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noteHuuan sexkrponusa +0,4 B B teuenue 180 ¢ Ha
CTEKJIOYTIICPOIHBIN 3ICKTPOT M PETUCTPUPYIOT TOK
IMKa MOJIMOACHA TIPH CKOPOCTH Pa3BEePTKH
noreHnpana 100 wMmB/c. Curman wmoiaubaeHa
PETUCTPUPYIOT U OLEHUBAIOT METOJIOM J100aBOK
aTTECTOBAHHBIX pacTBOpOB OTHOCHUTEIHLHO
HACBIIIEHHOTO  XJIOPUIACEPEOPSHOTO  3JIEKTPOJIA.
H306peTeHue MO3BOJISIET CHU3UTD HIYKHIOKO FPAHMITY
OTIpeAeIIIeMbIX COACpPKaHWI MoMOIeHa Ha 2-3
Topsiika. 2 wi., 1 Tabir.

€eeeegce n o

1 O


http://www.fips.ru/cdfi/fips.dll/ru?ty=29&docid=2533333

C1

2533333

RU

RUSSIAN FEDERATION

FEDERAL SERVICE
FOR INTELLECTUAL PROPERTY

(12) ABSTRACT OF INVENTION

19) RU (11)

(51) Int. CL.
GOIN 2748 (2006.01)

2 533 333" ¢1

(21)(22) Application: 2013125176/28, 30.05.2013
(24) Effective date for property rights:

30.05.2013
Priority:

(22) Date of filing: 30.05.2013
(45) Date of publication: 20.11.2014 Bull. Ne 32

Mail address:
656049, g.Barnaul, pr. Lenina, 61, Altajskij
gosudarstvennyj universitet, otdel okhrany
intellektual'noj sobstvennosti

(72) Inventor(s):
Lejtes Elena Anatol'evna (RU)

(73) Proprietor(s):
Federal'noe gosudarstvennoe bjudzhetnoe
obrazovatel'noe uchrezhdenie vysshego
professionalnogo obrazovanija "Altajskij
gosudarstvennyj universitet" (RU)

(54) METHOD OF MOLYBDENUM IDENTIFICATION BY CATHODE-ANODE VOLTAMMETRY

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: method  of  molybdenum
identification includes the determination of a complex
compound of molybdenum with
diethyldithiocarbaminate by cathode voltammetry .
According to the invention 0.02 ml 1-10-4 M of sodium
diethyldithiocarbaminate are introduced into a universal
buffer solution, then a sample, which contains
molybdenum is introduced, the solution is mixed for
10-30 s, a potential of electrolysis +0.4 V is supplied
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for 180 s on a glassy carbon electrode and current of a
molybdenum peak is registered at a speed of the
potential involute of 100 mV/s. A signal of molybdenum
is registered and evaluated by a method of additives of
certified solutions relative to a saturated silver chloride
electrode.

EFFECT: invention makes it possible to reduce a
lower boundary of determined contents of molybdenum
by 2-3 orders.

2 dwg, 1 tbl
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M3006peTeHrne OTHOCUTCS K 00J1aCTH aHATTMTUYECKOM XUMHH, B YACTHOCTH K OTIPEIEIICHUIO
MOJIUO/IeHAa BOJIbTAMIIEPOMETPUUYECKUM METOJIOM.

M3BecTeH criocod BOIBTAMIEPOMETPUUECKOTO OIpeIeIeHHs MOIMOIeHA B CUCTEME
Moo neH(VI)-4-(2-mpuanias3o) pesopiuyH-ruapokcuiamut [MIBanos, B.M. Azocoeqnnenus
KaK aHaJIMTU4YeCKue peareHThl Ha Moo ieH / B.M.MBanos, I'.B.I1poxoposa, I'.A.KouenaeBa//
BectH. Mock. yH-Ta. Xumust 1998. NeS. C.308-312] - anaor. OcupiiIonospor pauaeckum
METOJ/I0OM UCCIIeIOBAHO KOoMILIeKcooOpa3zoBanue B cucreme Mo(VI) - 4-(2-nupuauniazo)
PE30PILKH - TUAPOKCUIIAMUH. B KauecTBe MHAMKATOPHOTO AJIEKTPOAa MPUMEHSITIA PTYTHBIN
Kamnarouui 3JIEKTPO/1 C IEPUOIOM KAalaHUs S ¢, IPU PA3OMKHYTOM LEMU. DIEKTPOIOM
CPaBHEHUS CITY>KUJT HACHIIIIEHHBIM KAJIOMEJIbHBIN 3JIEKTPO/I. Y CJIOBUS PETUCTPALMU
OCHMJITIOTIONISIPOTpaMM: aneTaTHhIN OydepHsbIil pactBop (pH 4,5-5,3), moTeHnuan Hauana
pa3BepTku - 0,2 B, BpeMsi 3aJIep>KKH 5 ¢, TMaIia3oH TOKa 5, CKOPOCTh pa3BEPTKU MOTEHIMAJIA
1 B/c. IIpu 3TOM Ha MOJISIpU3ALUOHHON KPUBOM PETUCTPUPYIOT TOK MUKA ITPU IOTEHIMATIE -

0,49 B. Ilpenen oOHapyXeHUST MOJIMO/IEHA COCTABIISET 2,6-107 M.

[TpuMeHeHHe PTYTHOTO Kamnarolero 1eKTpoaa TpeOyeT ClenuaibHOTO TOMEIIEHN,
9KOJIOTUYECKU HEOE30IACHO.

N3 n3BeCTHBIX TEXHUUYECKUX PEIIEHUI HauboJiee 6JIM3KUM IO Ha3HAYEHUIO M TEXHUUECKOMN
CYLIHOCTH K 3a5IBJISIEMOMY OOBEKTY SIBJIIE€TCS OIIPEAETIEHUE MOJIMOIEHA B BUJE KOMIIEKCHOTO
COEIMHEHUS] MOJIMOAEHA C IU3TUIIUTUOKapOAMUHATOM METOJIOM aJICOPOLMOHHOM KaTOIHOM
BoJibTaMmnepomeTpun [Monien, H. Organic reagents in inverse voltammetry/ Monien H., Jacob
P, Janisch B.//Z. anal.Chem. 1973. Bd. 267, S. 108-114]. KoMIuiekcHO€e coeqMHEHNE MOJINOIEHA
C IMATWIIAMTHOKAPOAMUHATOM aJIcCOPOUPYETCs HA YTOJIbHOM IACTOBOM 3JIEKTPOJIE B
aneraTHOM OydepHOM pacTBope. Ha KaToHOM MOMApU3aMOHHON KPUBOW PETUCTPUPYIOT
TOK IKKa Ipu noteHumadie - 0,25 B oTHoCHTEIbHO HACBIIIEHHOTO XJIOPUICEPEOPSHOTO
9JIEKTPO/Ia CpaBHEHMS. BrIcoTa nmuka mponopuroHabHa KOHIEHTPAUKMK MOJIMOIeHa B

uHtepBatie 5-50 mxr/mi (5- 10°-5-10% M). AacopOuuro NpoBOAAT B TEYEHUE 3 MUH MPU
pazoMkHyTOH Henu. KaToaHyio Moyisipu3aliMOHHYIO0 KPYUBYIO PETUCTPUPYIOT OT MOTEHIMAIA
+0,4 B.

Cnioco0 HeTOCTATOYHO YyBCTBUTEIIEH ISl ONIPEIeTICHUS] MUKPOKOHIIEHTpALUI MOJIUOIeHA
B BOJIHBIX PacTBOpAaX.

CylHOCTD Mpe/jiaraeMoro u300peTeHust

ITpennaraemslii criocod onpeneneHus MOJIMOIEHA KATOAHON BOJIbTAMIIEPOMETPHUEH,
3aKITIOYAIOIIUICS B TOM, YTO OIpeesieHue MOIMOAeHA ITPOBOISIT B YHUBEPCATIbHOM Oy(epHOM
pactBope (pH 2,0) B Teuenue 180 ¢ mpu nmoTeHuyasne anexkrpoiusa +0,4 B B mpucyTcTBun
JTMATUIAMTHOKapOaMuHaTa HaTpUst. MoIuOaeH KOHIEHTPUPYETCSl HA TOBEPXHOCTU
CTEKJIOYTJIEPOIHOTO 3JIEKTPOAa B BUJIE KOMIUIEKCHOT'O MAJIOPACTBOPUMOTO COECIMHEHMUSI.
3ateM perucTpUpyIOT BOJIbTaMIIEpOTpaMMy MPU JTMHEHHOM pa3BepTKe noTeHuaia mpu 100
MB/c. ITuk npu noteHuumare -0,20 B cooTBeTCTBYeT BOCCTAHOBJIEHUIO MOJIMOAEHA U JIMHEHHO
3aBUCUT OT KOHIEHTPAIMU MOJIMOIeHA B BOJIHBIX pacTBopax. CUrHaia MoymobieHa
PETUCTPUPYIOT U OLICHUBAIOT METOJIOM 100ABOK ATTECTOBAHHBIX PACTBOPOB OTHOCUTEIIHLHO
HACBILIEHHOTO XJIOpuacepeOpssHOTo a1ekTpoaa. [IpeaiaraeMpiit METO/ MMO3BOJISIET CHUBUTH
HWKHIOIO TPaHUIly OIpeesseMbIX COAEPKaHUI MOJIMO/IeHA Ha 2-3 OpsIKa.

Ocy1iecTBiIeHHE U300 PETEHUS

Cnioco6 onpeneneHuss MOIMOIeHA 3aKII0UAETCs B CIEAYIOMIEM. B IBYX3IeKTpOIHYIO
NEKTPOXUMHUUECKYIO STUEHKY CO CTEKJIOYTIIEPOIHBIM 3JIEKTPOAOM U XJIOPUIACEPEOPSIHBIM
3JIEKTPOA0M cpaBHEHMs (B HAchIeHHOM KCl, coeAMHEHHBIM C STYeHKOMN 3JIEKTPOJIMTUUECKUM
K1ro4oM, 3anoinHeHHbIM KNO3) emkocThio 10 M1, TOMEIIAIOT 5 MJI YHUBEPCAIIBHOTO
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oydepHoro pactBopa (pH2,0), B coctaB koToporo Bxoasat 0,04M pacTtBop ¢dochopHoH,
ykcycHoM u 6opHot kuciot u 0,2M NaOH, ot 06beMa KOTOPOrO B CMECU 3aBUCUT PEAKIIUS
cpenbl. DOHOBBIN ATEKTPOJIUT AHAIMTUIECKUX CUTHAIOB He aeT (Puc. 1, kpusas 1). B sueiiky

JoTONHATeNbHO BHOCST 0,02 M1 1-107% M JUATUIIIMTUOKapOaMUHATA HATPHUSI, YTO

COOTBETCTBYET KOHIEHTPALMU AUITHIIIMTHOKapOaMUHATA HATPHUS B pACTBOPE 1-107"M. I1pu
OTCYTCTBUU JUATUIAUTHOKApOAMUHATA HATPUS TOK MUKA MOJIMOAEHA HE PErUCTPUPYETCSI.

(Puc.1, xpuBas 2). [Ipu KOHIEHTpaIUIX AMITUIIIUTHOKapOaMUHATa HATPUS OOJIbIIIe 10'M
TOK MUKA MOJIMOAeHA 3HAUUTEIIbHO MEHbIIIE, UTO OOBICHSIETCS peakiuet oopa3oBaHUs
KOMIIJIEKCHOTO MaJIOPACTBOPUMOTO COEIMHEHUSI MOJIMOIeHA C MUATUIIANTUOKapOaMHUHATOM
HaTpus, IpoTeKaled B o0beMe pactBopa. [IpoTekanue peakuyy HaOIIOAAIOT B
INEKTPOXUMHUUECKON sueiike MpU KOHUEHTPALUAX TUITUIIMTUOKapOaMUHaTa HATpus OoJiee

10'M (IOSIBJIEHUE OCAJIKA OPAHKEBOTO LBETA). Jlasee B TeueHue 3 MUH yAAJISIOT U3 paCTBOPA
KHUCIIOPOJI, MPOIYyCKas Yepe3 pacTBOP razoo0pa3ublii a30T. JJjisi MpoBEPKU YUCTOTHI oHA
MPOBOJIST 3JIEKTPOXUMHUUECKOE KOHIEHTPUPOBAHME HA CTEKIIOYTIIEPOIHOM 3IIEKTPOJIE TIPU
noreHupane +0,4 B, 3aTeM OTKIIOUAIOT TOK a30Ta U PETUCTPUPYIOT BOJIbTAMIIEPOTPAMMY
MIpY JIMHEWHOM pa3BepTKe noTeHuuana. Ha BonbTammneporpaMme mosiBiIsieTCsl UK MPU
norenuuae -0,5 B (Puc.1, kpusas 3).

3aTeM B yHUBEpCaATbHBIN OyhepHbIli paCTBOP BBOAST MPOOY, COJAEPKAIILYIO MOJTUOACH I

MoienbHbIN pacTBop (0.02 MJI CTAaHAAPTHOTO paCTBOPA MOJIMO/IEHA OT 1-10° M 10 1102 M,

IIPU 3TOM KOHIIGHTpals MOJIMOIeHA B STYEMKE COCTABJISET OT 4108 M oo 4107 M) u
nepememiBaroT B TeueHuM 10-30 c. Ha crexitoyriiepoaHblii 3JIEKTPO MOIA0T MOTEHIHAAT
anekTpoiusa +0,4 B, Tak Kak py 3TOM MTOTEHIMAJIE PETUCTPUPYETCS MAKCUMAJIbHOE 3HAUECHUE
Toka nuka. [Tpu norennuasie Mensbiie u 6onbine +0,4 B, BemMunHa TOKa MUKa CHUXKAETCS.
ITpu norenuuanax toka ot +0,1 7o +0,2 B u ot +0,8 10 +0,9 B curuan yMmeHbIIaeTcs u
yxyamaercs hopMa KPUBBIX 3JIEKTPOBOCCTAHOBJIEHUS MoJOAeHA. [1pu moTeHIManax Hauana
pa3BepTku 10 +0,1 B u BeIme +1,0 B curnan MoubieHa MpakTUUEeCKH HE BBIPAKEH.

B teuenue 180 ¢ mpoBOJSIT 31EKTPOKOHUEHTPUPOBAHUE ONPEALIIIEMOTO BEIIECTBA HA
CTEKJIOYIJIEPOAHOM 3JIEKTPO/IE, PETUCTPUPYIOT TOK MUKA ITpu noTeHuuasie -0,20 B u ckopoctu
pa3BepTku noteHumaia 100 mB/c (Puc.1, kpusbie 4, 5), TMHEHHO 3aBUCSIIMM OT KOHIEHTPALUX
MoymbieHa B BOAHBIX pacTBopax (Puc.2, Ta6mn.1). ComepxaHue MOIUOAEHA OLIEHUBAIOT
METO/IOM CTaHJIAPTHBIX 100aBOK. HuxHsIsI rpaHuIa onpeiesseMbIX KOHIIEHTpalMii MOJIMO1eHa

B IPUCYTCTBUU IUITWIIUTUOKAPOAMUHATA HATPUS 4-10°%M (5,=0,05).

Crioco0 ornpesieeHus MOJIMO IeHA MTO3BOJISCT CHU3UTD HUKHIOIO TPAHUILY OITPeIeIIsIeMbIX
coZiepKaHUi Ha 2-3 MOPSIKA U UCTIOJIb30BATh IKOJIOTUYECKH YUCTBIM, JIEIIEBbIN 3JIEKTPO/I,
He TpeOYIOIIHIA CIIeMaIbHOTO TTOMEIIICHMS.

dopmyia uzobpereHus
Cnoco0 ompeeneHust MOJIMOIeHA KaTOJHOM BOJIbTAMIIEPOMETPUEH, BKIIIOUYAIOIINMI B ce0s1
OTIpeeTICHUE KOMIUIEKCHOT'O COSTMHEHUSI MOJIMO IeHA C IMATUIIIMTHOKapOAMUHATOM KaTOTHON
BOJIbTAMIIEPOMETPHEH, OTIIMUAIOIITUICS TeM, YTO B YHUBEPCATbHBIN Oy(hepHBIN pacTBOP

BHOCAT 0,02 M 1-10* M JMATUIAUTHOKapOaMHHATA HATPHS, BBOJIT IIPOOY, COIEPKAIIYIO

o1 410 M 10 4-10° M MoJbIeHa, IepeMeluBaloT pacTBop B TeueHue 10-30 c, moaaroT
noreHuyan anexkTposusza +0,4 B B Teuenue 180 ¢ Ha CTEKIOYIIEPOIHBIN AIEKTPOI U
PErUCTPUPYIOT TOK ITUKA MOJIMOIEHA IPU CKOPOCTH pa3BepTKku noteHuana 100 mB/c.
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b2 0.60 €8

BonbsTramiepHas KpUBas 3J€KTPOBOCCTAHOBJIEHHs MOJMOieHa. DOH —
yHuBepcanbHbl# 6ydepHbiii pacTBop ¢ pH=2; Ejaqpus=+0.4B; t = 180c¢; v =100
MB/c. 1 — ¢on; 2 — por + Cyo=4- 10°M; 3 — ¢boH + CMK=4-10'7M; 4 — Cpo=4-10
M + Crpx=4'10"M; 5 — Cpo=8-10"M + Cy=4-10"M

Puc. 1

¥=8,17430,0x
r=0,9884
100 4

90
80’

20
I, mgé
50-

40 )
30
20 2
101
ol

1
Cyo*10-7, Molsin

BenMuyrHA TOKA MMMKa IPH pa3NU4YHON KOHLIEHTPAIMH

monuGnena. PoH —yHuBepcanbHbIi OydepHsiit pacTBop pH=2; E,aq pass= +0.4B;

v =100 mB/c; t =180c.
Puc. 2
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Tabmuna - Pesynbrartel onpenenenus mMoiaubaeHa (VI) MeTogoM CTaHOApTHBIX

J106aBoOK
Beenennas no6aBka Haiigeno S,
Cmo' 10, M Cmo 10", M
0,4 0,40+0,05 0,05
0,8 0,84+0,02 0,03
1,2 1,19+0,02 0,01
1,6 1,64+0,01 0,01
2,0 1,88+0,06 0,03
2,4 2,44+0,04 0,02
2,8 2,81+0,02 0,01
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