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(54) BesomacHBIIt BOIbTaMITIepOMETPHYECKUH cIIocob onpeaeneHus Bucmyta (IIT)

(57) Pedepar:

M3006peTeHre OTHOCUTCS K aHATTUTHYECKOM XUMHUN
9JIEMEHTOB, @& WMEHHO K METOJaM OIpeaAeIeHUs
BucmyTta (III) U MOXeT OBITh UCIOIL30BAHO IS
CAHUTAPHO-3MUIEMUOTIOTUYECKOTO KOHTpPOJIS
IIUTBEBBIX BOJ, BOIHBIX OOBEKTOB, a TaKKe
AHAJIMTUYECKOM KOHTPOJIE BUCMYTA B CTOYHBIX BOJAX
pa3JIMUHBIX XUMMWYECKUX MPOU3ZBOJCTB U BOJI
XO3MCTBEHHO-OBITOBOTO HaszHadeHHs. CyIIHOCTH
M300peTeHUsT 3aKIoYaeTcs B TOM, 4YTO K
MOJKUCIIEHHOMY  aHAJU3UPyeMOMY  PacTBOPY
JIOOABJISIITH IIEIOUYHOM PACTBOP HATPUSI, 3aKPBIBAIH
MPOOKOU, BCTPSXUBAJIU U OCTABJISIIA HA 5 MUHYT IS
BOCCTAHOBJICHMs BCeX (OPM BHUCMYyTa JIO THAPUAA
Bucmyta BiH;. Merogom ancopOmum  ruapun
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BHUCMYTa HaKaIUIMBAJIM Ha paboyeM 3JIeKTPOE M3
AHAJIM3UPYEMOTO pacTBOpPa (POHOBBIN ITEKTPOIIUT
W TOArOTOBJEHHAs Tmpoba) TMpu  3aJaHHBIX
MpOrpaMMHO  BeTMUMHAX MoTeHimmana. [locrie
9JIEKTPOJIN3a Pa3BOPAUUBAIIU [IOTEHIIUA B AHOTHOM
HAIPABJICHUU B PEXUME CTYINEHYATON Pa3BEPTKH.
Curnan 3JIEKTPOXUMHUYECKOTO OKHCIIEHUS
PETMCTPUPOBAIM B BHUJE BOJHTAMIIEPOTPAMM U
METOJOM TPaaydupOBOYHOr0 IpaduKa IPOBOIUIN
pacueT conepaHus BACMYTa B pobe. M300peTenue
obecrieunBaeT 0Oe30MACHBIA CHOCOO, B KOTOPOM

npenen oOHapyxeHust BucmyTta 0,02 MI(F/CMB, a
HWHTEPBAJ OIIPEAEIIIEMBIX COAEPKAHUN HAXOAUTCS B

npenenax 0,02-0,5 MKr/eM>. 2 WiL., 1 Tabn.
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(54) SAFE VOLTAMMETRIC METHOD OF DETERMINING BISMUTH (III)

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to analytical
chemistry of elements, specifically methods of
determining bismuth (III) and can be used for sanitary-
epidemiological monitoring of drinking water, water
bodies, as well as analytical control of bismuth in waste
water of various chemical industries and household
water. Substance of the invention consists in the fact
that an acidified analyzed solution is added with an
alkaline solution of sodium, covered with a plug, shake
and left for 5 minutes to restore all forms of bismuth to
BiH; bismuth hydride. Adsorption method of bismuth

hydride is accumulated on working electrode from

Crp.: 2

analyzed solution (background electrolyte and prepared
sample) at programmed values of potential. Electrolysis
is followed by turning potential in anode direction in
stepwise scanning mode. Signal of electrochemical
oxidation is recorded in the form of voltamperograms
and bismuth content in the sample is calculated using
a calibration curve.

EFFECT: invention provides a safe method in which

the limit of detection of bismuth 0_02 mcg/cm3, and
the range of determined contents is within range of
0,02-0,5 meg/cm?>.
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N300peTeHre OTHOCUTCS K aHAJTUTUUECKOM XUMHHU DJIEMEHTOB, 2 UMEHHO K METO/1aM
onpeneneHus sucmyta (I1I) 1 MoxeT ObITh UCMIOJIB30BAH [IJISI CAHUTAPHO-
SMUIEMHUOTIOTUYECKOTO KOHTPOJISI TUTHEBBIX BOJI, BOAHBIX OOBEKTOB, & TAK)KE AHATIUTUIECKOTO
KOHTPOJISI BACMYTA B CTOYHBIX BOJAX PA3JIMYHBIX XUMUYECKUX ITIPOU3BOJICTB U BOJ
XO3SIMCTBEHHO-OBITOBOT'O Ha3HAUYCHUSI.

Meron-ananor

B ocHOBY MeTO/1a MTHBEPCUOHHOW BOJIBTAMIIEPOMETPUM OIPEAECIIEHUS MACCOBOM
KOHIIEHTpAIUK BUCMYTa B MUThEeBOM BOJIe (AHaIM3aTop BobTamiepoMmerpudeckuii TA-Lab)
nonoxxeH MexrocynapcrBeHHbll cranaapT 'OCT 31866-2012 «Boxa nurbeBas. OnpeneneHue
COAEPkKAHUS JIIEMEHTOB METOJIOM UHBEPCHUOHHOM BOJIbTAMIIEPOMETpUM». JlaTa BBEeIeHNS
2014-01-01.-24 c. B kauectBe cpencra usmepenuii pupmoit OO0 «HIIIT «Tombanamut» (T.
Towmck) pekoMeH10BaH «AHanu3aTop BoibTaMrepoMerpuueckuii TA-Lab», Bo Bcex
IIPEACTABIICHHBIX SKCIIEPUMEHTAX IIPUMEHSIOT JAHHBIA AHAIM3ATOP.

ITporoTun ocHoBan Ha cBoicTBe BucMyTa (I1I) 2JIeKTPOXUMHUUECKU UITU TTyTEM aJCOPOLUU
HaKariMBaThCs HA paboueM 3JIEKTPO/Ie U3 AHATU3UPYEMOT0 pacTBOPa ((DOHOBBIN AIEKTPOJIUT
Y IOJArOTOBJIEHHAS 1TP00a), a 3aTeM JIEKTPOXUMUUYECKU OKUCISATHCS C JIEKTPOAA MPU
notenuuane +0,05 B. [Ipouecc HakoIIeHUs 3JIEMEHTOB HA MHIMKATOPHOM 3JIEKTPOIE
MPOBOAAT IPHU 3a/ITaHHBIX 3HAaUCHMX ToTeHMasa (-1,0 B) u BpeMeHu aekTpomsa.
DJEKTPOOKUCIICHUE OTIPEEIISIEMbIX 3JIEMEHTOB C MIOBEPXHOCTH JIEKTPOAa MPOBOJIST B
MOCTOSITHHO-TOKOBOM PEXHMME Pa3BEPTKHU 3aJaHHBIX MapaMeTpax. B paboTe UCroab3yoT
aMaJIbIaMHBIA MHJIUKATOPHBIN 3JIEKTPO (AHAJIOT PTYTHO-IUIEHOYHOI'O 3JIEKTPOAA) B ITape
C XJIOpUI-CEPEOPSTHBIM 3JIEKTPOJOM CPABHEHMUSI.

[Tpenen obHapyXeHUsI BUCMYTa C JOBEPUTEIIHLHOMN BeposiTHOCTHIO P=0,95 cocraBmser

0,0001 mr/am’ npu oobeme mpoosl 10,0 oM°, IMarnasoH u3MepeHui 6e3 pazdaBiieHUs] TPOOBI

cocrasisget 0,0001 - 0,2 MF/JIM3.
ITpu nposenenun ananmuza coritacHo 'OCT 31866-2012 «Bona nuteeBas. Onpenenenue
COAEPkKAHUS FIIEMEHTOB METOJIOM UHBEPCUOHHOM BOJIbTAMIIEPOMETPUM» (pa3aein 7) B

KBAPLEBBIN CTAKAHUMK, IPOBEPEHHBINM HA YUCTOTY, MEPHOM TUNIETKOM BHOCAT 10,0 oM’ MpoOkI
a”Ham3upyeMoi BoAbL. [loMelmaroT crakaHuMK Ha 3JEKTPOIUIMTKY U YIIAPUBAIOT 10 BIAXKHOTO
ocaJiKa, MocTeneHHo moBblias temnepatypy oT 180°C mo 200°C, He qoryckas
pa30pBI3TMBaHMS.

Ho6asmnsor 0,1-0,3 oM’ KOHLEHTPUPOBAHHOM CEPHOM KUCIIOTHI M YIIAPUBAIOT HA INIUTKE
nipu Temneparype 280°C 1o npexpaiieHus BblIeJIeHUs OeIbIX MapoB. 3aTeM MTOMEeIIA0T
CTaKaHUYUK C 0caakoM B MyderbHy!o rmeub 1pu 450°C - 500°C.ITpokaauBaroT mpoOy B TCUCHHE

10-15 muH. OxyaxxaaroT 10 KOMHAaTHOW TeMnepaTtypbl. Ocagok pactBopstot B 10,0 oM’
(OHOBOTO TEKTPOIHTA.

Hepocratku npoToTuna - UCIIOJIb30BAHUE KOHLIEHTPUPOBAHHON CEPHOM KUCIOTBHI,
yHnapuBaHUE U MIPOKAJIMBAHUE MIPU BBICOKUX TEMIIEpaTypax.

B 3asBnenHom crnocobe

- HE UCIIOJIb3YETCS KOHUEHTPUPOBAHHAS CEPHAS KUCIIOTA;

- He TpebyeTcs HarpeBaHUe aHAIM3UPYEMOU TPOOHI;

- ACKJIIOYAIOTCS CTA/IMU BhIIIAPUBAHUS U POKAJIMBAHMUSI, UTO IPUBOJIUT K MTOBBIIIIEHUIO
SKCIPECCHOCTHU Crloco0a 1 obecrneueHno 0€30MacCHOCTH MOATOTOBKY 00pa3ia K aHAIU3Y;

- B HECKOJIBKO pa3 YMEHBIIAETCS BpeMsi TPOOOIOArOTOBKH;

- 3(bpeKTUBHOCTH U3BJICUCHUS dJIEMEHTA 00ECIIEYMBACTCS MPEIBAPUTEIIHHBIM
BOCCTaHOBJIeHUEM BceX (popM BucmyTa (I11) B MOAKUCIIEHHOM aHAIM3UPYEMOM pacTBope, 3%-
HBIM HIEJTOYHBIM pacTBOPOM (1% NaOH) B ruapua Bucmyta (111);
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- UCTIOJIb3YETCs 3KOJIOTMUYECKHU Oe30IaCHBIN rpadUTOBBIN 31EKTPOA ¢ OOJIBIINM, YEM Y
aHajora AMana3oHoM pabdo4MX MOTEHLUMAIIOB.

CyIHOCTh U300pETEeHMUS:

be3omnacHelit BojibTaMIepoMeTpUUecKuii criocod onpenenenus Bucmyta (111),

3aKJTFOUAIOIIUICS B TOM, YTO K aHATTM3UPYEMOMY PaCTBOPY 00BEMOM 5-7 oM’ MOJAKUCIIEHHOMY

2 em® HCI (C(HC1=0,1 monb/m)) nobasmusm 0,2 cM® 3%-HbIi IIETOYHO pactBop (1% NaOH)
OGoprupuaa HaTpUsl, 3aKPbIBAIM MPOOKOH, BCTPSXUBAIM U OCTABIISUIM HA 5 MUHYT JIJIs
BOCCTaHOBJIEHUS Bcex (hopMm BucmyTa 1o ruapuna sucmyta (III) (BiHz). O6mmuit 06pem

AHAJIM3UPYEMOTO pacTBOpa He npesbimai 10,0 em’. B npotecce TpoOONOArOTOBKU U30BITOK
ATOMAapHOTO BOJIOPO/IA YIETYUUBAIICS. 3aTeM IEPEHOCUIIU TTOJTYYEHHYIO TPOOY B KBApLEBbIN
crakaH4MK aHaju3zaTopa TA-2 (r. ToMck), 3apaHee TPOBEPEHHbIN Ha YUCTOTY, U TOTPYKaIIU
pabouuit (rpaduTOBBIN) YIIIEPO, XJIOPUICEPEOPSHBIN 3JIEKTPO CPABHEHUS U
BCIIOMOTATEIbHBIN TPOBOJIOYHBIN 3JIEKTPO/I U3 TUNIATUHBI. MeTOo0M acopOIuy TUIPUT
BHCMYTa HaKaIlJIMBAJIM Ha pabodeM 3JIEKTPOJIe U3 aHAJIM3UPYyEeMOTro pacTBopa ((hOHOBBIM
3JIEKTPOJIUT U TOATOTOBJIEHHAS TP0o0a) MPU 3aIaHHBIX MPOTPAMMHO BEJTMYMHAX ITOTEHIMAIA
(-0,6 B) u Bpemenu HakoruieHus: 30 cek. [locie anekTponusa pa3BopaurBaiv NOTECHIUAT B
aHOAHOM HarpaBiieHuH oT -0,6 1o +0,6 B B pexxrMe cTyleH4uaTon pa3BEPTKU CO CKOPOCTHIO

40-60 mB/cex (dur. 1). Curaan sJeKTpOXUMHUIECKOTo okucieHust BiH; mo Bi’, B 0o61actn

norenyana -0,4 B, peructpupoBanu B BUJI€ BOJIbTAMIIEPOrpAMM. 3aTEM METOAOM
rpagyMpOBOYHOTO Irpaduka MPOBOAUIM pACUET COJIEPIKaHUsI BUCMYTA B Ipooe. J1st moyyenus
BOCITPOM3BOIUMBIX PE3yIbTATOB HEOOXOIMMO, YTOOBI TJIOIIA/Ib AKTUBHON TOBEPXHOCTH
3JIeKTPO/1a OblIa MOCTOSIHHA U BOCIIPOU3BOAUMMO OOHOBIISIACH B KAXKIOM CEPUM OTIBITOB.
JI7151 TOATOTOBKY TOBEPXHOCTH pabOoyvero 3JIeKTPO/ia UCIIOIb30BAId MEXaHUUECKOe
MOJIMPOBaHUE (PUIHTPOBAIIBHON OyMarom 0 MOSBICHUS YEPHOTO Clie/Ia C MOCIIEAYIOMIEH
00pabOTKOM aTOMapHBIM BOJOPOIOM (TOTrpykaiau B cMechk 0,01 MoIb/11 pacTBOpa

XJIOPOBOJIOPOIHOM KUCIOTHI 1 0,1 o’ pacTBopa OOpPruapuIa HATPUS) U IPOMBIBAJIM HATPETON
110 80-90°C mUCTUIIMPOBAHHOM BOAON B Te€UEHUH 2-3 MUHYT, C IIeJIbIO yIaJIeHUs U30bITKA
ATOMAapHOTO BOJIOPO/Ia C TOBEPXHOCTH IPpapUTOBOTO AJIEKTPO/IA.

[TocTpoenue rpaayupoBoYHOTO rpaduka.

Pa6ouwnit pactBop BucmyTa (I1I) roToBMIM U3 aTTecTOBaHHBIX pacTBOpoB ['CO 7477-98

BucmyTa (III) 1,0 MI/CM- B KOJIO€ BMECTUMOCTBIO 100 oMb, J11s mocenoBaTeIbHOTO
pa30aBiieHUs TPAlyMPOBAHHON MUIIETKONH BMECTUMOCTbIO 10 oM OTOUpAIM AJTUKBOTY (110

Cgi=45 Mkr/ CM3) Y TIEPEHOCUJIM B MEPHYIO KOJIOY BMeCcTUMOCTBIO 100 oM’ , pa30aBIIsIU 10

Metku pactBopoM HCI (C(HCI=0,1 mons/n)). TiaTteabHO IepeMeBaIi MOoIyYeHHBIN
pactBop. Takum 06pazoM, MoJTyyaaIu OCHOBHOM IpalyMpOBOUHBII pacTBOP, KOTOPBIN XPAHWUIN
B CKJISTHKE C IpUTEPTOM nMpobOKoi. Y13 maHHOTO rpalyupOBOYHOTO PACTBOPA B JIEHb
BBITTOJTHEHUS UCCIIeI0BAHUS MUKpo103aTopoM F10 oTOupanu pasHbie aTMKBOTHI pacTBOpa

BUCMYTAa B I'PayMPOBAHHBIE IPOOUPKH C KPBIIIIKAMU BMECTUMOCTHIO 10 e, o6asisum 0,2

oM 3%-HOTO LWIETOUHOTO pactBopa (1% NaOH) Oopruapuna HaTpusi, 3aKpbIBaIv IPOOKOH,
BCTPSIXMBAJIM U OCTABJISUIA HA 5 MUHYT, 3aT€M PETUCTPUPOBAIIA BOJIbTAMIICPOTPAMMBI TSI
KaXX70ro pactBopa (¢ur. 2) u cTponsiv rpaduk 3aBUCUMOCTH TTpeAeIbHOTO AU(GHY3UOHHOTO

toka (I, HA) ot koHueHTpanuu Bucmyta (III) B pactBope (C, MKF/CM3) (Tabmn.1, dur. 2).
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Tabnuna 1
3Havenus npenenbHoro aAuddysuonHoro toka (I, HA) u koHuenTpauuu BucmyTa (I111) B

pactBope (C, MKr/cM’) TSl TOCTPOEHHS IPpaXyHpPOBOYHOrO rpaduka

Konuentpauus 3HayeHue
BucmyTa (III), IpeaeIbHOTO
MKr/cM? 1u¢dy3noHHOTO TOKA,
HA
0,45 0,4
0,90 0,7
1,35 1,5
1,80 2,2
2,25 2,9

151 pa3pabOTKX METOIMKHY TIPOBENIEH BEIOOP CKOPOCTH pa3BEPTKH OT 3HAUCHUS
npeaenpHOro muddy3nonHoro toka (¢wur. 1). [TomydeHHBbIE pe3yIbTaThl CBUIETEILCTBYIOT
O MPSIMOTIPOTIOPIMOHAIBHOM 3aBUCUMOCTH TOKA OT CKOPOCTH Pa3BEPTKH, YTO XOPOIIIO
COIJIACYETCS C TEOPETUYECKUMU JAHHBIMU O OOPATUMO IOJISIPU3YEMBIX 3JIEKTPOJIAX B YCIIOBUSX
MOTEHIMOAMHAMUYIECKUX MTEpeHaNpsDKeHn. Takas 3aBUCUMOCTD CBUIETENIBCTBYET O XOPOIIIEH
BOCITPOM3BOAMMOCTH U TTPABUIILHOCTH 3asIBIIEHHOTO criocoba «be3omnacHsblit
BOJIbTAMIIEPOMETPUYECKHI CITOCOO OTpeienieHrs: BUCMyTa». CoriaacHo pe3ynbTaToB ¢ur. 1,
MaKCUMaJIbHBIN aHaIMTH4YecKui curHai (I, HA) MOKHO TIOJIyYUTh B Ipe/ieiiaX CKOPOCTH
pa3Beptku oT 40 1o 60 MB/c.

Br160p ycioBuit ”HBEPCUOHHBIX OTIPE/IEIICHHUI MTpeyCMaTPUBAET OTIPEIeIICHUE TTpeeria

00Hapy>XEeHUs] BUCMYTa 3asIBJICHHBIM CIIOCOOOM, 3HaYeHUE KOTOporo pasuo 0,02 MKF/CM3, a

MHTEPBAJI ONIPENENIIEMBIX COJIEPKAHUN HaxoauTcs B ripeaenax 0,02-0,5 MKT/CM-.

(57) ®opmyna uzoopeTeHus
Bonsramnepomerpuueckuii criocod onpenenenus BucmyTta (I11) B pacTBope, oTiMyaromuiics

TEM, UTO K aHAJIUBUPYEMOMY PACTBOPY, TOAKUCIEHHOMY 2 o’ PacTBOPOM XJIOPOBOIOPOAHOM

kucioTsl 0,1 MOJIB/1, 00LIMM 00BEMOM 5-7 CM3, no6asisor 0,2 eM° 3%-HOTO MIeJIOYHOI'O
pactBopa (1% NaOH) 6opruapuaa HaTpus, 3aKPhIBAIOT MIPOOKOM, BCTPSXUBAIOT U OCTABIISIOT
Ha 5 MUHYT 0 oO6pa3oBaHus ruapuaa Bucmyta (I1I); monyyeHHyro npoOy MepeHocsT B
KBapLEBbIM CTAKAHUMK aHAIIM3ATOPA, MOTPYKAIOT 3JEKTPOAbL: padbounii (rpaduToOBbIN),
XJIOpUACEPEOPSHBIN CPABHEHUS U BCIOMOTATEIbHBIN IPOBOJIOUHBIN U3 TIATUHBI; METOJIOM
agcopbuuu ruapua BucmyTa (1) HakammMBaroT Ha pabodeM (rpadUTOBOM) 3JIEKTPOIE ITPU
MPOrpaMMHO 3aJaHHBIX BeIMuMHax roreHuyana (-0,6 B) u Bpemenu HakoruieHus 30 cek;
3aTEM pa3BOPAUYMBAIOT MOTEHLIMAJ B aHOJJTHOM HampasiieHuu oT -0,6 1o +0,6 B B pexxume
CTYIIEHYaTOMN pa3BepTKU co cKOpocThio 40-60 MB/cek, perucTpupytoT BoJIbTaMIEPOrpaMmmy
B oOnacTtu moteHnuana -0,4 B u MeToioM rpagyupoBOYHOTO TpadrKa MPOBOIAT PACUET
conepxanus Bucmyta (III) B mpooe.
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r=-0,9832
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®ur.1 3aBucumocTs mpegensHoro auddysHoHHOro Toka (I, HA) OT CKOPOCTH pa3BEpPTKH.

y=-0,410+1,44x
r=0,9922
3 N
2 p
1 .
-]
®
i
0
1 2
C, Mxr/em?®

®ur.2 3aBucuMocThb npenensHoro mupdysuonHoro Toka (I, HA) ot koHuenTpanum BucMyTa (1)

B pactBope (C, MKr/cM?)
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