHo ornoxenure Ni-P mokputus ce ornmuaBaT ¢ qo0pu
TpUOOJIOTMYHH CBOHCTBA U J0Opa KOPO3HMOHHA YCTOHUNBOCT pecIl. KOPO3HOHHO-
3ammTHa crnocobHoct. ToBa, 3aeHO ¢ PaBHOMEPHOCTTa HA MOKPUTHETO, T'H
[IpaBy MPEANIOYMTAH MaTepual 3a IOKPUBAHE HA PA3JIMYHU JCTAMIU B
CaMOJIETOCTPOCHETO, KOPaDOCTPOCHETO, Ta30BaTa U HepTeHaTa MHIAYCTPHS U JIp.

C 1en nogoOpsiBaHe HA OCHOBHUTE KayecTBa HA XUMHUYHO rosrydeHure Ni-P
MOKPUTHSA, Tpe3 TOAWHUTE ca pa3pabOTBaHM W TIPOIIECH 3a OTJaraHe Ha
MOKPUTHS ChC CHOTIOKCHH AUCIICPCHHU YaCTHUIIH, TaKa HAPCUCHUTE KOMIIO3UTHH
mokpuTHa. Te ce oTIMYaBaT ¢ IIOBUINCHA HM3HOCOYCTOHYUBOCT, HHCHK
KOC(UINCHT HA TPUCHE, TOAOOPCHH KOPO3UOHHH OTHACSHISI, HAMHPAT IITHPOKO
MIPWIOKCHUE MPU U3pab0TBaHETO Ha a0pa3UBHU HHCTPYMEHTH U JIp.

B mo-HOBO BpeMe HapacTBa HWHTepeca KbM (pocumuTe Ha MPEXOJTHUTE
MeTanu, B yacTHOCT Ha Ni-P crutaBu KaTto eneKkTpolIu TMpu MOJy4dyaBaHETO Ha
Boopox ® Kuciopond. OCHOBEH HEJOCTaThK HAa KJIACHMUYECKaTa aJIKajHa
EJIEKTPOJIM3a € HUCKATa e(h)eKTUBHOCT M BUCOK Pa3xo/1 Ha eHeprusi. [loTeHnmana
aNTEpHATHBA € N3II0JI3BAHETO HA KHUCEIH EIEKTPOJIUTH - BOJOPOJHH TeHepaTOPH
C TMONMMEpPHa EJEeKTPOJUTHa MeMOpaHa, 3axpaHBaHH OT BB30OHOBSIEMHU
M3TOYHHIIM Ha TOK, HO IIeHaTa Ha JOOWBAHUAT 110 TO3HM HAYMH BOJOPOJ € BCE OIIIE
BUCOKa. M B 1BaTa cirydasi cepro3eH IMPUHOC ce€ OYaKBa OT pa3pabOTBaHETO Ha
HUKOHOMHMYHH, KOPO3HOHHOYCTONYMBU €IEKTPOIHU, KAKTO 3a BOJOPOJHATA, TaKa
1 32 KHCIIOPOJHATA PCAKIIHS.

XUMHUYHO TIOJYYEHUTE MOKPUTHUS HaMHpaAT IIUPOKO MPWIOKEHHE M 3a
OMpOBOJsSIBAaHE HAa JHeNeKTpulm. Kilacuueckata cxema 3a TpeJBapUTEIHA
00paboTka BKIIOYBA rojisiM Opoi omepanuu. [Ipe3 mociemHuTe TOAMHU Ce
paboTu BBpXy OOJIeKUYaBaHe Ha IMpolieca upe3 pa3padoTBaHe HA TEXHOJIOTHIHH
CXEMH 3a TUPEKTHO METATU3UpPaHE.

B nacrosmara paboTa ca mpecTaBeH! pe3yaTaT OT CHCTEMHO H3CJIE/IBaHE
Ha yCJIOBHATA Ha OTy4aBaHe HAa XUMUYIHU Ni 1 Ni-P mokpuTus Bepxy pa3nunaau
MO/UTOKKH € OTJiel Ha BB3MOXKHOCTTA 33 pa3IMYHA TPWIOKCHAS U
oXapakTepu3MpaHe Ha TEXHUTE CBOMUCTBA.

I1. KpaTbk HCTOpHYECKH NperJie]

Ot0ensi3aHn ca OCHOBHU MOMEHTH OT Pa3BUTHETO Ha ITpoIieca Ha XUMHYHO
HHUKEJIMpaHe KaKTO M TPHUHOCAUTE Ha MEXKAYHApOJHH U  OBJITapcKu
M3CIIe/I0BATENH B Ta3K 00JacT.



I11. JIuteparypHa cupaBKa

B nmreparypHara crnpaBka € HampaBeH Iperiiesl Ha BIMSHHETO Ha
KOMITOHEHTHUTE Ha KHCEJI pa3TBOP 32 XUMUYHO HUKEJIHPAHE C pelylipan] areHT
natpue xunodochut (NaH,PO,.H,0) u cBoiicTBaTa Ha MOJIy4CHHUTE IOKPUTHS,
KaTo paBHOMEPHOCT, CTPYKTypa, MHKPOTBBPIOCT, H3HOCOYCTOHYUBOCT,
KOPO3MOHHA YCTOWYMBOCT, €JIEKTpOKaTaJIUTHYHA aKTHBHOCT. HezaBucumo ot
roiemus Opoil M3cieABaHUs JICHCTBUTENHATA PUYMHA 32 aHTHKOPO3HOHHHTE
cBoiictBa Ha Ni-P mokputust Bce ome HE € JOCTaTh4yHO pasOpaHa.
EnexTpokaTanuTHyHaTa akTUBHOCT Ha XUMHYHUTE Ni-P mokpuTtus e o0exT Ha
MarbK Opoil m3cmenBanus. Ts ce CBBp3Ba C peajHa IUIOML, JerupadHe ¢ P,
abcopOIHs Ha BOJOPOJ B CILIaBTa, TEPMUUHA 00pabOTKa, CTPYKTYypa.

3a momoOpsiBaHe Ha MEXaHWYHUTE M TPUOOJOTMYHM cBoiicTBa Ha Ni-P
MOKPHUTHSI, B HUKEJIOBAaTa MaTpUIa C€ BrpakAaT YacTHLM OT BTopa (asa.
HampaBena e cripaBka 3a W3I0JI3BAaHETO HA JTUAMAHTEHH YACTHIH, YACTUIHM OT
OOopeH HHUTPHUA W CHWIMIHMEB KapOWa, Karo MOAXOISIIM AWUCIIEPCOMAM 32
ChOTJIaraHe B HHKEJIOBaTa MaTpHlla M IPHIATaHeTO MM Karo aOpa3suBHU
marepuany. CrenuaiHo BHUMaHKAE € 00BbpHATO HAa MaTepHalluTe, BbPXY KOUTO
MOXe Ja OBJe TOIy4eHO HHUKEJIOBO MOKPUTHE, KAaKTO M IPOIECHTE Ha
IpeBapuTeHa OAr0TOBKA.

EJ

JlucepranmoHHMAT TPYA HMMa 3a Lel XUMU4YHO omiaraHe Ha Ni-P n
KOMITO3UTHH Ni-P NMOKpHUTHS BBPXY pa3iuuHHM BHJOBE MOMJIOKKH (I'bBKAaBH U
TBBPIN) U OXapaKTePU3MPAHETO UM TI0 OTHOIICHHE HA abpa3uBHA CTIOCOOHOCT,
KOPO3MOHHA yCTOIﬁ‘IHBOCT " CIICKTPOKATAIUTUYIHA aKTUBHOCT.

3a rmocTurade Ha [CJITa Ha AUucepTanuAaTa €a NOCTaBEHU CICAHUTC 3ala4u:

1. VYcraHoBsiBaHe Ha ONTHMAJICH ChCTAB U PEKUM Ha paboTa Ha Pa3TBOP
3a XUMHUYHO oTiarane Ha Ni-P nokputus. Onpeaensnm GakTopu ca CTaOWIHOCT
1 MPOMU3BOJUTECIIHOCT HAa pa3TBOPaA, BBHIICH BU/ U aAXE3UA HA IIOKPUTUETO.

2.  XWMHYHO OTJaraHe Ha KOMITIO3UTHU Ni-P MOKpUTHS BPXY OJUETHIICH
tepaptanatr (PET) 4pe3 w3mos3BaHe Ha MHUKPOJWUCIIEPCHH  YaCTHIIN
pa3IMYaBaIIy ce 0 ChCTaB U pa3Mep.

3. HM3cnensane Ha KOPO3MOHHOTO oTHacsiHEe Ha Ni-P u komnosutHu Ni-P
MOKPUTHUSL BBPXY aKpWIHHTpwiI-OyraaueH-ctupeH (ABS) B cynadarna u
XJIOpUJIHA Cpefia.

4. MW3cnenBaHe Ha eJNEKTPOKATAIUTHYHUTE CBOWCTBA Ha XMMUYHO
omtoxkeHH Ni-P MOKpUTHS NMO OTHOLIEHWE Ha peakIMsATa Ha OTICISIHE Ha
Bosopox (HER) u kuciopox (OER) B ankanna u na HER B kucena cpena.

5. MU3ciexBaHe Ha BB3MOXKHOCTTA 32 MOATOTBSIHE Ha MOBBPXHOCTTA Ha
ABS 3a Merammsupane uUpe3 XHMHUYHO oTjiaraHe Ha Ni clIoif oT pas3TBOp
HEChIbPIKAIL PEIYKTOP.
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IV. ExcnepuMeHTaIHA YaCT

B nucepranuoHHUS TPy € OMUCAHO MOJdy4aBaHeTo Ha Ni-P u koMmo3uTHH
Ni-P nokpuTHst BbpXy HEPOBOISIIM U IIPOBOIAIIM TTO1I0KKHU. [IpeacTaBenu ca
cXeMH 3a mpeaBapurenHata uM obOpaborka. IlogpoOHO ca omnumcanu
W3I0JI3BAHUTE PA3TBOPH U PAOOTHH yCIOBHSL.

3a OXapaKTCpU3UpPaHC HAa NOKPUTHATA €Ca U3TTOJI3BAHN CJICAHUTC MCTOAU:

- Jledesmua - [leOennHa Ha OTIIOKeHHWTE MOKpuTHI BBEPXYy PET He e
onpezensiHa nopagu crnenuduuHata GopMa Ha oOpasmure. BimsHuMeTo Ha
pabOTHHTE YCIOBHSI € OIIGHSBAaHO II0 MacaTa Ha OTJIOXEHOTO MOKPHTHE.
JleGenmHaTa HA OTIOXKEHUTE MOKPUTHS BbpXy ABS e onpenensna tersioBHoO, a
BbPXYy CTOMaHEHHTE 0O0pasly dYpe3 PpPEeHreHOo(IyOpecHeHTeH —aHalu3
FISHERSCOPE® X-RAY XDAL.

- Enemenren cbcraB u mopdosorust - EieMeHTHUST CbCTaB u
MopdoJoruaTa Ha MOKPUTHATA, KAaKTO W Pa3Npe/e/ICHUETO Ha YacTHUIMTE Ha
JIMCIIEPCON/IAa BPXY MOBBPXHOCTTA HA KOMIO3UTHUTE TIOKPUTHS Ca U3CIICIBAaHN
C MOMOIITa Ha CKaHHWpama eleKTpoHHa Mukpockomust (SEM) u peHTreHon
mukpoananu3 EDS (JSM 6390, JEOL).

- ®a30B cbeTaB - PeHTreHOrpad)cKUTE CIEKTPU ca 3alMCaHM B BIIIOBUS
unrepsan 10-90° (20) na nudpaxromersp Philips PW 1050 ¢ CuK, npueHne n
CIMHTHJIALMOHEH JeTeKTop. MukpocTpykrypara n ¢azoBust cberaB Ha Ni-P
MOKPHUTHSI Ca W3CJIEIBAaHU M 4pe3 TPAaHCMHUCHOHHA EJIEKTPOHHA MHKPOCKOIINS
(TEM) ¢ nomorra nHa mukpockon JEOL JEM 2100 npu yckopeHO HampekeHue
200 kV.

- XI/IMI/I‘{HO CbBCTOSIHUE HA HOB])pXHOCTTa - XPIMI/I‘{HOTO CbCTOSAHUE Ha
MOBBPXHOCTTA Ha 06pa3eu oT ABS CJIe BCsdKa CTBhIIKAa Ha IMpCABApUTEIHA
IMOAT0TOBKA € M3CJICABAHO YPE3 PCHTICHOBA (bOTOGJ'IeKTpOHHa CIICKTPOCKOIIUA
(XPS) (ESCALAB-MKII, VG Scientific).

- TpubosiornyHo oTHacsiHe - 3a MPOBEXKIAaHE HA TPUOOIOTHIHUTE
n3cneaBanus ca m3padorenu auckose ot PET ¢ nuameTsp 7 cm, BBPXY KOHUTO ca
omiaraHu Komno3utHH Ni-P HoOKpuTHsS C pa3nuyHM 1O CBhCTaB M pazMmep
JucrnepcHH vacTuiu. M3nmuTaHusTa ca TPOBEAGHM C KOHCTPYHPAHO H
n3padoreHo B UOX-BAH ycrpoiicTo.

- Kopo3uonna ycroiiunBoct - Kopo3nonHnu n3nutanus ca nposeaeHu ¢ Ni-
P u xommosutHu Ni-P mokputns otnoxkernn BppXy ABS B kamepa 3a coneHa
mbria (5% NaCl, pH 7) (VSN 1000, Votsch Industrietechnik GmbH).

ENeKTpOXUMHUYHATE KOPO3MOHHM H3CIIEABAaHMs BKIIOYBAT CHEMaHe Ha
noteHnuaiga mpu otBopeHa Bepura (OCP) m Ha MOTEHIIMOJIWHAMUYIHH
nossipuzarmonau kpusH (PD) B xmopuana (5% NaCl, pH 7), cyndarna (0.5M
NaySOs4, pH 5.9), ankanaa (1M KOH) u caproxucena (0.5M H>SOs) cpena.
Koposnoruusar nmotennuan (Ecor), TOMIpH3aMoOHHOTO ChIpoTHBIeHUE (Rp) 1



TUTBTHOCTTA Ha KOPO3HOHHUS TOK (jeorr) CA M3UUCIICHH C JaHHUTE, CHOpaHH IO
BpeMe Ha MOTCHIMOJMHAMIYHATA TTOJIIPH3aLIHs.

[IpoBeneHu ca ¥ KOPO3WOHHU M3MUTAHUS Ype3 MOTAISTHE HA 00pasiu 3a
ompeneeHo Bpeme B aBe kopo3uonuu cpenu 5% NaCl wiau 0.5M H,SOa.

- EnexkTpokarajuTH4Hu CBOMCTBA - ENeKTpoKkaTalUTUYHUTE CBOMCTBA Ha
xumudHA Ni-P mokputus nmo otHomenune Ha HER m OER ca omensBanm c
TIOMOIIITa Ha IIKJIMYHA BOJITAMETPHUS M XPOHOTIOTCHIIHOMETPHS.

3a n30paHu eNeKTPOAN Ca CHETH KPUBH MOTEHIHAI-BpEME IPU Pa3INIHU
IUTBTHOCTH Ha ToKa. C TAX ca MOCTPOeHH Ta(esOBH 3aBUCHMOCTH W M3BEICHU
kuHeTnyHM napametrpu Ha HER.

V. OnutHu pe3yaTaTd U JMCKYCHS
1. A6pa3uBHu cBoiicTBa Ha koMno3uTHU Ni-P nokpurusit Bbpxy PET
1.1. XumuyHo ot1arane Ha Ni-P nokpurus

3a ormarane Ha Ni-P mokputus e m30paH KHcel pa3TBOp, OT KOWTO IO
JUTEpaTypHH JaHHH, C€ TIOJy4aBaT TIOKPUTHS C JOOpPH TEXHOJIOTHYHH
XapaKTepPUCTHKU. 3a MOCTHraHe HAa ONTHUMAJECH CBhCTaB HA pPas3TBOpA IIO
OTHOIIICHHUE Ha CTAOMITHOCT, BBHIIICH BU/] HA TOKPUTHETO M CKOPOCT HA OTJIaraHe
€ M3CIEABAHO BIMSHUETO KaKTO Ha OCHOBHHTE KOMITOHEHTH: HHUKEJIOB Cyidar
(NiSO4.7H,0) u narpueB xumodochur (NaH,PO,.H,O), Taka cwvmo um Ha
J00aBKHM KaTo KomIuiekcoobpasyBatenu (mineuna kucenuna (C3HgO3) 1 HaTpres
arerar (CH3COONa)), cradmimmsaropu (HatpueB tHOCylddat (NaxS:03),
Crabummsarop 1 u Crabunmsarop 2 (TY Codus), Tnoxapbamun (SC(NH»)),
muerninuTrokapoamar (CsHioNNaS».3H,0), manennosa kucenuna (C4H404)) 1
ITAB (Bepanon H 10, natpues naypuincyndonar (SLS), nmosmeTmiieHrIImKomn ¢
MonekynHa maca 4000 (TTET-400)).

W3cnenBaHo € ¥ BIMSIHUETO HA YCIOBHUSITA Ha OTJaraHe Ha CIUIABHHUTE
nokputusg — pH ot 2.8 10 5.5, Temneparypa ot 50 1o 90 °C 1 mpoABIHKUTEITHOCT
Ha oTiarage oT 5 min o 300 min.

B aucepTanvoHHUST TPy MOJYYEHHTE 3aBUCHMOCTH Ca IPEICTABEHH B
rpaduueH BUI.

H3Boan:

CkopocTTa Ha oOTiIarane Ha XuMuUYHHTE Ni-P moxpuTus 3aBucm oT
KOHIICHTPAIMATa HA BCHYKH KOMITOHEHTH Ha pa3TBOpa M peknMa Ha padora.

OT mosry4eHUTe pe3ysTaTH 3a BIUSHUETO Ha ChCTAaBa U PeXHMa Ha paboTa
BBPXY CKOPOCTTa M CTaOMIHOCTTa Ha Pa3TBOPA 3a XMMHUYHO oTiarane Ha Ni-P
MOKPUTHSA BBPXY T'bBKaBa moyurokka oT PET ca m30panu cecTaB W paboTHH
ycinoBust Ha 0a30B pa3TBOp, KOWTO fAa ObJe W3MON3BAH IPU CICIBAIINTE
n3cnenanust (Taom. 8).



Tabnuya 8. Cvcmas u pabomuu yciosus Ha 6A308 pa3meop 3d XUMUUHO
omnazane na Ni-P nokpumus.

KomnonenTn Konuenrpanus
NiSO4.7H20, g/l 25
NaH2P02.H20, g/ 22
CH3COONa, g/l 20
C3He03/80 %/, g/ 20
SLS, mg/l 0.01
Crabunmsarop 2, mg/l 1

pH 4.8

Temnepatypa, °C 82+2

SEM wusobpaxenus Ha Ni-P mokpurtus, nonyueru Bbpxy PET mpu Taka
noAOpaHUTe ChCTAB M YCIOBUS Ha paboTa Ha HUKEJOBHS Pa3TBOP Ca MMOKa3aHU
Ha ur. 5.

@ue. 5. SEM uzobpasicenue na nosvpxnocmma na Ni-P noxpumue evpxy PET
NOIYHEHO OM pa3meop CvC CbCmas Nocoyer Ha maoiu. 8.

1.2. Xumu4Ho ot/1arane Ha komno3utHu Ni-P nokpurus

3a omnaraHe Ha KOMIIO3UTHH TOKPHUTHS Ca H3IOJN3BAaHHU JHAMaHTCHU
gactuim (D) ¢ pasmepu 3 - 300 um (pa3aencHu mo Gppakiui) B KOHICHTPAIIUA
ot 1.0 1o 10.0 g/l; wactuum or hBN ¢ pasmepu 1 - 5 um B KoHLEHTpau oT 2.5
1o 5.0 g/l, wactumm ot ¢cBN ¢ pasmepu 50 - 125 um B koHIEHTpaIuu oT 2.5 10
5.0 g/l m gactunm ot SiC ¢ pazmepu 7 - 70 um B xoHueHTpaimu ot 2.5 o 5.0 g/l.

1.2.1. IIpeaBapuTeIHA MOATOTOBKA HA MUKPOJUCIIEPCHUTE YACTHIH

Hsikon nucniepconsin ce OMOKPAT TPY/JHO, HE CE pasnpeielisiT paBHOMEPHO
B CyCHEH3UATa U ce yTasBaT. ToBa Hajmoxu u3nossBaHeto Ha ITAB, xoeto na
»OMOKPH* YaCTUIIMTE U TIPOMEHH TEXHUS 3apsil.



Taoauya 9. Bausnue na euoa na IAB ¢ xonyenmpayus 0.01 mg/l evpxy
cbCmaga u mMacama Ha OmiaoiCceHomo Komnosumuo noxpumue, (I = 82 °C;
7 =1 h; nocmosnno pazovpreane).

bes [TAB PEG - 4000 SLS
Ni-P Ni-P/D Ni-P Ni-P/D Ni-P Ni-P/D
3/7 um 3/7 um 3/7 um
Am, (g) 0.2839 0.3396 0.3502 0.4699 0.3568 0.5259
C (wt. %) 35.06 60.3 30.54 65.60 32.78 69.00
P (wt. %) 5.94 1.02 5.07 0.63 5.33 1.58
Ni (wt. %) 59.00 38.68 64.39 33.77 61.89 29.42

SLS GmaronpusiTcTBa MO-CUITHO, KAKTO CKOPOCTTA HA OTJIaraHe, Taka ChIIO
M MacaTa ChOTJIIONKEeHH JacTui B cpaBHeHue ¢ PEG — 4000 (ta6n. 9) 3aToBa
n3cJICABaHUATa Ca MNOPOABLIDKCHHM KAaToO BCHUYKM YaCTHUOHM Ca OMOKPAHU
npeaBapuTenHo B pa3TBop Ha SLS ¢ xonnentpanus 0.01 mg/l.

1.2.2. Xumu4HO oTJaraHe Ha Komno3uTHu Ni-P mnokputus c
auamantenu yactumu (D)

3a otnarane Ha koMno3uTHHU Ni-P mokpuTtus ca nsnon3sanu D pasneneHu B
cneauute Gpakiuuu: 3/7 pm (ChOTBETCTBA HA CMEC OT AMaMAHTEHU YaCTHUIU C
pasmepu oT 3 pm 10 7 pm), 14/20 pm, 20/28 um, 63/75 um, 75/90 um, 106/125
um, 125/150 pm, 150/180 um, 225/300 um.

[IpoBenenn ca wm3cienBaHUS 3a BIWSHHETO HA KOHIIGHTpanMsATa Ha
YaCTUIUTE B Pa3TBOpPa M TEXHUS pa3Mep BBPXYy MacaTta Ha OTJIOKEHOTO
MOKPUTHE M BrPaXIaHETO WM. Pe3ynraTure mOKa3BaT, 4e KOJIHMYECTBOTO
BrPaJICHN YacTHIIM HapacTBa C IIOBHIIABaHE Ha TAXHATa KOHIICHTPAIUS B
pa3TBOpa M HaMaJsIBa C TIOBUIIABAaHE HA TEXHUS pa3Mep.

CutHO BIUSTHUE BBPXY BIPaXKJIaHETO HA YAaCTHUIM OKa3Ba pa30bpKBAHETO HA
pa3tBopa. [IpoBeneHn ca m3ciaeaBaHUS C HUKEIOBH Pa3TBOPH, ChIAbPKAmU D
14/20 um B xonuentpanus 5.0 g/l, mpu cnegaUTe peXKUMHU Ha padoTa:

- PEXHM ,,a” - IOCTOSIHHO BB3/IyIIHO Pa30bpKBaHEe;

- pexuM ,,b” - 1 min Be3AyIIHO pa30dbpKkBaHe, 1 min NOKOI;

- pexuM ,,c” - 2 min Bb3AyLUIHO pa30bpKBaHe, | min MOKOH;

- pexuM,,d” - 2 min Bp3AYIIHO pa30BpKBaHe, 2 Min MOKOI;

- pexuM,,e” - 2 min Be3AYIIHO pa30bpKBaHe, 5 min MOKOii;

- pexuMm ,,f” - 2 min Be3AyIIHO pa3dospkBane, 10 min mMoKoii.



350000

1-am g @Duz. 9. Buuanue na

XUOPOOUHAMUKAMA HA PA3MEOPA
BbPXY MACAMA HA OMILONHCEHOMO

2|
o0ss | 2-Nem2 {20000

4 250000
050

- 200000
u ™ -

o 1%
<E1' 0dsE L] (\'.E KOMNo3umHo nokpumue u 6p0ﬂ HA
| * 150000 5
040 | : | * o000 CbonmJjodHceHume vacmuyu.
| ' ! ]
035 - : : : 1 s0000 (T =82 OC,' =1 h)
i ! :

et - -
T 3
R

Hydrodynamic regime

OT mnoxbopa Ha MOIXOMSII XUIPOJUHAMHYEH PEXKUM B 3aBHCHUMOCT OT
pa3Mepa Ha YaCTHUIUTE ¢ HAIPABEHO 3aKIIOYCHHUE, Ye MPU YaCTHUIUTE C MAJIKU
pasmepu 1o D 20/28 pm ce momygasa 100po BKIFOUBAHE ITPU PEKHM ,,a”", TOKATO
IIPU YaCTHIUTE ¢ TosieMu pazmepH (Hax D 63/75 um) Haii-noOpuTte pesynraTy ca
IIPU PEKUM ,,f7.

Ha ¢ur. 12 ca nokazanu SEM n3o0pakeHust Ha KOMIIO3UTHU Ni-P okputus

OTJIOKEHH OT EJIEKTPOIIMT ChABPIKALI PA3IMYHK pasMepy D B KOHLEHTPALMSA OT
5¢g/l

X200 100um 200" 100um 1140 SEI

X200 100pm 09 40 SEI

r)
@ue. 12. SEM uzobpasicenus Ha KOMNO3UmMHU NOKPUMUSL C PA3TUYHU PA3MEPU
na D npu dsa xuopoounamuunu pexcuma (T = 82 °C):

o 1/ epeme na omaaeane u pescum ,,a’:a) 20128 um; 6) 63/75 um;
o 5} epeme na omnacane u pexcum ,,f”: 8) 6375 um; 2) 150/180 um;



1.2.3. XuMH4YHO OoT/IaraHe Ha KOMNO3UTHHU Ni-P mokpuTHs ¢ YacTHIH OT
BN

KoMIIO3UTHH TMOKpUTHS ca TMOJNY4YE€HH C JAWUCIEPCHH YaCTHIH OT
xekcaroHaseH (rpagurononodex) hBN u kyOuuen (anamantenomnoooeH) cBN
IpU JIBe KOHIEHTpalMu Ha jucrepcouna - 2.5 u 5.0 g/l, xuapoanHamMuueH
PEXKHM ,,a”° (MOCTOSTHHO pa30bpKBaHe) U BpeMe Ha oTiarane 1 h.

KoMIo3uTHOTO MOKpuUTHE € ¢ 100pa aaxe3usi KbM IMOJJIOKKATA, U3rPaXkKaa

HENpeKbCHAT CJIOW BbB BIUTLOHATHUTE YYaCThIH M HENIPEKbCHATa OOBHUBKA OKOJIO
mukpodudpure Ha PET (¢ur. 13).

@ue. 13. SEM uzobpasicenusn na komnosumno nokpumue Ni-P/hBN 1/5 um (5
g/l) 6 sonama na eonvonamume yuacmvyu (a) u 6vpxy muxpoguopume (b) na
PET.

Ilpu ormmarane Ha KoMmo3uTHH Ni-P mokputus ¢ wactumm ot ¢cBN e
M3CIIEIBAHO BIIMSIHUETO HA JIBA XHJPOJUHAMHYHU peXuma: ,,a~° (MOCTOSHHO
pa3obpkBane) u ,,f7 (2 min pazospksane n 10 min nokoif), 3a 1Ba pa3mepa
gactu oT ¢cBN — 50/63 pum (5.0 g/I) u 100/125 um (5.0 g/1), npu Bpeme Ha
omnarade 1 h. Pe3ynrature mokasBar, ue v IpH JBaTa XUPOTUHAMUYHN PEKUMA
OposiT Ha choTiOKeHUTe BN wacTuim e 3HaunTeNeH.

1.2.4. XuMu4HO oT/1araHe HA KOMNO3UTHHU Ni-P nokpuTus ¢ yacrunu ot
SiC

Ilpu ornarane Ha KOMIO3WTHH Ni-P MOKPUTHS ¢ pasiHuHH 1O pa3Mep
gactuiwm ot SiC (7/10 pm mo 50/60 pm) ce Habr0JaBa HaMaNsIBaHE Ha Oposi Ha
CHOTJIOKEHHUTE YACTHIM C OBHIIABAHE HA TeXHUS pasmep. SEM u3o0paxeHus
Ha JIBE TIOKPHUTHS ca MoKa3aHu Ha ¢dur. 17.
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@ue. 17. SEM uzobpasicenus na komnosumnu Ni-P nokpumus, omnoocenu 6
npucvemeue na wacmuyu om SiC (5 g/l) ¢ paznuunu pasmepu: a) 7/10 um;
0) 50/60 pum.

1.2.5. AOpa3uBHU cBolicTBa Ha 00pa3suu ¢ Ppa3jiuYHU JUCIEPCHHU
YacTHIN

3a wm3cnenBaHe Ha aOpa3sUBHHUTE CBOWCTBA HA 00pasIUTe € H3IMOJI3BAHO
YCTPOUCTBO, KOHCTpyHpaHo u u3paboreHo B MDX, Ha KOeTO ca (UKCHpAHH
(TImocKo-TapangenHo Ha MOBBPXHOCTTA HA TOJIMPAIIMS THCK) TOAJaraHuTe Ha
nosjupaHe oOpasiy, OjJarogapeHre Ha KOETO € Bb3MOXKHO KaIMOpHpaHETO Ha
JKeJIaHWSl HATHCK Ha JHCKa BBbpXYy oOekra Ha oOpaboTka. Bupxy paborhute
JIICKOBE, M3pa0OTeHH OT I'bBKaBa nomnoxka or PET ¢ amamersp 7 cm ca
omioxxeHn komro3utHU Ni-P cnoese ¢ paznuynan wactunm: D (3/7 pm u 63/75
um), SiC (7/10 um u 50/60 pm), hBN (1/5 pm) u cBN (60/70 um). OGeKkTbT Ha
nonupane e ot BapoBuk ¢ pasMepu 10x10x10 cm. IMonmpammsar edekr Ha
MOJIMpAIUTe MaTepHald € OMNpEICHsH BH3 OCHOBA HAa CTOMHOCTUTE Ha
mapaMeTpuTe, XapakTepU3Npany H3MEHEHNETO Ha MIOBBPXHOCTHATA TPANIaBOCT
(Ra u Rz), uamepenu ¢ momornra Ha nmpodunorpad-npoduiomep u nokazaHu Ha
¢ur. 18. TpubonornuyHUTE M3CIEIBAHUS ca MPOBEIEHU NIPH CIIETHUTE YCIOBUSI:
HaTOBapBaHe BbpXy monuparmus auck | kg, ckopoct Ha BppTeHE Ha qucka 1000
rpm/min 1 roceoBaTesHa CMsIHa Ha JIMCKOBETE B TI0COKA OT MO-TOJISIM KBbM I10-
MaJIbK pa3Mep Ha AUCHEPCHUTE YacTULU. BpeMeTo Ha monupaHe Ha BCEKU JTUCK
e 1 min.
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- B : .

D 63/75 um D 3/7 um cBN GOY70 pum hBMN 1/5 pum

HRa MRz mRa WAz
a) B)
15
» Due. 18: Mzmenenue na R, u R; na
5 006pasyu om 8aposuK cieo
o obpabomxa ¢ Ouckoge ¢ paziuyHu
meagleaum - AlEg no 6uo u pazmep yacmuyu: a) D;
s 6) SIiC; 6¢) BN
0)

OO6paboTkara Ha 0Opasel OT BApOBHK C PAabOTHH AWCKOBE C pa3lIMuHH
pasMepH YacTULU BOIU [0 3arjiaJaHe Ha MOBBPXHOCTTA, KATO MO-CHJICH €
eeKThT ¢ ApeOHHUTE IO pa3Mep AUCTICPCOHIH.

PeSyJ’ITaTI/ITe II0 OTHOIICHHUE Ha 3ary6aTa Ha Maca I0oKa3Bart, 4¢ Mo-CApUTe
HaCTUM CHEMAT I10-I'OJIIMO KOJIMYCCTBO Maca, KaTo Hali-CUJICH ¢ C(l)eKT’BT npu
JUAMAHTCHUTC YaCTHUIIH.

H3Boan:

OTnoxeHu ca KoMno3uTHU Ni-P HOKpHUTHS ¢ TpU BH/a YaCTHIN — JHMaMaHT
(D), 6open uutpua (BN) u cunmnumes kap6un (SiC), ¢ pa3nuaHu pa3mepH BbpXy
I'bBKaBa I0JUIOKKA OT nosmeTwieH tepadranar (PET).

[ToBuiaBaHeToO HA KOHIIEHTPALIMSTA HA IMaMaHTEHUTE YaCTHUIIM B Pa3TBOpa
BOJIY JI0 HAMaJIsIBAHE HA Macara Ha MOJIy4eHOTO TIOKPUTHE.

Brpxy cTeneHTa Ha BrpakJaaHe Ha JHUCICPCHUTE YACTHIN OT €IHA CTpaHa
BIIHsIC TAXHOTO mpenBaputenHo oMokpsHe ¢ [TAB (SLS 0.01 mg/l), a ot npyra
XUIPOAMHAMHUYHUS pekuM. [Ipn gacTumm ¢ mo-Manku pasMepH € MOIXOJIAII
PEXUM Ha TIOCTOSHHO BB3AYIIHO pa30bpKBaHe, TOKATO MPH MO-SAPUTE YaCTUITH
MO-TTOIXOJIAI € KOMOMHHUpPAH peXuM Ha paboTa — TepuoJl Ha pa3ObpKBaHE U
TIepHO/1 Ha MTOKOH.

W3cnensanusra o OTHOIICHHE HAa a0pa3UBHUTE CBOMCTBA HA KOMITO3UTHUTE
MOKPHUTHS TIOKa3BaT, 4ye€ Te MOTraT Ja ObJaT HW3IoJ3BaHW 3a 00paboTka Ha
BapOBHK.
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2. Kopo3uonno orHacsaine Ha xumu4yHu Ni-P um xommosutum Ni-P
NnoKpuTHus Bbpxy ABS

2.1. Kopo3uonno orHacsiHe Ha Ni-P nokpurus

N3cnenBaHo € KOPO3MOHHOTO OTHACsSHE HAa XUMHWYHM Ni-P moxpurtust ¢
pazIuyHO ChAbpKaHWE Ha P, momydenu ot pastBop ¢ pH 3.8 u pH 4.8.
KoHKpeTHHUTE CTOWHOCTH Ha ChABPKAHUETO HAa P B MOKPUTHETO ca yKa3aHU B
CHOTBETHUTE Pa3Jielii. 3a MPOBEXK/IaHe Ha KOPOSHMOHHHUTE M3IUTAHUS € N30paHa
nojanoxxka oT ABS 3apanu HeroBata yCTOWYUBOCT B U3CIIEABAHUTE KOPOZUOHHU
cpen.

2.1.1. Kopo3uonno orHacsiHe Ha Ni-P mokpurtus B 0.5M Naz:SO4

3a KOpPO3MOHHOTO W3cieaBaHe ca m30paHum aBe Ni-P mokputus, umero
ChIbpKaHue Ha P e Ha rpaHumaTa MexJIy cMeceHa M aMopdHa CTPyKTypa
chraacHo (azoBarta AuarpaMa 3a XUMUYHO OTJIOKEeHH Ni-P mokputwus.

[onsgpuzanmonuaure KpuBu Ha Ni-P mokputus ¢ aBere CTOMHOCTH 3a
chIbpxkaHueTO Ha P ca cpaBHenu Ha ¢wur. 20.

0.

0.001
0.0001

1E-005

Due. 20. [Tomenyuoounamuynu
noasipuzayuonnu kpueu na Ni-P
NOKPUMUSL C PA3TULHO
cvovparcanue na P ¢ 0.5M NaxSOa.

j/mAcm?

1E-006

1E-007

-1.0 0.0 1.0 2.0
E vs Hg/Hg,SO, / V
Kopo3noHHUAT MOTEHINA Ha TIOKPUTHETO C TTO-HUCKO ChAbp)KaHUe Ha P e
no-otpunarencH. HabmromaBa ce TACHO TUIATO MPU HACKA aHOJHA TTOJISIPU3AIs,
0-/100pe U3pa3eHo NpH NOKPHUTHETO C MO-BHCOKO ChbpkaHue Ha P, cien koeto
3aroy4Ba pa3TBapsiHe Ha MOKpuUTHETO. Mopdosorusta Ha Ni-P nmokpurus npenu
U cJIe]] eJIEKTPOXMMUYHUTE M3INTAHU € TToKa3aHa Ha ¢ur. 21.
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1033 SEl

20KV X5,000 10 37 SEI ¢ ; 037881

@ue. 21. SEM uszobpasicenus na Ni-P noxpumus npedu u cied
enexmpoxumuurnomo uzcaeosane ¢ 0.5M NaSOa. a, 6 Ni - 8.3% P,
6, 2 Ni-10.5% P.

2.1.2. Kopo3uonHo orHacsiHe Ha Ni-P mokpurus B 5% NaCl

Ha ¢wur. 22 ca nokasaHu MoTEHIMOAMHAMUYHUTE TIOJISIPU3ALMOHHN KPUBH
Ha Ni-P nokpurus B 5% NaCl.

Due. 22. [lomenyuoounamuytu
nonsipuzayuonnu kpusu na Ni-P
NOKPUMUsL, ¢ PA3IUYHO
cvovpoicanue na P ¢ 5% NaCl.

o
S
@
o
°

0.5 1.0 15
Evs SSE/V

~
o

W B Ta3u cpena KpuBaTa Ha MOKPUTHETO C IIO-BHCOKO ChIbpkanue Ha P (9.9
wt.% P) e m3mecTeHa KbM MOJOKHUTENHU CTOHHOCTH. KakTo M B mpenumiHaTa
KOPO3MOHHA CpeJia ce yCTaHOBSBA MOTHCKAaHE HA aHOIHOTO Pa3TBapSIHE IO OKOJIO
0.25 V. OtHOBO ce HaOm0maBa MEXKIY3bPHOBAa KOpPO3WS M HEHAITBIIHO
pa3TBapsHe Ha IOKPUTHATA CIIE]] IPUKITIOYBAHE HA KOPO3MOHHOTO M3nMuTanue. 1
B JIBETE CpeaN KOPO3HOHHUTE XapaKTEPHUCTHKH HA TOKPHUTHATA C ITO-BHCOKO
chIbpxKaHue Ha P ca mo-mo0pu.
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2.1.3. Kopo3uonnu tectoBe upe3 notansHe Ha Ni-P moxkputus B 0.5M
H2S04

[TppBOHauaNHO ca POBeIEHN KOPO3UOHHM M3nuTanus Ha Ni-P nokpurus (¢
nebenuHa ~1 pm) upes noramnsiHe B ABe kKopo3uoHHH cpeau 5% NaCl wiu 0.5M
H>SO43a 24 h. Pesynrarure 1o OTHOLICHUE HA M3MEHEHHETO Ha ChJIbPIKAaHUETO
Ha P B mokputHeTo B pe3yiTaT Ha KOPO3MOHHOTO BB3JCHCTBHE IOKa3BaT
oborarsBaHe Ha IMOKPUTHETO Ha P, KOoeTo € ykazaHWe 3a IPEHMYIIECTBEHO
pastBapsiHe Ha Ni. ToBa ce MOTBBPAM U OT U3IUTBAHETO HA TT0-COCIIH TTOKPUTHS
B 0.5M H,SOj4 B mpogsmkerne Ha 192 h.

H3Boau:

Xwumuuaau Ni-P mokputus ¢ pa3nmimdHO chabpKaHue Ha P ca 0TII0KeHU BBPXY
noanoxkka or ABS. Tlokazano e, ye ¢ MNPOABIDKUTENHOCTTA Ha OTJIAaraHe
CHIbPKaHNETO HA P B MOKpUTHETO HapacTBa.

‘Ipe3 CHEMAaHC Ha aHOAHU IMOTCHIMOAUHAMUYHU MOJIAPU3allMOHHN KPHUBU B
cyadaraa (0.5M Na,SO4) u xnopumgna cpema (5% NaCl) e mokasano, ue
MMOKPUTHETO C TIO-BHCOKO ChIbp)KaHHE HAa P uma 1mo-m1o0pa KOpPO3HOHHA
YCTONYHUBOCT.

Cnen npecroii B 0.5M H2SO4 Ni-P mokpuTHe ¢ Mo-rojisiMo ChIbpKaHHUE Ha
P noka3zBa 1o-H1CKa CKOPOCT Ha pa3TBapsiHe B CPABHEHHUE C eNEKTPOTIONEH Ni.
Crnen mpuKITIOYBaHe Ha M3NMUTaHUETO KakTo B 5% NaCl, taka cpimo u B 0.5M
H>SO4 cpappxanneto Ha P B Ni-P mokputns € mo-BHCOKO OT IIbPBOHAYAIHO
M3MEpPEeHOTO OTKBAETO ciieiBa, de Ni ce pasrBapsi NPEUMYIIECTBEHO U
MOBBPXHOCTTA ce oboraTsiBa Ha P.

2.2. Kopo3noHHo oTHacsiHe Ha komno3uTHH Ni-P nokpurns

Kommo3utau TIOKpUTHUA C TMaAMAaHTCHHU YaCTUII Ca OTJIOKECHU OT pa3sTBOpU
ceabpkany ¢ppaxiuu 14/20 pm u 65/73 pm B konuentpanus 5.0 g/l. Bposr Ha
BKJIFOYEHHTE B TIOKPUTHETO YACTHIM € OT nopsabka Ha 150 000 —200 000 N/cm?,
pecm. 5000 - 7000 N/cm?, a Mopgoorusara Ha KOMIO3UTHO Iokputre Ni-P/D
14/20 pm e nokaszana Ha Qur. 24.

Due. 24. SEM uzobpasicenue na
xomnosumno Ni-P/D 14/20 um
nokpumue 6vpxy ABS.
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[TpoBenenu ca xopo3noHHH TecToBe Ha XUMHIHH Ni-P n Ni-P/D 14-20 pum
MOKpPUTHS B KaMepa 3a coyieHa Mbriia. Cien 72 yaca mpecToid B Kamepara
MOKPUTHUATA TYyOST OT TErJOTO CH, KaTo NMpH KOMIIO3UTHHTE 3arybara € Io-
roisMa. ToBa BEpOSTHO Ce ABJKM Ha KOPO3HS OKOJIO YaCTHIIUTE, BCICACTBHE HA
KOETO U CAMHTE TE C€ OTPOHBAT OT MOKPUTHUETO.

[ToTeHnoAMHAMUYHHUTE MOJIAPU3ALMOHHN H3cieaBanust Ha Ni-P u Ni-P/D
nokputug B 0.5M NaSOs4 mnoka3BaT, 4e KOPO3HOHHMST IOTEHLHMANT Ha
KOMITO3UTHOTO MOKPHUTHE, OTI0XKEHO Ipu pH Ha pastBopa 3.8 € n3MecTeH KbM
TO-TIOJIOKHUTEITHH CTOWHOCTH M CKOPOCTTa HAa KOPO3Hs € 3HAYMTEIIHO MO-HUCKA
B IIUPOK MHTEPBAJI OT ITOTCHIINAIIH.

Brpaxnanero Ha gactuiute oT ¢cBN ¢ pasmep 50/60 pum u SiC (60/70 um)
HE T0/100psBAT KOPO3UOHHATA YCTOHYMBOCT HA MOKPUTHUSITA CPABHEHU C YHCTO
Ni-P nokpurue.

OT DNOTEeHIMOAWHAMMYHHUTE KpPHUBH Ca OMNpPEICNCHH KOPO3HMOHHHUTE
XapaKTEepUCTUKU Ha ChOTBETHUTE MTOKPHUTHUS U Ca MPEICTABEHU B TAOJIMYEH BH]]
B AMCEPTAIHATA.

H3Boam:

C yBennuaBaHe Ha [IPECTOsI B KaMepaTa 3a HeyTpaliHa cojieHa Mbriia, Ni-P u
Komro3uTHUTE Ni-P MOKPUTHS C AMAMaHTEHH YAaCTHIM TyOSAT OT TErJoTO CH,
KaTo MpH KOMITIO3UTHHUTE TOKPUTHSA 3arydara € Io-ToiisiMa, KOETO MOXE Jia ce
JIBJDKH Ha KOPO3US Ha TOKPUTHETO OKOJIO YaCTHIINTE.

Kommnozutaure Ni-P mokpuTwst ¢ MaJke 1o pa3Mep IUaAMaHTCHH YaCTHUIIH
o0Opa3syBaT mo-TuIbTeH OapuepeH GuiM, pa3TBapsT ce MO-paBHOMEPHO, 3ama3Bat
amop(Hara ci CTpyKTypa U II0Ka3BaT I0-HUCKa CKOPOCT Ha KOpO3ust B cyJiaTHa
cpena ot Ni-P moxputus.

[Tpn xomnozuthu Ni-P nmokputns ¢ yactuuu ot cBN, kakro u ot SiC He ce

HaOJr0/1aBa pa3iiuKa B KOPO3SHOHHOTO OTHACSHE B cyiaTHa cpelia B CpaBHCHHE
¢ uncto Ni-P nokpurue.

3. EnekTpokaTajuTHYHU CBOHcTBA HAa XUMUYHHU Ni-P moxkpurtus Bpxy
CcTOMaHa

3.1. XumuuHo orinarane Ha Ni-P noxpurus

3a e’IeKTpou IPH MPOU3BOJCTBOTO HA BOJOPOJ CE M3IIOI3BA CTOMAHA ChC
i 6e3 Ni nokpurue. [Topaau ToBa 3a u3cieBaHe Ha €NEKTPOKATAIUTHUHUTE
cBoiictBa Ni-P nokpurus ca oTyiaranu BbpXy CTOMaHa.

EnexrpokaTanuTuyHaTta aKTHBHOCT Ce€ CBBp3Ba ¢ peauua Qakropu. B
paboTaTa e HAIpaBeH OIUT 32 OLEHKA Ha BIMSHHETO HAa CHIBPIKAHUETO HA
thocdop, MmopdonorusaTa u Gpa3zoBUs CHCTAB.
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3.1.1. Bumsnume Ha pH Ha pa3rBopa M KOHUEHTpPaUUsTa Ha
NaH:PO:.H20 Bbpxy cbabp:kannero Ha P u nebesimnara Ha xumuynure Ni-
P noxkpurus

XHUMHUYHYU TOKPUTHUS CbC ChIbpKaHue Ha P B rpanunute ot 3.4 no 18.1 wt.
% ca oTnokKeHU upe3 u3MeHeHue Ha pH Ha pa3TBopa MM KOHLEHTpalMATa Ha
penynupantust areHT NaH,PO,.H>O. Berukn 06pasiu ca oxapakTepu3upaHH Mo
oTHoIIeHHe Ha (a30B ChCTaB, MOP(HOJIOTUS U EIEKTPOKATAIUTUYHU CBOWCTBA,
HO 32 MIPEIJIeAHOCT Ha rpaUuHUTEe H300paXKeHHs ca MPEICTaBeHU CaMO 4acT OT
TAX.

3.1.2. CTpykTypHO oxapaktepuzupane Ha Ni-P noxkpurus

Judpakrorpamute Ha eNEKTPOOTIONKeH Ni, XUMHUYHO moiydeHu Ni-P
MOKPUTHS U Ha MOJJIOKKATA OT CTOMaHa ca CpaBHCHH Ha (ur. 38.

2

<

% @ue. 38. XRD cnexmpu na

?é 06pasyu om cmomana,

> . enexmpoom.noicer Ni u xumuunu
g Ni-P noxpumus ¢ paznuuno

= | cvowporcarue Ha P.

50 60 70 80

26 / degree

Ha nu¢pakrorpamara Ha enekTpooTioxeHus Ni n3iau3at qudpakinoHHUTE
muaun Ha Ni(111), Ni(200) u Ni(220). Ilpu cpabpkanne ot 3.4 wt. % P B
MOKPUTHETO Te3H peduiekCH Bce olie ce uiaeHTtuduumpar, a npu 4.3 wt. % ca
camo 3aratHaTH. C NO-HATaTBIIHOTO IOBHIIABAHE HA CHIbpP)KaHUETO Ha P
ocraBa NUKBT Tpu 44.8°, Bce MO-pa3isT, KOETO € yKazaHHe 3a 3aryba Ha
kpuctanuaHocT. TEM anamu3bst Ha Ni-P nokpurtre cpiaspxkampo 7.1 wt. % P,
P KOETO HE CE€ PETHCTPHUPAT XapakTepHuTe 3a Ni peHTreHorpadcku pedekcu
MOKa3Ba HaJMUWe Ha KpUCTamHu 30HU B Ni-P mokpuTue.

W3menennero Ha Mmopdonorusta Ha Ni-P nmokputust oTioxeHH npu
paznmuunu koHueHrtpamu Ha NaH,PO,.H>O B pa3rBopa e nokaszano Ha ¢wur. 41.
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Ni-3:4%P. « *

Ni-2:3%.p+ = .

-EDIV AX5000  Sum - 'IBJPS-EI

Ni=#.1% P

L
-

20kV . X5000 Spm 4948 561

r)
@Due. 41. SEM crumxu na nokpumus noyuenu npu pasiuidhu KOHYeHmpayuu
na NaH2PO2.H20 6 pasmeopa: a) 2.2 g/l; 6) 5.5 g/l; 6) 11.0 g/l; 2) 22.0 g/l.
(pH 4.8, =30 min)

1044 SEL

AHaJIOTUYHO € WU3MEHEHHETO Ha MOpq)OJIOFI/IHTa Ha TMOKpUTHUATA C
MOBUIIIaBaHE Ha cTOWHOCTTA Ha pH.

H3Boau

Upes npomsiHa Ha KOHIIEHTpanusaTa Ha peaynupamus areHT NaH,PO,.H,O
B pa3TBOpa 3a XUMUYHO oTiarane ot 2.2 no 22.0 g/l, kakro n Ha pH Ha pa3TBOpa
B MHTepBasa 2.8 — 5.3 BbpXy CTOMaHEHa IO/JI0KKA Ca OTI0KEHH XUMUYHH Ni-
P moxputus cbe cpabpaxanue Ha P ot 3.4 no 18.1 wt %.

IIpoMsHata Ha KOHIEHTpanusATa Ha pPENyLUUpAIIHs areHT (HaTpHeB

xunodocdur) nim Ha pH Ha pa3TBOpa BOMAT IO MPOMSIHA B B TPUTE (PakTopa -
chabpkanue Ha P, Mopdosorus u (a3oB chCTaB Ha TTOKPUTHETO.

3.2. EnexkTpokaTtaiuTudHu cBoiicrBa Ha Ni-P moxkpurus

EnexTpokaTaJuTHYHUTE CBOWCTBA HA XUMHYHUTE MOKPHUTHSI [0 OTHOILICHUE
Ha HER ca n3cnenanu B ankamxa (1M KOH) u kucena (0.5M H,SOy) cpena, a
o otHomenue Ha OER B ankaiHa cpejia ¢ moMoIITa Ha [IUKINYHA BOJITAMETPHUS
U XPOHOIIOTEHIIMOMETPHSI.
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3.2.1. Peaknus Ha otaeasine Ha Bogopoa (HER) B ankanna cpena

3.2.1.1. Xumu4yHu Ni-P nNoKpuTHS 0T/105KeHU NPU Pa3INYHH CTOIHOCTH
Ha pH Ha pa3rBopa

Upe3 m3menenne Ha pH Ha pastBopa ca ormaranu Ni-P mokputws cbe
cpabpkanue Ha P ot 10 1o 18.1 wt. %.

Bonramorpammu Ha cromana, xumu4HM Ni-P mokputus ¢ pasnnyHO
chIbpxkanne Ha P u enekrpoxumuarao Ni nokpurne mo otHomreHue Ha HER ca
nokazanu Ha ¢wur. 43. B u3cnenBanata o01acT OT MOTCHIMAIM XMUMHYHHUTE
MOKPHUTHS OTCTBIBAT HA EJIEKTPOOTIOKEHOTO Ni MOKpPHUTHE MO OTHOIICHHE HA
CKOpOCTTa Ha BojopoaHara peakuus. Ot Tx, nokputueto ¢ 11.5 wt. % P e ¢ no-
BHCOKa aKTHBHOCT M BOJIOPOJIHATA PEAKIHUs 3aIl04Ba NPH IO-HUCKH IITBTHOCTH
Ha ToKa crupsimo obpasert ¢ 18.1 wt. % P. Ilpu cHemaHe Ha BOJATaMOTpaMuUTE 10
MO-OTPULIATEIHN  TOTEHIMAIN, PECI. TIO-BHCOKM IUTBTHOCTH Ha TOKA,
ckopoctute Ha HER ce cOommxkanar.

@ue. 43. Bonmamoepamu
noayuenu ¢ IM KOH gwvpxy
] cmomana, enexpmoomiaodcer Ni u
1 xumuunu Ni-P noxkpumusi ¢
1 PasnuuHo cvovpoicanue Ha P.

j/mAcm?

60 L L L L
-1.6 -1.5 -1.4 -1.3 -1.2 -1.1 -1.0 -0.9

E vs SHE/V

3.2.1.2. XumuyHHu Ni—P NOKpUTHS 0T/105KeHU NPU Pa3IHYHH CTOIHOCTH
Ha koHueHTpauusaTa Ha NaH2PO:.H20 B pa3rBopa

I/ISCHe}IBaHI/If{Ta OT IpEAXOAHHUA Ppas3acil MoKa3BaT, 4€ HAMA CHIICCTBCHO
pasiinume Mo OTHOIIEHHWE Ha eNIeKTPOKATAIUTHYHHUTE CBOWCTBA HA XUMUYHHUTE
MOKPHUTHUSI C BHCOKO ChIbpkaHue Ha P ¢ Te3um Ha enekTpoorsioxkeH Ni.
CrenBamiure U3Clie/IBaHKs Ca HACOYCHH KbM OTHACsHETO Ha Ni-P mokpurus ¢
HHUCKO chabpikanue Ha P (o1 3.4 mo 8.2 wt. %).

Pesynrarute ot BoxTameTpuaHUTE (PUT. 46) 1 XPOHOTIOTSHITMOMETPUIHUTE
(bur. 47) wu3cnenBaHus TOKa3BaT TEHJACHIMS 3a HaMalsBaHe Ha
cBpbxHanpexxenneto Ha HER ¢ monmxaBane Ha chiabpxkaHuero Ha P B
MOKpUTHETO. B Ta3w mocoka ob6aye HamainsaBa u AeOenrHaTa Ha IIOKPUTHETO.
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Due. 46. Boamamoepamu
noayuernu ¢ 1M KOH gwpxy

! Que. 47. ['anganocmamuunu Kpuu
xumuunu Ni-P noxpumus.

nomenyuan-epeme npu 100 mA/cm?

Inset: Cxopocm na HER npu -1.73 6 IM KOH 6vpxy xumuunu Ni-P
V 6 3asucumocm om NOKPUMUSL € PAZTUYHO
cvOvparcanuemo Ha P 6 cvovpocarue Ha P.
ROKpUMuemo.

3a 1a ObJie OLIGHEHO BIMSHUETO Ha AeOeiIrHATa Ha XMMHYHOTO MOKPUTHE
BBbpPXY CKOPOCTTa Ha BOJIOPOJHATA Peakiiysi, ca u3noi3Banu Ni-P mokpuTus c
0JIM3KO ChABPIKAHUE Ha P, HO ¢ pasnnuHa aebOenuua (dur. 49).

I | @Due. 49. ['ansanocmamuunu Kpusu
npu 100 mA/cm? nonyuenu evpxy
e obpazyu om xumuynu Ni-P
NOKPUMUsL C pas3IuyHa 0eberuna 8

1M KOH.

Evs SHE /V

0 50 100 150 200 250 300
Time /s

CBpBXHANPEKEHNETO Ha BOJIOPOIHATA PEAKIIN HAaMaJIsBa C HaMaJIIBaHe Ha
nebenrHaTa Ha MOKpuTHeTo. CTOWHOCTUTE ca ONM3KHU JI0 Te3H, XapaKTepHHU 3a
cToMaHeHaTa ocHoBa. C HamalnsBaHe Ha JeOeIrHaTa Ha MOKPUTHETO 3arpyosBa
1 ToBBpXHOCTTa. CIemoBaTeTHO MOBEACHHETO Ha EJEKTPOIda MOXe Ha Cce
pasriekaa KaTo pe3yiaTaT OT KOMIUIEKCHOTO JCHCTBHE Ha 1BaTa (akropa -
MOJJI0KKA Y HAHECEH CJIOM.

3.2.2. Peakuus Ha oTaesasiHe Ha kucaopox (OER) B ankanHa cpena

Ha ¢ur. 50 3a mpermegHocT ca [gaJeHH caMO dYacT OT KPHBHTE,
XapaKTepU3npaIlyd yYCTAaHOBEHATa 3aKOHOMEPHOCT, Y€ XMUMHYHHUTE TOKPUTHSA
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MMaT M0-100pO OTHACSIHE B CPABHEHHE C EIIEKTPOOTIONKEH Ni — C NOBHUILIABAHE
Ha ChIBP/KAaHUETO HA P B MOKPUTHETO KUCIOPOAHATA PEAKIIHS 3aII09Ba IIPH MO-
OTpULATENIHU MOTEHLUAIM U POTUYA C O-BUCOKA cKopocT. IIpu oxono 0.34 V
ce peTucTpHupa MHK, KoiTo e XapakTepeH 3a npexoaa Ni(OH),/NiOOH.

@uz.50. CVA nonyuenu evpxy

L 4.3 4 . .

oL ] enexkmpoomanodicer Ni u Ni-P
E | ] NOKPUMUSL C PA3TUYHO
<
E o 1 cvowvpacarnue Ha P e 1M KOH.

sl |

. A ]

L L L L L L L L L L L
0.1 0.2 0.3 0.4 0.5 0.6 07
Evs SHE/V

3.2.3. Peakuus Ha otaensine Ha Bogopoa (HER) B kucena cpena

AxtuBHOCTTa Ha XUMUYHU Ni-P MOKpUTHS ¢ pa3nuvHO ChIbpxkaHue Ha P o
otHomernne Ha HER e moka3zana Ha ¢ur. 51.

@ue. 51. [Juxauunu
somamozpamu, noayienu ¢ 0.5M
H2SO04 3a enexmpoomnosicen Ni u

xumuunu Ni-P noxkpumust ¢
Paziudno cvowvpoicanue Ha P.
Inset: Cxopocm na HER npu -1.2V
8 3a8UCUMOCT OM CHOBPIHCAHUENO
0] S ] na P ¢ nokpumuemo.

-1.2 -1.1 -1.0 -0.9 -0.8
E vs Hg/Hg,SO, / V

CKOpOCTTa Ha BOJOPOIHATA PEAKIIUS BHPXY BCUUKUA XUMHUUYHU MOKPUTHS €
MO-BUCOKAa B CpaBHEHUE C eyieKTpooTiokeHus: Ni. Ts HapacTBa ¢ yBeln4aBaHe
Ha chabpkanueTo Ha P o 7.1 wt. %, ciieq koeto Hamansia u nipu 18.1 wt. % ce
JOOJIMKABA 710 Ta3H HA EICKTPOOTIIONKEHHsS Ni.

~
S

j/ mAcm2

IS
S

TadenoBu 3aBUCHMOCTH 32 peayKIMsaTa Ha Bojopos Bpxy Ni n Ni-7.1% P
MOKPUTHUSI ca MOCTPOSHM, KaTO Ca MH3IOI3BAHM JAHHUTE OT CBHOTBETHHUTE
MOJIIPU3AIIMOHHN KPUBHU U Ca MPEJICTaBeHN Ha QuT. 53.

21



[¢]
—— Ni-7.1%P

Nim=-0.1312 log j

-0.35
-0.6371,j,=1,39.10°

-0.30 -
@ue. 53. Tagenosu nakionu Ha
] enexmpoomaoxcen Ni u xumuuro
Ni-7.1% P noxpumue.

0201 Ni-7.A%P n =-0.1179 log j - 0.5660, j, = 1,59.105 |

Overpotential / V

-0.25

L
-3.5 -3.0 -2.5 -2.0

logj/Acm2

HaGmionaBa ce nuHelHa 3aBUCHMOCT MEXy 10g j 1 CBPBXHAINPE)KEHUETO HA
HER Bwpxy Ni B 1nama3oHa Ha ITBTHOCTTA Ha Toka oT 0.5 mo 10 mA/cm?. 3a
XMMUYHOTO TIOKPUTHE CE pa3TpaHMYaBaT JBE OOJIACTH, KOCTO € yKa3aHHe 3a
CMSHa Ha CKOpOCTOOMpeaessmaTa peakius. [Ipn HUCKN MIBTHOCTH Ha TOKa,
HaKJIOHBT Ha KpHBata € okosio 50 mV. Ilpu mrsTHOCTH Ha TOKa Hax 2.5 mA/cm?
HaKJIOHUTE Ha KPHUBHTE 3a JABETE MOKpHUTHA ce cOmmkaBaT. CToMHOCTHTE ca
OM3KM 70 Te3H OT IUTeparypata, kpaero 3a Ni-P ce npuema, ue HER npotuua
1o Volmer-Heyrovsky MmexaHuzbMm.

H3Boau:

EnexTpokaTasiuTHyHaTa aKTHBHOCT Ha XUMHYHH Ni-P mokputus cbe
cpabpkanne Ha P B uaTepBana ot 3.4 no 18.1 wt.%, no orHomenue Ha HER B
ankanHa W kucena cpega u Ha OER B ankamHa cpema, € w3ciiefBaHa upe3
€JIEKTPOXUMHUYHHU METOJIN — IIUKIIMYHA BOJITAMETPUS U XPOHOIIOTEHIIMOMETPHUSI.

EnexTpoXMUYHUTE W3CIeABaHMS B KOMOMHAIMsS C  €JIEKTPOHHA
MHUKPOCKOIIAS U PEHTreHOrpadckM aHanW3 TOKas3BaT, 4e 3a IOBHIIABAHE Ha
KaTaJIMTHYHATa aKTUBHOCT Ha Ni-P moxpuTtus Omxa MOTJIM a JONPUHACSAT
MOBHIIABAHETO HAa peaJlHaTa IUIONI, IPOMSHATAa Ha BBTPEUIHONPHUCHIIATA
aKTHBHOCT Ha €JEKTpoja BCIEACTBHME Ha JermpaHeto Ha Ni ¢ P, kakto u
(azoBusT cheraB. IIpuHOCHT HA OTAEIHHUTE (AKTOPH HE MOXE Jia Objae SCHO
pasrpaHu4eH, ThH KaTo NPOMsIHA B KOHIEHTpPAIMATa HA pEIyLUpAIIUs areHT
(natpueB xunogocdur) m npomsiHa B pH Ha pasTBopa BOISAT A0 MpOMSHA
€/IHOBPEMEHHO M B TpuTe (akropa - peajiHa IUIOLI, ChAbpXKaHMEe Ha P B
MOKPHUTHETO, (Pa30B CHCTAB.

IIpy mrbTHOCT Ha ToKa oT 10 mA/cm? B X012 HA MOJNAPH3ALMOHHUTE KPHBU
ce perucTpupar 3aBHCUMOCTH OT YCJIOBHMATA Ha MOJydyaBaHE Ha IOKPUTHSATA.
[Tpu no-Bucoku mubTHOCTH Ha Toka (100 — 200 mA/cm?), Gausku 10
TEXHOJIOTHYHHUTE 32 TOJIyyaBaHE HA BOJOPOJ], CTOHHOCTHTE 3a CKOPOCTTa Ha
HER npwu cruiaBute ¢ BUCOKO chabpxkanue Ha P (> 10 wt.%) ce cOnmxasart.
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3.3. Kopo3uonno orHacsine Ha Ni-P mokpuTusi B ajJkajqHa H Kuceaa
cpena

3a u3non3BaHe Ha XUMUYHU Ni-P MOKpUTHS TPHU M3rOTBSIHE HA EIEKTPOIU
32 pa3IM4YHMU NPHUIOKEHHUS OT 3HAYCHHE € TSIXHOTO KOPO3HOHHO OTHACSIHE B
CbOTBETHATa cpena. Tbl KaTO HACTOSIUUTE EICKTPOXMMHUYHU H3CJICABAHUS
Moka3axa, 4e eJICKTPOKATAIUTHUYHUTE CBOMCTBA ce MOJ00OpsIBAT 3HAYUTETHO C
HaMaJsiBaHe Ha Je0OelMHAaTa Ha XUMHWYHOTO IIOKPHUTHE € H3CIEIBaHO
KOPO3MOHHOTO OTHAcsHE Ha THHKH MOKpUTHs (0.4 - 1.9 um) oTiIoKeHH BBPXY
cToMaHeHa noutoxkka B anmkaraa (1M KOH) u kucena (0.5M H,SO4) cpena.

Ha ¢ur. 54 ca cpaBHEHH aHOIHUTE TIOTCHIIMOIUHAMUYIHU TOJISIPU3AIHOHHH
KPHUBH Ha €JIEKTPOOTI0kKEH Ni M XMMUYHO MoydeHn mokputus Ni-3.4% P u Ni-
13.2% P 8 1M KOH.

0.0001 T T T T

1E-005 |

£ 1E-006 |

m-2

i @Due. 54. [lomenyuoounamuynu

3 Kpueu Ha enexmpoomiaodicer Ni u
i xumuunu Ni-P noxkpumusi ¢
pasnuuHo cvovpoicanue Ha P ¢ 1M

1E-009 . . KOH.

-0.8 -0.6 -0.4 -0.2 0
E vs Hg/HgO / vV

logj /Ac

1E-007 |

1E-008 |

Kopo3nOHHHAT MOTeHIMAT Ha eNeKTPOOTIOKeHNsI Ni € IMO-NOJI0KUTEIeH
OTKOJIKOTO TO3M Ha XUMHUYHHUTE MOKPUTHSA. OT TSX HMOKPUTHETO C IO-BHCOKO
ChbpKaHue Ha P e ¢ mo-oTpunaTeneH noTeHIua i o-CuiieH KOPO3HOHEH TOK,
OT KOETO CJIe/[Ba, Y€ MIOKPUTHUS C HUCKO ChabpkaHue Ha P (mexnay 3 u 4 wt. %
P) ca mo-ycroiiunBu B ankaiHa cpena. B aHogHaTta 00JaCT KPUBUTE BJIM3AT B
30Ha Ha nacuBupaHe. [Ipu ole Mo-IOJIOKUTENHH MOTSHIIMAIN Ce perucTpupa
muk, cBbp3aH ¢ mpexoma Ni(OH)./NiOOH, cnem koero 3amouBa u OER

(¢wur. 50).

AHamu3bT Ha 00pasnuTe Ciie]] CHEeMaHe Ha MOTCHIIMONHAMUIHHUTE KPUBH
MOKa3Ba JIeKO HapacTBaHe Ha JeOenMHaTa Ha BCHYKH IOKPUTHSI, CBBP3aHO
BEpOSITHO ¢ (pOpMHUpPAHETO HA OKHCHH CIIOEBE.

AHOZHUTE TOJSIPU3ALIMOHHA KPUBHM HA CTOMaHA, €JIeKTPOOTIokeH Ni u
nokpurust Ni-5% P u Ni-13.5% P B 0.5M H,SOj4 ca nokazanun na ¢ur. 56. B
JIeTeH/IaTa ca yKa3aHW M3XOJHHUTE CTOMHOCTH 3a je0ejnHaTa Ha ChOTBETHHUTE
CIIOEBE.
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0.01F

" Duz. 56. [Tomenyuoounamuunu
Kpugu Ha cmomaua,
enexkmpomuodcer Ni u xumuunu
1 Ni-P noxpumust ¢ 0.5M H3SO4.
1007 b Inset: usxoonu oedenrunu na

E vs Hg/Hg,SO, / V cvbomeemHume noKpumus.

0.0001 ¢

logj/Acm?2

1E-005 £

1E-006 £

[Ipy XUMHWYHUTE TOKPUTHS HE C€ pEerucTpupa o0jacT Ha aKTUBHO
pastBapsine. Pa3TBapsine 1 Ha nBete Ni-P mOKpuTHS 3amouBa ciie]l CPaBHUTEITHO
TSCHA TTACHBHA 30HA, MO-IBJIOOKA MPU MOKPUTHETO € TIO-BUCOKO ChABPKAHNE HA
P. N3meHenusita B nebenuHaTa Ha CHOTBETHHUTE MOKPUTHS Ca YKa3aHH ChC
CTpEJIKH Ha CIICIIH(DUIHHE MeCTa OT KPUBHUTE. 3a ONpeAesIHEe Ha TC3U N3MCHCHHS
0s1xa IMyCKaHW KPUBH JI0 XapaKTCPHUTE MECTa.

H3Boau:

Upe3 aHOAHA TOTCHUMOJMHAMUYHA MOJSAPU3ALUSA €  H3CICIBAHO
KOPO3MOHHOTO OTHACsHE Ha ThHKU XuMHYHU Ni-P mokputus (0.4 — 1.9 pm) ¢
pa3nu4Ho chAbpkaHue Ha P B aBe koposuonnu cpenu 1M KOH u 0.5M H,SOs.

B ankanna cpena KOpO3MOHHUAT IMOTEHIIMAI Ha eJIeKTPOOoTIIoKeHMs Ni e 1mo-
MOJIOKUTEJIEH B CPABHEHHE C T€3U HA XUMUYHUTE NOKPUTHUS. OT TSIX HOKPUTHETO
C MO-BHCOKO ChIbp)KaHUE Ha P e ¢ mo-oTpuuaTeneH MOTEHIMAl U MO-BHCOK
KOPO3UOHEH TOK.

B xucena cpeja XMMUYHNTE TIOKPUTHS, KAKTO M €JIEKTPOOTIIoNKeHUsT Ni ce
pa3tBapsT. C moBUIIaBaHE HAa CHABPKAHNETO HA P KOPO3MOHHUAT MOTEHIINAI CE
M3MECTBAa KBM TIO-TIOJIOKUTEITHH CTOMHOCTH W C€ PETHCTpHpa 3acHiBaHE Ha
MOTHCKAaHETO Ha aHOHOTO Pa3TBAapsIHE PH HUCKA aHOIHA TOJISPH3ALIHS.

3.4. B3aumoaeiicTBue Ha oTaesust ce Bogopoa ¢ Ni-P eixekrpon

Pemunia maHHM TOBOPAT, Y€ OTHCISIIUAT CE€ BOJOPOJ B3aMMOJCHCTBA C
enektpona. TakoBa B3aMMOJICHCTBUE € OT ChIIECTBEHO 3HaueHue. OT eaHa
CTpaHa eJIeKTPOKATAIUTUYHATA aKTUBHOCT Ha Ni-P enekrpoau ce cBbp3Ba Che
CrocOoOHOCTTa UM Ja abcopOupar 3HAYUTEITHH KOJIUYECTBA BOJOPOM, HO OT
JIpyTa HaBOJIOPO/ISIBAHETO Ha SJICKTPO1a OM MOTJIO Jia TOBEJIE J0 Pa3pylIaBaHETO
My.

EnHO OT mbpBUTE yKa3aHUs 33 B3aUMOJICHCTBHIE HA OTACISIIHS CE BOIOPOJ
¢ xumugHOTO Ni-P MOKpHUTHE ca HIKOM pe3yjiTaTH OT eNEeKTPOXHMMHUYHUTE
n3cnenBanus. Crie/l CHeMaHe Ha MUKJIMYHA BOJITAMOrpamMa B KaToJiHaTa o0Jacr,
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MOTEHIMATBT Ha EJIEKTPOJa HE OCTaBa Ha 3ajajieHara KpaiHa CTOMHOCT, a ce
BpbIllA BEJHATA HA CTOMHOCT OJIM3KA 0 MOTEHIMATa Ha OT/ENSHE Ha BOJOPO
(¢wur. 58a) u cien ToBa 3amouBa 6aBHO 1a ce Bpbima kbM OCP.

%P 1.03 um
%P 1272 um
%P/ 4.54 um

————————/

08 gl

jrmAcm?
8
Q
[=]
h

E vs Hg/HgO / mV
&
S

L . i
16 12 08 04
E vs Hg/HgO /v Time /s

a) 0)

@ue. 58. [ukiuuna sornmamozpama na Ni-8.2% P nokpumue ¢ IM KOH (a).
H3menenue na nomenyuana na eiekmpoou ¢ eOHaKeo cvovpiicanue na P cried
kamooua noaspuzayusa (10 mA/cm?, 30 min) 6 sasucumocm om deberunama na

Ni-P noxpumue (6).

0 200 400 600 800 1000

CkopocTTa Ha W3MCHCHHE Ha CJCKTPOJHMS IOTCHIMAT € CBBp3aHa C
YCIIOBUSITA HA KaTO/IHA 00pab0TKa M ChCTOSIHUETO Ha MOKPUTHETO. [IpH e THAKBU
YCIOBUSI HA KAaTOMHA MOJSPHU3AIUsl, MOTCHIMAThT HAa EJIEKTPOja Ce BpbIla
TOJIKOBA I10-0aBHO KbM HayajlHaTa CH CTOMHOCT, KOJIKOTO I10-1e0eno e
nokputnero (¢ur. 5806). Toa 6m Mormo ma OBAE CBBP3aHO C MO-TOJISIMO
KOJIMUYECTBO abcopOupaH BOJOPOJ, Ha KOETO € HEOOXOJAMMO MOBEYE BpeMe 3a
obpaTHa qudy3us.

4. Xumu4uHo otTsiaraHe Ha Ni ci10ii BbpXy ABS oT pa3TBop HechbIbp:Kal
peayKTop

Ilenra Ha M3CIENBAHETO € 3aMECTBAaHE Ha OIEPALMUTE aKCEIEpUpaHe U
KJIACHYECKO XMMHWYHO HHUKEIHpaHe dpe3 MoauduiimpaHe Ha aKTHBHPAHHA
oOpazerr o ABS ¢ HUKEJIOB CII0i OT Pa3TBOP HECHABPIKAI PeIyIHPAII areHT.

4.1. BausiHue HA OCHOBHHTE KOMIIOHEHTH HAa HHUKEJOBHS Pa3TBOP
BBPXY HEroBaTa CTAa0MIHOCT U MPOU3BOIUTETHOCT

WN3cnenBaHo € BIMAHHETO HAa OCHOBHHTE KOMITOHEHTH Ha pas3TBOpa
NiSO4.7H>0 n C¢HsO7 B imanazona 5.0 — 25.0 g/1, kakTo u pabOTHHUTE YCIOBHS
- TeMIepaTypa M BpeMe Ha OTJiaraHe BBpXy Macara Ha otioxenus Ni. [Ipu
BCHYKH 3aBHCHUMOCTH C€ JIOCTHTA 0 €IHa CTOWHOCT 3a jaebenuHa Ha Ni CIOi.
ToBa e cBbp3aHo ¢ oTiaraneTo Ha Ni BbpXy aKTHBUpaHaTa ¢ HajaJuil u Kanai
MOBBPXHOCT. AuikanHata cpena mnpu Ttemmeparypa Hax 40 °C paspymaBa
KOJIOW/IHAaTa OOBMBKAa Ha KaTaJIUTHYHHTE LEHTPOBE, a B aJlKajHa cpela
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KaJIaCHUTE ChEJMHEHUs JSHCTBAT KaTto peayKTop. B pesynrar Ha ToBa cTaBa
BB3MOIKHO OTJIATAHETO HA HUKEN BHPXY KaTallM3UpaHaTa IIOBbPXHOCT. Tbil KaTo
NPOLECHT Ha OTJIaraHe He € aBTOKATAIUTHYCH, TOH ce OrpaHHYaBa 10 MOKPUBAHE
Ha akTUBHUTE MecTa. OT MOJTyYeHUTE PE3YITATH 3a CICIBAIINTE H3CIICIBAHUS &
n30paH cinenHuA cbeTaB Ha pastopa: 20.0 g/l NiSO4.7H20 u 10.0 g/l C¢HgO7 n
pabotHH ycnoBus — remmepatypa 70° C u Bpeme 3a oTiiarane 15 min.

3a mogoOpsiBaHe HA OMPOBOISIBAHETO HA MOJMMEpPHATA IOBBPXHOCT H
nof00psiBaHe Ha PAa3Mpe/eICHUETO HA HHUKEJIOBHUSI CIIOW, KbM HHUKEIOBHUS
pas3TBOp ca JI00aBsIHU pa3IuvHu J00aBKU. Pe3ynratute mokaspat, ue caMmo Mpu
TPU OT TAX MMa OTJIOKEH HHUKEJIOB CJIOW Ha TMOBBPXHOCTTA HA IMOJIUMEpa -
HatpueB ameraT (CH3;COONa), Kommekcon III (Na-EDTA) u mpomnmoHoBa
kucennna (CH3;CH,COOH).

Cien mpularaHe Ha TECTBHT 3a MPOBOAMMOCT Ha TOAJI0KKATa Upe3 OTIaraHe
Ha enekTpoxumMuyHo Cu TOKpPHUTHE, IUTBTHO M DPAaBHOMEPHO IOKPHUTHE €
MOJIYYeHO BBPXY OOpaser ONIpPOBOJCH B Pa3TBOP ChIBPXKAIl MPOIMHOHOBA
kucenuHa (¢ur. 62).

a) 0) B)

@Due. 62. CrHumka Ha 0bpaszyu cied npuiazane Ha Mecmvm 3d NPO8OOUMOCHI.
Obpasyume ca obpabomenu 8: a) pasmeop na nuxen vesz oobasku (BE); 6) ¢
odobasena CH3CH2COOH; 6) ¢ do6asen Na-EDTA.

4.2. Oxapakrepusupate Ha Ni cJoii

XPS ananu3 e TNpoBeAEH 3a OLEHKa Ha XHUMHYHOTO CBHCTOSIHHUE
MOBBPXHOCTTa Ha OOpa3slUTe HA pa3jIMYHHU CTalmd Ha o0paboTka - mpeau
obpaboTka, ciieji elBaHe, Ciiejl aKTHBUpAHE W CJeJ MOTalsHe B Pa3TBOP,
Ch/IbPIKAII] IMTPATHU KOMILIEKCH Ha HUKEJA.

Crnen obOpaboTkara Ha aKTUBHPaHUS IOJIMMEpeH oOpasel] B HHUKEJIOBUS
pa3TBOp, OCBeH xapakTepHuTe 3a aktuBupaH ABS enementu (C, O, Pd, Sn) B
CIEKTbpa ce OTKPHUBAT MAJIKK KojmdecTBa Na M 3HaYMTENIHO NprchcTBUe Ha Ni
(¢ur. 63). B criekTppa Ha Ni 2p ce BIKIAT JBa WHTCH3WBHH IHKA MIPH OKOJIO
856.1 eV u 873.5 eV, xouto ce npunuceat cboTBeTHO Ha Ni 2p3/2 u Ni 2p1/2,
TIPUAPYKEHH OT T€3W Ha ChOTBETHUTE MM CaTEIUTH Iipu okoio 861,6 eV u 880,4
eV. He ce peructpupa Ni(0), a ciektspsT Ha O(1s) e mpu 531,6 eV.
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@ue. 63. XPS cnexmwvp na obpasey
om ABS cneo obpabomra
HUKEL08USL PAMBOP.

Intensity / arbitrary units

0 200 400 600 800

Binding energy / eV

Paznmmuam XPS wu3cnenBaHus ca TOCBETEHM Ha OXapakTepu3WpaHEe Ha
HHKeJa, HErOBUTE OKCHJIHU, XUIPOKCHIM M OKCHXHIPOKCcHAU. CHEeKThPBT Ha
O(1s) mpu 531,4 eV u cnekrspsT Ha Ni(2p3/2) npu 856,1 ¢V ca O6au3Ku 10 TE3H,
HaOJII0JIaBaHU TIPU HUKEJIOBUS XUAPOKCUI, choTBeTHO 531,7 eV m 856,6 eV.
Brnpekn ToBa B peania paboTu TUKGBT rpu 856,1 eV ce npunrcsa Ha HATHIUETO
Ha Ni(IIl) - kato okcuxunpokcuaao nokpurue, cMec NIOOH/Ni(OH), nim 6orar
na Ni**- Ni(OH),. Cnen obpabotkara Ha obpasena ot ABS B pastsop Ha Ni,
aHAIM3BT ITOKA3Ba HATMYKE HAa CJICMEHTH OT IOJI0KKATa, KOCTO ¢ MHIUKAIIHS,
4e He e 00pa3yBaH IUTbTEH HUKEIIOB CIIOM.

H3Boau:

Crnen oOpaboTBaHEe B alIKaJCH Pa3TBOp, CHIABPXKAIL HUKEIOB cyidaT u
JUMOHECHa KucenuHa mpu Temreparypa Hang 40 °C, Ha TOBBPXHOCTTA Ha
aktuBupaH ABS oOpaser ce peructprupa HUKEN B OKUCIICHO ChCTOSIHUE. Benuku
W3CIICIBAaHA 3aBUCHMOCTH (OT KOHIICHTpAIMsI Ha COJH, OT TEeMIeparypa H OT
BpeMe Ha OTJaraHe) II0Ka3BaT OrPAHMYEHO OTJIaraHe Ha HHKEJ, KOeTo
CHOTBETCTBA Ha CIIOH ChC cpeaHa nedennHa okoo 350 nm.

LIpe3 )106aBKI/I KbM HUKEJIOBUS PA3TBOP MOXKE Ja 6’]3[[6 OKa3aHO BJIMSAHUC
BBbpPXY MOBBPXHOCTHOTO CBHCTOSIHUEC HAa AKTUBUPAHUAL ABS o6pa3e11 n oTTam
BBPXY PA3MNpCACIICHUCTO HAa OTJIIOKCHUA Ni. I/I?)CﬂeﬂBaHI/IHTa IMOKa3BarT, 4€ BbpXYy
06p360TeHI/IH B MPUCHCTBUC HaA IMPOIMUOHOBA KHUCEIMHA 06pa3eu ot ABS Moxe
Ja 6’];[[6 OTJIOKCHA CJICKTPOXUMHNIHO ME OT KIIACHUYCCKU KHUCEJT CJICKTPOJIUT.
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IIpunocu

1. TlonyueHnu ca aOpa3suBHH MaTepHaId HAa OCHOBaTa Ha KOMIIO3UTHU
xuMU9IHA Ni-P TOKPHUTHS ¢ pa3IHyHU 10 ChCTaB U pa3Mep TUCIICPCOUIN BBPXY
I'bBKaBa MOJUIOKKa oT mojuetwieH tepadranar (PET). C 1ax ca mpoBencHu
TpUOOJOTMYHH U3IMUTAHUS, KOUTO J0KA3BaT, 4e Te3M MaTCPUAIA MOTaT Ja Obaatr
M3I0JI13BaHU 3a abpa3uBHA 00pabOTKa HA CKAJTHK MaTepHAlIH.

2. YcTaHOBEHH ca pabOTHH YCIIOBHS, IPU KOUTO CE OTJIaraT XuMU9HU Ni-P
MOKPUTHA C TO-JIOOpPH CNEKTPOKATAIMTUIHA CBOICTBA B CpaBHEHHE C
€JIEKTPOOTIIOKCH HUKEI 10 OTHOIIICHHE Ha PEaKIUATa Ha OTACISTHE Ha BOAOPOJ
B amkanmaa (1M KOH) u kmcema (0.5M H,SO4) cpema m Ha peaxmmsita Ha
oTIeJsIHe Ha Kuchaopo B ankanHa cpena (1M KOH).

3. H3zcnenBaHo € KOPO3WOHHOTO OTHACSHE HA THHKA XUMUYHH Ni-P
MOKPUTHS C Pa3IuYHO Chabpkanue Ha (ochop B kmcema (0.5M H,SOs),
Heytpanna (0.5M Na,SO4, 5% NaCl) u ankanna cpena (1M KOH). Onpenenenn
Ca KOPO3MOHHHUTEC XapaKTCPUCTHUKHU U Ca IOKa3aHU U3MCHCHUATA B ChbCTaBa U
MOp(OJIOTHSITAa Ha TOKPUTHATA BCICACTBHAC Ha KOPO3UOHHOTO BB3ICHCTBHUE.

4. IlpennoxkeH € OpUrHHAIEH METOJ 3a ONPOBOJsBaHE HA akTHUBHpaH ABS
4ype3 00paboTBaHe B AJIKAJIEH Pa3TBOP, ChbPIKAll HUKEJIOB cya(ar 1 JIMMOHEHa
kucenuHa npu remnepatypa Hag 40 °C. Ha noBbpxHOCTTa Ha akTuBupaHust ABS
ce oTjara HEIUIbTEH HHUKEIIOB CJIOM B OKHCICHO CBhCTOSHHE C jaebeinnHa
JOCTaThYHA 3a IOCJIEJBAIIO €IEKTPOOTIaraHe Ha MeJl OT KIACHYECKH KHCEI
€JIEKTPOJINT.
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