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TOCYARAAPCTBEHHBH®W CTAHAJAAPT COHW3A CCP

OEPPOHUOBMHA FOCT
Metop onpepenenus COACPIKAHMA BHCMYTA 15933-13_70

Ferroniobium Method for the determination
of bismuth content

TNMocranosnenuem Komurera CTIHAAPTOB, Mep M U3IMEPUTENnbHbIX NpMEOpOB npwu
Cosere Muuuctpor CCCP ot §/V 1970 r. Ne 616 cpox poefeHua YycraHOBR2H

c 4/Vil 1974 r.

HecoGniopenue Cravpapra npecRefyercs no 3aKoHy

Hacroamuii craszapr pacnpocrpansercs Ha (eppoHHOOHH u yc-
TAHABAUBAET (OTOKOJIOPUVETPHUECKHH METOA OnNpeiesienHs comep-
XKaHUA BHCMYTA (NpH comepkaHuu BHcmyTta ot 0,002 10 0,10%).

Meroa ocHOBaH Ha 06GpPa3OBAHUU KEJITOTO KOMIJIEKCHOTO COeJH-
HEHHsT BHCMYTA ¢ HOTHCTBIM Kasnuev. OT OCHOBHEIX 3J€MEHTOB BHC-
MYT OTHEJSIOT €IKHM HaTpPOM B IPHCYTCTBHH INEePEKHCH BOLOPOJA.
Jsis BOCCTAHOBJIEHHSI JKejie3a NPUMEHSIOT CyAb(PUT HATPHS.

[Tpumenense meToga mnpeiycvarpHBaeTcss B CraHAaprax M TexXHH-
YeCKHX YCJOBHfX, YCTAHABJUBAIOUIMX TEXHHUECKHe TpeGOBaHHS HA

deppounnobuti.
1. OBLYME TPEBOBAHMS
1.1. O6mue TpeGoBanua K MeToay aHaiausa — no ['OCT
15933.0—70.

2. ANNMAPATYPA, PEAKTMEbBI U PACTBOPDI

(DOTOSJIeKTPOKOJIOPI/IMeTp.

Kucnora ¢ropucroBonoposnas (miaaBuxoBas xucaora) no I'OCT
10484—63.

Kucnora asornas no 'OCT 4461—67 u pasGasaennas 1: 1.

Kucrnora cepras no FOCT 4204—66 u pasbasnennas [:1, 1:4
ul 9

Bonopoxa nepexucy (neprupponas) nmo FOCT 10929-—64.

Harpust ruapar okucu (Hatp exku#i) mo I'OCT 4328—66, 50 u
1% -HbI pacTBOp.

M3panue otmumansHot Mepeneuarka socnpeuiaxa
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Crp. 2 FTOCT 15933.13—70

Kucnora consnas no 'OCT 3118—67 u pasbasnennas 1: 1.

Kanuit floqucreit no 'OCT 4232—65, 10%-ub1ii pactBop.

Harpuit ceprucTokucabifl (cyabdur HATPUA) KDPHCTANIHUECKHH
no I'OCT 429—66, 10% -#biit pacTsop.

CraHzapTHble pacTBOPHl BHCMYTA,

Pacteop A; rorosar caenyromum o6pasom: 0,1 e uncroro Bucmyra
pacrBopsitor B 10 ma pasbaBiaeHHo#i 1:1 a30THOH KHCJAOTH B KOHH-
yeckolt KosnbGe BmectuMocTbio 100 ma. Ilocie pacTBOpPeHHSI NpPHJIH-
Balor 10 ma pa3baBiaeHHoil 1:1 cepHOM KHC/IOTEI M BBIIAPHBAIOT
pacTBop A0 BBHIAEJNeHHS NapoB CepPHOH KHCJIOTh.. 3aTeM DacTBOp OX-
JaXAaloT, NPHJIMBAIOT 5 MA BOABL 4 NOBTODPSIOT BBHINIADHBAaHHE 10
NOsIBJIEHHST NIapOB CepPHOH KHCJOTH, [OCJe 4ero CHOBA OXJaxKJAaloT,
npunuBaotT 100 ma pas6asiennoil 1:9 cepHOA KHCJOTH, HepesHBa-
IOT pPacTBOp B MepHYIO KOAOy BMeCTHMOCTbIO | 4, J0JHMBAIOT 10O
MeTKH pa36aBieHHON 1:9 cepHONl KHCJOTOH M TINATEJNLHO NepeMme-
IIHBAIOT.

1 ma pactBopa A comepxkur 0,1 me BucMyTA.

PacrBop bB; rorossit mecsitHkpaTHEIM pasbaBieHHeM pactBopa A
pasbaBaenHoit 1:9 cepHo#l KUCIOTOR.

1 ma pacrBopa B comepxur 0,01 e BucMyTa.

Yamxka nnaturosas Ne 5 no FOCT 6363—58.

3. MPOBEREHME AHANTU3A

Hapecky ¢epposuobus 0,5 2 momeiraioT B NJIaTHHOBYIO YamiKy,
CMayuBalOT BONOH, HDUJIMBAOT 5—7 MA (PTOPHUCTOBOLOPOJHOH KHC-
JOTHl M OCTOPOXKHO N0 KalJsfM NPHIMBAIOT KOHIEHTPMPOBAHHYIO
a30THYIO KHCJOTY A0 NOJHOrO pacTBOpeHHs Npobbl, usberasg GypHOro
BCMEHUBAHUA H M3OBITKA KUCJAOTHL. 3areM NpuauBaor 15 Ma KoHueH-
TPHPOBAHHOH CepHOM KHCJIOTHL M BHINADHBAIOT PacTBOP X0 Hauaja
BbIJeJEeHHs] HapoB cepHOH KucioThl. Iloce oxnaxpeHus copepxHuMoe
4allK¥ CJAHBAlOT B CTakaH BMectuMocTbio 150—200 ma, TmareabHo
OGMBIBAIOT YallKy BOROH u npuausaior 3—5 ma 309%-Horo pacrsopa
IepekHcH Boxopona. B npos3pauHwbilf pacTBOpP INpPH NepeMeIIUBAHHH
npuausawoT 50%-Hbfi pacTBOp eIKOro Harpa 10 00pa30oBaHMs 0CalTKa
u B u3bLITOK 15—20 M4, mocne yero pacTBOp KHUIOATAT 3—5 Muu 4
naiT orcrostbea. DPHABTPYIOT ocamok Ha OuabTp «besas JeHTa» U
npoMbIBaioT 5—6 pas ropauuM 1%-HEIM pacTBOpOM €AKOrO Harpa.
Ilpu sToM GoJabluasi 4yacTb HHOGHS, OJ0BA, CYypbMbl H YAaCTHYHO CBHU-
nen nepexogAT B PAaCTBOP, a BHCMYT H JKE€JIe30 OCTAIOTCH B OCAJKe.
Ocanck Ha duabTpe pacTBOpSIOT ropsiver pasGasiaenHoi 1:1 cous-
HOHM KHCJOTOH, co6upas pacrBOp B TOT XKe CTakaH, B KOTODOM [ipo-
M3BOJHJIOCH OCakgeHHe  eNKUM HarpoM. DuibTp NPOMBEIBAIOT
8—10 pas ropsueir sBogoli. K pacreopy npunusawt 5—7 ma 30%-Ho-
[0 pacTBopa NepPeKHCH BOAOPOIAa M BTODHUYHO NPOU3BOIAT OCaxKIe-
HHe €JKHM HAaTpoM. 3areV pacTBOp KHNATAT 3—5 MUH, JAlOT OTCTO-
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rOCT 15933.13—70 Crp. 3

ATbCS, MOCJe Yero OCafoK OTOHIAbTPOBLiBAIOT HAa GuAbLTP «Benas
JIeHTa» H NPOMbIBalOT 6—8 pas ropsiunM 1%-HBIM PacTBOPOM eIKOra
nHarpa. CHOBa pacTBOPAIOT 0Cafok Ha ¢uIbTpe ropsyed, pasbasieH-
ot 1:1 consiHofi KucJOTOH, npomsbiBaior PHAbTp 6—8 pas ropsiveit
BOJOH M BbIMAapHBAWT pacTBOop R0 8—10 ma. PacrBop nepenuBaior
B MepHyIc Koa6y BmecTuMocTbio 100 #2 (ecau pacTBOp MYTHbIH, TO
ero ¢uabTPyiOT H (UABTD NDPOMBIBAIOT BOAOH), NPHIHBAIOT 5 Mz
10%-noro pacrBopa HOZMUCTOrO KaJuf H OCTOPOXKHO M0 KaljisiM NpH-
6asasiior 10%-Hbii pacTBop cysabdurta HATPHsS 10 obeclBeYHBaHHA
pactBopa. 3aTeM HOJNHBAIOT PAaCTBOP BOAOH IO METKH H (OTOMETPH-
pyloT Ha (OTO3JIEKTPOKOJIODHMETPE C CHHHM CBEeTOQHIBTPOM (00-
JacTb cBeronponyckauus 450 #m) B KioBeTe ¢ TOMLIMHOH cios 50 ma.
Kommuexc BHcMyTa ¢ HOLHCTBIM KasHeM PasBHBAercs OdeHb GbICTPO,
nosroMy $OTOMETpPHPOBATb MOXHO cpasy, TeM OoJee, YTO NpH CTOS-
HUH pacTBOPH MyTHeloT. Ecau nepel ¢oTOMETPHDPOBAHHEM IOSIBUTCSA
MyTh, TO €e HeoGXOmZHVMO OTQHUILTPOBATH uYepe3 CyxOod (HJILTP B
CYXyK Konby.

PacreopoM cpaBHeHus cayxur Boxa. ONHOBPeMEHHO uepe3 Bce
CTaJHM aHaJHu3a NPOBOAAT KOHTPOJBHBIA ONBLIT Ha COAEpHKAaHHE BHUC-
MyTa B DeaKTHBaXx.

3.1. I[Toctpoenne KanuOpoBOoOUYHOro rpaduka

B wmepHbie kKo0i06b BMectuMocThio no 100 ma nunerkod oTrmepu-
sator 0,5; 1,0; 2,0; 3,0; 4,0 u 5,0 ma cranmapTHOro pacrsopa b, uro
coorBercrByer b5, 10, 20, 30, 40 u 50 mxe BHCMYTa, INPHIHBAIOT
15~—20 M2 Bopmwl, 5 ma pasbGaBnenHoll 1:4 cepHolt KucyoTH, 10 M2
10%-moro pacrsopa HomucToro Kasus, oauy kammo 10%-noro pac-
TBOpa CyJb®uTa HaTpHus, AOJIMBAIOT N0 METKH BOJOH W IepeMelln-
BAIOT.

OnrHyeckyio IJIOTHOCTb PacTBOpa H3MePSIOT HA (POTOIIEKTPOKO-
JOpPUMETPe C CHHUM CBeTOQHJIbTPOM (06JacTh CBETONPONYCKAHUR
450 nm) B KioBeTe ¢ TOJIIMHOI ciosi 50 mm. B KauecTBe pacrBopa
CpaBHeHHSl NpPHMeHAIOT BoAy. Ilo NOJyueHHLIM 3HA4YEHHSM ONTHYe-
CKUX IJIOTHOCTEH M COOTBETCTBYIOIIMM HM KOHIEHTPALUHAM BUCMYTa
CTPOAT KaJuOPOBOYHBIA rpaduk.

4, MOACYET PE3YNLTATOB AHANM3A

4.1. Conepkanne BucMyTa B ¢eppoHnoBuu (X) B mpoleHras
BBIYUCIAIOT N0 GopMyaaM:

NpU NMOCTPOEHHHU KAaJHOPOBOUHOTO rpaduka

g+ 100
G - 1000’
raoe:
£ — KOJIHYECTBO BHCMYTA, Ha#lfeHHoe [0 KaﬂﬂﬁpOBOqHOMy rpa-

(buxy, B Me;
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Crtp. 4 TOCT 1:933.13—170

G — naBecka, COOTBETCTBYIOIUAS aJHKBOTHOH 4YacTH DAacTBopa,
B3ATOH JJ151 KOJIOPHMETPUPOBAHHUS, B &,
IpH CPABHEHHH CO CTRHAAPTHBIM PACTBOPOM BHCMYTa

x _ ¢(D—=Dy 100
(D;~D)-G °

rie
¢ — COepXKaHHe BHCMYTa B CTAHZAPTHOM pAacTBOpe, OJIH3KOM
N0 ONTHYECKOH MJIOTHOCTH K aHAJH3HPYyeMOMY pacTBoOpy,
B 2,
D — onrtvueckas IJIOTHOCTb aHAJU3UPYEMOro pacTBOpPA
D, — onrtuyeckass IJIOTHOCTb DPacTBOpPa KOHTPOJBHOTO ONBITA
Dy — onrtuyeckas NJIOTHOCTb CTAHNAPTHOTO PACTBOPA;
G — HaBecKa, COOTBETCTBYIOLIasd KOJIOPHMETPAPYEMOH uacTu
pactBopa, B &
4.2. Jonyckaevible paCXOXAEHUs MeXAY pe3yabTatavid aHaausa
#He JOJDKHbBI TPEBbIIIaTh BEJIMUKH, YKa3aHEBIX B TabJuie.

NonyckaeMue pacXoXAeHHN
CorepxanHe BHCMYTa B % MeX1y KPaHHHMH Pe3yabTaTa-
MH aHaansa B abc %

Or 0,002 xo 0,005 0,0003
Cs. 0,005 , 0,010 0,0005
, 0,010 . 0,020 0,0010
> 0,020 , 0,030 0,6020
. 0,030 , 0,050 0,0035
" 0,050 . 0,10 0,0050
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