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OIPEJAEJIEHHUE XPOMA B BOJIE METOJIOM HHBEPCUOHHON
BOJIbTAMIEPOMETPUH C NCIIOJIb30OBAHHUEM
MOANPUITUPOBAHHOI'O MHIUKATOPHOTI O JIEKTPOJA

The conditions of determination of the chromium by a method stripping voltammetry are explored.
The optimal parameters analysis of the chromium using graphite electrode are defined.

H3gecTHo, 4TO ecnu onpenenseMoe BeLeCTBO
HaXOJaUTCS B PACTBOPE B BUIE aHHOHOB WJTH B BHE
WOHOB MeTasla NepeMeHHOM BATEHTHOCTH, TO NPH
MHBEPCHOHHO BOJISTaMIIEPOMETPUHYEOKOM OMpeae-
JIEHHH ero KOHLIEHTPUPYIOT Ha METAUIMYECKOM
WM HHAHGDGEPEHTHOM 3E€KTPOAe B BHIE IUIEHKH
TpyOHOpacTBOpUMOro coeauHedus [1-4]. Tak,
MpH aHOJHOM OKMCIIEHHH CepeOpsIHOro 3AeKTpoaa
obpasyoiuecs HOHBL Ag® B IPUCYTCTBUH XPOMAT-
MOHOB OyIyT HAaKaIJIMBAaThCs HAa MOBEPXHOCTH WH-
JMKAaTOPHOTO UIEKTpOja B BUJE TPYNHO pacTBO-
pumoHi conu Ag,Cr,O,. Perucrpaums KaToaHOH
BOJIbTaMIIEPHOH KPHBOM BOCCTaHOBIEHHS HOHORB
MeTala M3 TPYOHO pPacTBOPHMOTO COEIMHEeHUs
NIO3BOJIUT OTPEAEIHTh KOHUEHTPALUIO XpoMart-
HOHOB B pacTBOpe [4]. OueBUOHO, YTO ANSA ITOrO
HeoOXOOWMO HMMETh MHAMKATOPHBIA BJIEKTPON M3
yucToro cepebpa, a He ero CIUIaBOB, TaK KaK CO-
JepkaHve pgaxe 1% npumecelt, kak mMokasaiu
npeaBapUTENbHbIE HCCIIENOBaHHUs, HE T03BOJIIET Ha
TaKOM HMHAMKATOPHOM 3JIEKTPOJE OCYLIECTBMTH Ha-
KOTUIEHHE OnuXpoMarta cepebpa W ONpenenuTs co-
JepxaHue xpoma B anektponunte [5]. M3sectro, uto
YYCTBIY METALI MOXET OBbITh MOJMYYeH 3AeKTPOXH-
MHYECKHM METOJO0M, MO3TOMY B KayecTBe WHIHKA-
TOPHOTO HMMEET CMBICH HCIIOJIL30BATh YIilepOMHbIH
UIEKTPOJ, Ha NOBEPXHOCTH KOTOPOro chopMupoBa-
Ha 37IeKTpoIHTHYECKas TUIeHKa cepedpa.

Henb paboTel — M3yueHHE BAMSHUS YCIOBHH
moaudukanun cepebpoM YriIeCHTaIUIOBOrO HHAM-
KaTOPHOIO 3JIEKTPOAAa Ha €ro CIPYKTYpY M 3JJIek-
TPOAHAIMTHYECKHE XAPAKTCPUCTHKH 0OpHU HHBEp-
CHOHHO-BOJLTAMIIEPOMETPHUECKOM aHajn3e 00b-
€KTOB OKpYyXaromel cpensl (BOAONPOBOAHOH H
CTOUYHBIX BOJ) [/ KOJIMYECTBEHHOTO ONpeeneHus
COIEP>KaHMs XpoMa.

Hccnenosante CTPYKTYpBI  3JIEKTPONMTHYE-
CKOW [UIEHKH cepebpa NpOBOAWIM C TOMOLIBIO
CKaHMPYIOILErO 3JIEKTPOHHOrO0 MHUKpockona JSM-
5610V c cuctemo#l xumuyeckoro ananusza EDX
JED-2201 JEOL (Anonus). Uzyuyenue 31eKTpO-
AQHATMTHYECKMX XapaKTepPUCTUK MOIUGHLKPOBAH-
HOrO CcepebpoM yrieCUTannoBOro MHAHKATOPHOIO
BJIEKTPOJA BBLITIOJIHEHO Ha BOJIbTAMIIEpOMETpPHUE-
CKOM aHaiu3aTope Mapku ABA-2. Dnekrponom
CPABHEHHS CIIYXHIl XJIOpUACcepeOpsHbIH monyaJe-
MEHT B HackllueHHOM pactBope KCl, Bcnomora-
TeJIbHbIM — IJIATHHOBRAS NPOBOJIOKA.

Moandukauuio HHIWKATOPHOTO 3A€KTpO-
na cepebpoM BO BCEX CllydasX MPOBOIAMIN U3
BOJHOrO pacTBOpa 3JIEKTPOJHTA, COMEPIKALUETO
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0,1 M HNO; + 0,1 M AgNO;. Metani anekTpo-
xumudeckn ocaxgaanu B TeueHue 300 c. Ilepen
ocaxJeHHeM cepedpa HHIAMKATOPHBIA 3MIEKTPOR
aHOJHO TOJIPH30BANIY NpH MoTeHuuane +500 MB
B 0,1 M pactBope HNO5 B Teuenue 500 ¢ ans roa-
FOTOBKH IOBEPXHOCTH mnepeld Moaudukaiuen.
[Tnowans paboueli DOBEPXHOCTH 3MEKTPOAa CO-
crasisia 12- 10'6,11M2.

C Uebl0 YCTaHOBJICHHS ONITHMAIBHOTO PEXH-
Ma HaKoIUleHHWs cepeGpa Ha MOBEPXHOCTH YIJIECH-
TaJNIOBOFO MHIMKATOPHOIrO 3JeKTpofa Oblnm mMo-
JIy9eHsl SJIEKTPOHHO-MHKPOCKONMYECKHE CHUMKH
Ipu noTeHuuanax Haxomnenus —400, —450, —500,
—550, -600 u —650 mB. Perucrpaums CHHMKOB
OCYILECTBIAIACh TNPU YBEIHYEHHH MNOBEPXHOCTU
anextpoga B 100, 250, 500, 1000 u 5000 pa3 mas
nony4yeHus Haubonee MojaHoH MHGOpMAIMHU O co-
CTOSHMM TOBEPXHOCTH WHAMKATOPHOTO 3IIEKTPOAa
Npyd  pa3sHbIX YCIOBUAX 3JIEKTPOXHMHUECKOIO
ocaxaeHus cepedpa.

ONEeKTPOHHO-MHKPOCKOIUYECKHEe CHUMKM TO-
nyueHsl 11py yeeanyenuy B 200 pas (puc. 1). Bun-
HO, YTO TUIEHKa cepeOpa, oOpa3oBaHHAs IpH IO-
TeHuuantax ocaxaeHua —400, —450, =500 u -650
MB, Gonee peixnas, yem npu —550 u —600 MB.
Kpome toro, rroBepxHOCTb 35eKTpoaa, MOAUQHLH-
posaHHoro npu notenyuane —400 mB, 3anonHeHa
cepebpoM HEpaBHOMEPHO, HUMEIOTCS BKIIOUEHUS
4UCTOTrO yriieCHTaLNA.

bonee gmeransHO cTpykTypa cepebpa BuaHa
npy ysemudenuu B 5000 pas. Kpucranne! cepebpa,
Nnojny4eHHple IpH TOTCHUHAIE 3IeKTPOXUMHUYE-
ckoro ocaxgenus —400 MB, no pasmepy ogHopoa-
Hbl. J[MaMETp KPUCTAJUIOB JIEKUT B JTHAIIa30HE OT
3,5 mo 6,5 um. Ilpu yBenuueHuH moTeHLuana Ha-
KOIUIEHH YBENMUYHBAETCAd W CPENHUI AMaMerp
kpuctannos cepebpa. Tak, nmpy noTeHUHane Mo-
andukauuy anekrpoaa —500 MB cpennuii Avamertp
KpUCTANIOB cocTaBnsger okono 8,5 um. [lpu
noreHipane Haxkomienua -—650 mB  guamerp
KPHCTA/UIOB yBenuuuBaercs a0 10 UM, npuuem
MEJIKHE KPUCTAJUIBl COEAMHSAIOTCS U 0bOpasyrorcs
Gostee KpyNHBIE KpUCTALIBI cepebpa. B pesysbTaTe
3TOro TUleHKa cepebpa cTaHoBHUTCS Gosiee phIXIIoi,
4YeM Npd [oTeHuuanax Hakomnenus —500, —550
u —600 mB.

B xome nanbHeH1ero uccnefosanus ObuIM MO-
Nly4€eHb! BOJILTaMIEPHbIE KPHBLIE (pUC. 2), CHATHIE
C MCHOJB30BAHHEM HHAWKATOPHOIO YIJIECHTAJLIO-
BOTO 3JIEKTPOJA, MOAM(UIHPOBAHHOIO cepebpom
MnpH norteHiwManax, MB: —400, —450, -500, —550,



—600 u —650. Comepxanue Xpoma B fuyeiike co-
crasiso 2-107° mons/in. Hakorienune ofnpenesnse-
MOTO KOMIIOHEHTa MNpPOBOAMIIM TPH MOTEHLHAJIE
+185 MB B Tewenne 60 c. B xauecte (hoHOBOro

JJIEKTPONIMTAa HCIOJB30BAIM BOAHBIA  PacTBOp
0,4 M HNO;, cocTaB KOTOpPOro ONpeAe/IIn paHee
[5]. Perenepauuto anextpoga NpoBOAMIH NpH MO-
teunase —350 MB B Teuenue 20 c.

Puc. 1. OnexTpoHHbie MEKpodoTOrpadii HOBEPXHOCTH MOIH(UIPOBAHHOTO YIIIECUTAIIOBOTO 3JIEKTPOAA,
TIOJTydeHHbIe NpYU yBenuderud B 200 pa3 npu noTeHIMalax HakoueHys cepedpa (MB):
1 -E=-400;2— E=-450; 3 - E=-500;4 - E=-550; 5 - E=-600; 6 — E = —650.

?

=1, vach
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0
150 80 10

—60 —130 —200 E, mB

Puc. 2. YcpenHeHHbIE BOISTAMITEPHBIE KPHBbIE YTIECHTAJUIOBOrO 3JEKTPOAA, MOAH(HIMPOBaHHOTO cepedpom
npu noteHuuanax (MB):/ — £=-400; 2 — E=-450; 3 - E=-500; 4 — E=-550; 5 — E = - 600;
6 — E = —650. Kounenrpaumsa xpoma B pactsope 21078 moms/n.
IToTeHuMan HakomIeRus xpomarta cepebpa +185 mB. CkopocTh pa3sepTky norenuuana — 600 mB/c
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Ha BonsTaMmepHbIx KpHBBIX: (PUC. 2, KpUBbIE 3,
4), NOTy4YeHHbIX € HCIONB30BAHHEM MOAUGHULIMPO-
BaHHOIO MHIMKATOPHOTO 3JIEKTPoAa cepedpoM IpH
norenpuanax —500 u ~550 MB, B obnacty noreH-
uuanoB ot +80 g0 —60 MB mosBiseTcs YeTKO Bbl-
paXEHHbII MaKkCHMMYM TOKA BOCCTAHOBJIEHMs ce-
pebpa u3 muxpomata. [Ipu 3TOM OTHOCHTENBHAS
MOTpEeIHOCTh OMpEICeACHHA XpOMa He HpEBbINAET
5%. Ha BOnbTaMNEpHBIX KPHBBIX, 3apEFHCTPHPO-
BaHHBIX II0CNIE HAKOIUIEHHA TPYIAHOPACTBOPUMOH
COJIA C HCTIONB30BAHMEM YFJIECHTAIOBOTO MHAM-
KaTOPHOrO 3JIEKTpOAa, MOAH(UIMPOBAHHOIO Ce-
pebpom mpu noTeHuManax —400, 450 MB (puc. 2,
KpuBble 1, 2), MakCUMyM TOKa BOCCTAHOBJIEHHSA
cepebpa nposBisieTcs ¢51a00, YTO CBUAETENIBCTBYET
0 3aTpyJHEHUH HaKOIUIEHHs JvXxpomara cepebpa U
HEBO3MO)XHOCTH KOJHMYECTBEHHOIO OIPENE/ICHHS
XpOMa Ha TAKOM HHAMKAaTOPHOM JJIEKTpOJe.

[Npyu npyMeHeHHH YrJIECUTAIUIOBOrO WHAMKA-
TOPHOTO 3/MEKTPOAa, MOAU(PHULIMPOBAHHOIO Ce-
pebpom mpu norteHimanax —600 u —650 MB,
MaKCMMyM TOKa BOCCTAHOBIECHUS cepebpa H3
TPYAHO PAacTBOPHMOTO AMXPOMATa, Kak BHAHO M3
puc. 2 (kpuBbie 5, 6), XOpOLIO BRIPAXKEH H JOCTA-
TOYEH AN KOJIWYECTBEHHOrO ONpelesieHHs Xpo-
ma. OnHako MHMHHMAaibHas OnpenenseMas KoH-
LieHTpaLysl XpoMa B pacTBOpPE B 3TOM CIIydae Ha
[1Ba MOpsIKa BbILE, YeM NPY NPUMEHEHHM yTiie-
CHTAJIOBOrO HMHAMKATOPHOIO JIIEKTPOAa, MOIH-

¢upoBaHHOTO cepebpoM Mnpu MOTEHUWANax —

500 u —550 mB (xpuBsie 3 u 4). Kpome Toro, ot-
HOCHTEJIbHas MOTPELIHOCTE ONpPEeAEICHUst XpoMa
TaKKe 3HaYUTENbHO Bbllie H cocTaBiaseT 30-40%.

TakuM 06pa3oM, MOXHO CAENaTh BbIBOA, YTO
ONTUMAJILHBIA MOTEHLMAN NMEKTPOXHMUYECKOTO
HaKOTUIeHHs "cepebpa Ha MOBEPXHOCTH YIJIECH-
TaJ10BOr0 3JIEKTPOJAA JIEKUT B AMana3oHe OT
—500 no —550 MB. Tlpuyem npu BpeMeHH MOAH-
¢drkanuun anexrpona B untepsaie 250-500 c cy-
LIECTBEHHbIX U3MEHEHHH B CTPYKTYpE M CIUIOLI-
HOCTH TNIEHKH cepebpa He HabmomaeTcs.

B pesynnrTtate BLINOJHEHHBIX MWCCHEA0BAaHHI
Orpe/icNUIM ONTHMANbHbIe DPEXHUMBl MOIH(HKa-
LMU MOBEPXHOCTH, & TAKXKE YCJIOBHS BbIIIOIHEHUS
aHaM3a Mo ONPENEneHHIO MMKPOKOINYECTB Xpo-
Ma. 3T0 Mo3BONWIO pa3paboTaTh MPOEKT METOAUKU
OrIpe/IeIeHHs] XpOMa B BOJIONPOBOAHON U CTOYHBIX
BOJIAX, KOTOPBIH MOATOTOBJICH K aTTeCTally B ro-
CYIApCTBEHHONH METPOJIOTHISCKON Cyxbe.

MeToa OCHOBaH Ha OKHCIEHHH Mpob uccie-
IyeMblX OOBEKTOB (MHUTHEBOM U CTOYHBIX BOX)
nepcyab(haToM aAMMOHHUS @, MOCIEAYIOMIUM pac-
TBOopeHHeM B ¢oHoBOM anektponure (0,2—
0,4 M HNO») u aHanu3e aiHKBOTHOH 4acTH IO~
JY4EHHOr0 pacTBOpa METGIOM KarOAHOH WHBEp-
CHOHHOW BOJIBTAMIIEPOMETPHH HAa BpallarolieM-
cst MOAUGDHIIMPOBAHHOM CepebpOM YIrIIECHTAILIO-
BOM 3JIEKTPOJE. HJ/DKHPIPI npeaen H3MepeHHs
cocrapsierT | MKF/JIM B aHANM3HPYEMOM 0ObeMe
npo6sl (10 cm®). MuTepBan onpenensiembix KOH-
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nenTpauuii cocrapnser 1-120 mxr/mm’. [pucyr-
CTBYIOILIHE B MMHEpai3are LUEJOUHbIe, 1LEeN0Y-
HO3eMeJIbHbIE H TOKCHYHbIE 3JEMEHTHI Orpele-
JIEHUIO He MelialoT. Bpems onHoro onpenenenus
He mpepbimaer 20 MuH, 663 ydera NpPOLOJIKH-
TEJIbHOCTY MOATOTOBKY oOpasna.

C LeJMBIO OLEHKM CIy4aiHOW COCTaBJLOLLEeH
HOrpEeliHOCTH  BBITIONIHEHHS  W3MepeHHst  Obuin
NIOTyY€EHbl CTATHCTHYECKHE JAHHBIE 10 pe3y/sTaTaM
anammza 30 npo6 crouneix Boa (Tabnuua), Ilpu
ananmmze KakIo# npodsl Obu1M cobt0AeHb! YCIOBHS
BHyTpWiaOOpaTOpHOH  BOCHPOW3BOAMMOCTH. B
COOTBETCTBMU C TPeOOBAaHHMEM, YCTAHOBJIEHHBIM B
MeTofuKe, [yis Kaxaod npoObl npoBogunu fro 2
NapasiebHbIX ONPEAE/ICHHS.

Pesynerar KXA X,,; ¥ BbIGOPOUHYIO AUCTIEPCHIO
PE3yNETaTOB MapaIenbHbIX HaGmoe Ui S,y ar
TECTOBAHHON XapaKTepUCTHKA B m-HOM oOpasle
(m = 1) Hatumw no dopmMynam:

S IN,
z ‘X min

e |
‘ mi N >
) Z(thl _Xml)
Ser =2 N1 ,roen=2;[=730.

3HaYeHUT Xy U S2t NpHBeAeHbl B TAOIHLE.

Ha ocHoBe MonyueHHbIX 3HayeHui BBIOOPOYHBIX
JMcriepcui NpOBEPAIOT TWIOTE3Y O PaBEHCTBE IeHe-
pAIBHBIX AUCTIEPCHiA, ucrionb3yst kpurepuii Koxpena.

Benuunny Gigmx) PacCUHTBIBAIOT 11O dopmyne

;w . (S ml )max
L7m(n1:|><)
2
2 Sml

¥ CpPaBHUBAIOT €€ C G, AR HKCHA CTETIEHEH CBO-
6ompl v =N — 1 (v = 1), COOTBETCTBYIOLLETO MaK-
cumanbHoi mucniepeny, f = LN — 1) (f =30), u
NPH-HATOH IIOBepPlTeJ'leOﬁ BeposTHoctH P = 0,95.

B nanuom ciryyae Z S2 =00003735, (S2,) e =
=]

=0,000032, G

ITockonbky Gm(miIX)

TOB HE UCKITIOYaITH.

He HCK/TIOUEHHbIE U3 PACHETOB S, CUUTAIOT OfI-
HOpOAHBIMHA U 1To HUM ouieHnBaioT CKO, xapaxrepu-
3yIOLUEE CXOMUMOCTb PE3YJIBTATOB NapaliebHBIX
BBLIYHCJICHHEH, ONpeesIAFOIHX COACPIKAHHE COOTBET-
CTBYFOLLETO KOMIOHEHTA B m-HoM (m = 1) obpasue.
31u CKO paccuuThbIBalOT 110 dopMysie

bii

“. = SCx,m = 0,003 528,

T on(imax) by 09085 676, G-raﬁn = 0,2929

< G, TO (S ,f,,) U3 pacue-

max

rie B YHC/IE CIaraeMbIX HET OTOPOINEHHBIX 3HAYE-
Hud. Ilpu pacyere umcno creneHed CBOOOIBI

f=LWN-1) (f =30).



Pe3yJ’leaTbl napasjiedbHbIX onpene.rle}mﬁ COAepPKAHHA AHAJMH3INPYEMOr0 KOMIIOHEHTA

Tabauua

Homep HoMmep pesynsTara Homep HoMep pesynbTaTa
e3yJbTaTa ompeneneHus, 2 1n-S | pe3y/ibTaTa | OMpeneneHus, Y=
- 8,5 e KXok D{1S2p-3107%) PSS Fn= LN o Sis° - 1
(=1L 1 2 (=1L 1 2
1 0,201 0,209 0,2050 3,20 16 0,234 | 0,229 0,2315 1,25
2 0,206 0,209 0,2075 0,45 17 0,234 0,237 0,2355 0,45
3 0,209 0,202 0,2055 2,45 18 0,234 0,238 0,2360 0,80
4 0,211 0,217 0,2140 1,80 19 0.235| 0,239 0,2370 0,80
5 0,216 0,214 0,2150 0,20 20 0,236 | 0,241 0,2385 1,25
6 0,217 0,219 0,2180 0,20 21 0,237 0,234 0,2355 0,45
7 0,217 0,222 0,2195 1,25 22 0,238 0,235 0,2365 0,45
8 0,219 0,217 0,2180 0,20 23 0,240 0,235 0,2375 1,25
9 0,221 0,218 0,2195 0,45 24 0,2431 0,250 0,2465 2,45
10 0,224 0,229 0,2265 1,25 25 0,245 0,244 0,2445 0,20
11 0,225 0,229 0,2270 0,80 26 0,257 0,265 0,2610 3,20
12 0,228 0,224 0,2260 0,80 27 0,260 0,266 0,2630 1,80
13 0,229 0,226 0,2275 0,45 28 0,266 | 0,259 0,2625 2,45
14 0,229 0,234 0,2265 1,25 29 0,269 0,275 0,2720 1,80
15 0,230 0,234 0,2320 0,80 30 0,280 | 0,288 0,2840 3,20
[ToxaszaTenb CXOOMMOCTH Ocm = Sexm¥(f), x [(A)/3,6+6%(A%)]
rae koathduument y(f) = 1,009, o, = 0,003 559. Ay=IA, |=A=
[IpoBoauM OKpyrjleHHE OO TpeX 3HavaluXx . =
undp. OkoHYATENbHBIH pe3y/ibTaT MoKazaresis :
cxoaumoctu — 0,004%. _1,96-0,019+21,42 (21,42° 100192 = 21%
JIns OLIEHUBAHMS XAPAKTEPUCTHKM CITy4aifHON ] 21,42 3,6 -
COCTARNSOLIENR NOrPELIHOCTH HAIIUTH cpeaHee apud- 0,019 + T

meTHueckoe 3HaueHnH U CKO peaynsratos KXA:

X,=0,233; §,= [0:010414 9 91895
V29

XapakTepuCTHKa CJIy4aiHOW COCTaBNAIOLIEH
MOFPELIHOCTH U1 COEP>KaHUs, COOTBETCTBYIONIE-
r0 CONEPMAHMIO ONpPENEIEMOrO KOMIIOHEHTA B
m-HoM 06pa3Lie pacCHUTLIBAIIH 110 GopMyJie

o(A%) = Y(f)Sms
o(A%) = 0,018 951,009 = 0,019 12.

[TpoBoauM OKpyrneHHe A0 Tpex 3HaualMX
uxdp, NpH 3TOM OKPYTJIEHHE MPOBOIAMM B 60b-
LYK CTOPOHY, eciid Ludpa nocaeayrolero mno-
panka pasna win 6onpwe natu. OKOHYATENbHbIF
pe3ysibTaT OUEHKH Cay4aiHOW cocTaBagioOlEe
norpewHoctH — 0,019%.

I'panuipl MHTEpBaNa, B KOTOPOM MOTPELIHOCTh
pesynsratoB KXA Haxomurcs ¢ JOBEpHTESBbHOM
BepositHocThio P = 0,95, onpenenunu no gopmyne

A=Ay 1= A=[(1,966(A+ A/ 5(A%)+ A x

rae A; — XapakTepuMCTHKAa CHUCTEMaTHUEecKO# co-
crasnstolied pesysnstatoB KXA, koropas Geina
Nojy4yeHa pacueTHbIM MeTomoM. Ilpu 3ToM yum-
THIBANHCh INOrPELUIHOCTH 4YHCTOThl PEaKTHBOB,
B3BELUMBAHHSA, M3MEpEeHHUs OOBEMOB IPH NPHIrO-
TOBJIEHHH PACTBOPOB, a TAK)KE NOrPELIHOCTb MpH-
60opa u norpeurHocTs 0TO0pa K MOArOTOBKHK Npoo.
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