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®EPPO HNOBWM rOCT
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MeTof onpejeneHve cofepXaHus onosa

Ferroniobium Method lor the determination
of tin content

MoctaHoBNeHneM KomuTteta CcTaHAapTOB, Mep W W3MepuTesbHbIX NpUGOpPOB  Mpu
Cosete MwuHuctpos CCCP ot 4/V 1970 r. M *26 cpou BBefeHWs YCTaHOB/EH
c v \an r.

Hecob6ntofeHne craHgapTa npecnegyerca no 3akoHy

HacTtoswwii cTtaHgapT pacnpocTpaHsieTcs na (heppoHuobuii u yc-
TaHaB/MBaeT (HOTOKO/IOPUMETPUYECKNI A METOZ, ONpefeneHWs copepxa-
Hus onosa (npu cofepxaHuu onosa ot 0,005 go 0,10%).

MeTop, ocHoBaH Ha 06pa30BaHMM OKpALLEHHOro B OpaHXeBo-Kpac-
HblA LBET KONOMAHOTrO COeAMHEHMS 0fioBa C napamui rpodeHnndyo-
POHOM, CTabWIN3MPYEMOro XXenaTtuHoi. OTaeneHWe HMO6MS NPOU3BO-
[AT CnnaBneHneM C MEepPeKUCbI0 HaTpus, C MOCMefyHoLWMM  Bblllefaymn-
BaHWEM [M/1aBa HaCbIWEeHHbIM PacTBOPOM XJ/I0PUCTOro Hatpus. Onoso
0CaXJatoT aMMWaKOM BMeCTe C allOMWHMEM, MPUMEHAS B KayecTse
KONINIEKTOpa a/IloMOKa/MeBble KBaclibl.

MpyMeHeHVe MeToda NpefycMaTpuBaeTcs B CTaHZapTax W TexXHu-
YeCKVX YCNOBWAX, YCTaHaBNMBAIOWMX TEXHUYECKMe TpeboBaHWUSA Ha
(heppOHHOGHIA.

1. OBLWE TPEEOBAHWA

11 O6wue TpeboBaHWa K MeTogy aHanusa — no [OCT
15933.0- 70.

2. AMNMAPATYPA. PEAKTVBbI 1 PACTBOPbI

[Nepekncb Hatpus.

Hatpumn xnopuctblli no FOCT 4233—66, HaCbILEHHbIA pacTBop.

Kucnota consHasd no MOCT 3118—67, pasbaBneHHas |: 1

KBacupl antoMoKa/veBble (aNHOMUHWMIA—KaNWA  CEPHOKMCAbIA) MO
FOCT 4329-68. 1%-Hblin pacTBOp.

M3gaHve ogmumansHoe MepeneyaTka BocrpeLlieHa
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AmMUaK BoaHblA no MTOCT 3760—64.

Kucnota cepHas no FOCT 4204—66. pa36aBneHHas 1:4.

deHongTanenH no MOCT 5850—51, 1%-Hblii CNMPTOBOI pacTBoOp.

Kanuii mapraHuosokucnbiii no FOCT 4527—65. 2,5%-HbIM pacTBop.

AckopbuHoBas  kucnota (ButamuH C) no [OCT 4815—54,
5%-Hblli pacTBoOp.

HaTpuii ykcycHokucnblii no TOCT 199—68.

Kucnota ykcycHaa no FOCT 61—69.

BythepHbIli pacTBop; FOTOBAT cregyrowmm obpasom: 20 T YKCYCHO-
KNCNOTO HaTpWUA pacTBOPAIOT Npu HarpesaHwn B 70 M BOAbl, Mpu-
6aBna0T 70 M YKCYCHOW KWUCMOTbl M pa36aBnsoT nogoi go 200 mn.

CnupT 3TUNOBbIA PeKTU(UKoBaHHbIK Mo TOCT 5962—&67.

XenatnHa nuwesas no MOCT 11293—65, 0.5%-Hblii pacTBOp.

MapaHurpodeHnndnyopoH. 0,05%-HbIi CIMPTOBOI pacTBOP; rOTO-
BAT crnegytowmmM o6bpasom; 0,025 © napaHUrpodeHHNMIyopoHa pac-
TBOpAKOT 3 45 MN 3TMNOBOro cnupta, npubaenaioT 1 .mn pasbasneH-
Ho/ 1:1 consHO/ KWUCNOTbI W, €CAN MJIOXO PacTBOPSIETCSs, Cnerka
nofiorpesaloT [0 MOSHOrO PacTBOPEHWUsA MapaHUrpodeHHNPTYOpPoHa.
Mocne oxnaxpgeHwsa [ONMBAKOT CnUPTOM A0 50 MA M NepemeLLMBaloT.

CTaHfapTHbIe CONSHOKUC/bIE PacTBOPbI ONOBA.

PactBop A; rotoBat crefytowmm obpasom: 0,1 I meTanIMyeckoro
onoBa pacTBopsatoT B 30 M COMSHOM KUCNOTbI, pa3baBneHHom 1:1,
npu HarpesaHuu. llocne pacTBOPEHUA MNepenuBalOT pacTBop B Mep-
Hyl0 KONy BMecTMMOCTbIO | /1, [ONMBalOT A0 MeTKM pa3baBreHHON
1: 1 consHOI KUCNOTON U NepeMeLLnBatoT.

| Mn pactsopa A cogepxut 0,1 Mr onosa.

PactBop b; rotoeaT cnegytowym o6pasom: 10 mMn pactBopa A
NMoOMeLLalT B MepHYH Konby BmecTumocTbio 100 MA, npunusailoT
21) mn pasbasneHHOM 1:1 CONAHOA KWCNOTbI, AOAMBAIOT [0 METKU
BOZOV U TLLATE/bHO MepemeLLvBaroT.

1 mn pacteopa B copepxut 0,001 Mr onosa. PacTtBop roToBaT B
[eHb npumeHeHns. CTaHapTHble  CEPHOKUCNble  PacTBOPbI 0/0Ba.
PactBop A; roToBAT cregytowyM o6pasom: 0,1 I MeTaIMyeckoro
0/10Ba PacTBOPANT Mpu  HarpeBaHun B 20 .mn  pasbaBneHHoin 1:4
CEpHO KWUCMOTbI, PacTBOP MEPEHOCAT B MEPHYHD KONby BMECTMMOCTbIO
I 1. [ONWBAIOT 0 METKN BOAON W MepemMeLLvBatoT.

I Mn pacteopa A cofepxut 0,1 Mr onosa.

PactBop b; rotoBsT cnegyrowmm obpasom: 1 Ma pacteopa A ne-
PEHOCAT B MepHyl0 konby BmecTUMOCTblo 100 MA, npunuvBaloT 5 MN
pas6asneHHON | :4 CcepHOW KWUCNOTbl, OONMBAlOT A0 METKM BOJOW U
repeMeLLVBatoT.

| mn pactBopa b cogepxwut 0,001 Mr onosa.

3. MPOBEAEHVE AHAJIN3A

HaBecky (heppoHuno6us | I MOMeWaloT B XKe/esHblii TUrenb, npu-
6aBnslOT 5—7 T MepekUcU HaTpusi, MePeMELUMBAIOT CTEKNSIHHOW na-
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noykoMl n cnnaensoT B MydenbHoW neun npu 850—900°C. MMocne
OXNIKAEHUA TWUrenb NOMeLIalT B CTakaH BMeCTUMOCTbHO 250—300 M,
npunavsatoT 30 M/ HACbILIEHHOrO pacTBOpa X/IOPUCTOrO HaTpusa U
Cpasy 3aKpblBalOT CTakaH 4acoBbiM CTeknom. Korpa sakoHumTCs 6yp-
Has peakuus, CTEKNO0 CHUMAOT, OMONaCKMBAtOT €ro Haf CTakaHoM
BOZOW, BbIHUMAKOT TUreNb W 0OMbIBAIOT €ro CTpyeil BOAbl W3 MPOMbI-
Bann». CTakaH CTaBAT Ha MAUTY W KUMATAT ero COfEepXuMoe B Teye-
Hve 3—5 MUWH gnga paspylleHus nepekucu HaTpua. locne oxnaxpe-
HUS COAEPXMMOEe CTakaHa MepenuBaloT B MepHYl Konby BMeCTu-
mocTbto 100 MA, [ONMBAlOT [0 METKM BOAOM M XOPOLIO MepemeLuu-
BatoT. Korga pactBop OTCTOMUTCA, €ro (UAbTPYIOT Yepe3 CyXoi
dunbTp «CUHAS neHTa». [lepBble nopuum uabTpaTta OTOpPachbIBatoT.
ANVKBOTHYIO 4acTb 25 M/1 NoMeLlalT B Konby BMecTUMOCTbi0 100 .,
HEe/TPanM3ytoT no eHondranenHy, pa3basneHHoi 1: 1 consHoit Kuc-
NOTOW [0 KWCMOW  peakuun, npuamsawoT 5 M 1%-Horo pacTeopa
a/lOMOKa/IMeBbIX KBaCLOB W OCax[aloT 0/I0BO aMMWakoM BMeCTe C
CYMMOV  ruapookuceid, p[obaBnss amMMuak [0 MNOSIBAEHWUS 3amaxa.
PacTBOp KMNATAT B TeueHMe 2—3 MWH [N19 Nydlleid  Koarynaumu
ocaZika W 3aTeM (UILTPYIOT Yepe3 (UNbLTP «KpacHasa fieHTa». Ocafok
rMAPOOKUCE MPOMBbIBAOT  Ha (unbTpe 6—7 pa3  ropsyeii BOAOMN,
nocne Yero CTpyeii BOAbl M3 MPOMbIBA/IKH CMbIBAIOT 0CafoK € (hufib-
Tpa B TOT XX€ CTakaH, B KOTOPOM MPOW3BOAUIOCL OCaXKAEHWE OcafKa.
®unbTp NpombiBatoT 2—3 pasa ropsayeil pasbaBneHHoi 1: 1 consaHoi
Kucnotoi n 6—8 pas ropayeli Bogoil. K pacTBopy npuamBakT 5 .Hu
pa3baBneHHoW 1:4 CepHON KWCNOTblI M BbINApMBalOT A0 Hadyana Bbl-
[leNleHns MapoB CepHOro aHrugpupa, 3atem npuamsaioT 10 MA Bofgpl
K nocne pacTBOPEHWUs COMeil OT(UNbLTPOBLIBAIOT Yepe3 FMrpocKonu-
YecKyto BaTy 0Caf0K KPEMHWEBON KWCNOTbl. BaTHbI unbTp NpoMmbI-
BaloT 5—6 pa3 ropsuyeii BOJOM W ocafjok oOT6packiBaloT. PacTBop
HeWTpaIM3y0T aMMMakoM Mo (heHonTanemHy [0 MOSBAEHMS PO30-
BOM OKpacku, NpuAMBalT N0 Kannsm pasbaBneHHywo | :4 cepHyto
KMCNOTY A0 WCYE3HOBEHWS  PO30BOM OKpackm U B M3OLITOK 5 M.
Mocne atoro npubasnsioT 3—5 kanenb 2,5%-HOro pacTeopa MapraH-
LIOBOKMCNOTO Kanus AN OKUCNEHWS 0f0Ba W CypbMbl, OCTaBNSAOT
pacTBop Ha 3 MWH, npu6aBnsT 1 Ma 5%-Horo pactsopa ackop6u-
HOBOW KucnoTbl, 10 M/ 6yctepHoro pacteopa, 5 M 3TUAOBOroO chup-
Ta. 1 mn 0,5%-Horo pactesopa enatuHol U 2 Mn 0.05%-Horo pac-
TBOpa napauuTpodeHundnyopoHa. [locne npubasneHns  Kaxaoro
peakTuBa, pacTBOP XOPOLLO MepeMellnBaloT. 3aTeM nNepenvBatoT pac-
TBOP B MepHylo Konby BmecTMMOCTbiO 100 Mj, [ONMBAKOT A0 METKM
BOLOW M TWATenbHO nepemewmBaloT. Yepes 40—60 MWH un3mepsioT
ONTUYECKYIO MMIOTHOCTb pacTBOpa Ha (HOro3NeKrpoKoNopHMerpe ¢ 3e-
NeHbIM  CBETOMUALTPOM (06nacTb cBeTonponyckaHHs 508 HM) B Kio-
BeTe C TonwwHoii cnos 30 ok B KauecTBe pacTBopa CpaBHeHUS
NPUMEHAIOT  BOLY.
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O[HOBPEMEHHO MPOBOAWT  KOHTPOMbHBIA OMNbIT  Ha 3arps3HeHue
peakT1BOB.

3.1. MocTpoeHue KanumbpoBOo4YHOro rpauka

B konbbl BmMecTumocTbio mo 100 gm oT6upatoT nunetkoid 1,0: 2,0;
3,0; 40 n 50 mn craHgaptHoro pactsopa b, uto cootsetctByer 10,
20, 30, 40 n 50 MKr onoBa, MPWAMBAKOT HO 1 MM KOHLEHTPUPOBaHHOM
CEepHOI KUCNOTbI, HarpeBardT [0 Hayana BblAe/leHMs MNapoB CEPHOro
aHrmapuga, oxnaxgarT, npuamsaloT 15—20 M BOAbl M NepemeLuu-
BalOT, MOC/Me 4Yero npubaBnslOT OAHY Kaniw deHonpTanenHa, Hei-
TPasM3yr0T aMMMAaKOM [0 OKpallMBaHUS pacTBOpa B pPO30BbI LBET,
npubaBnawT 5 M/ pasbasneHHoW 1:4 cepHOW KUCNOTbI W fanee no-
CTynaroT. KaK yKasaHo B pasf,. 3.

Mo HalifileHHbIM 3HAYEHWSIM OMTUYECKON MOTHOCTA C YYETOM Mo-
MpPaBkKY KOHTPONbLHOrO OMblTa Ha COAepXXaHue 0/10Ba B peakTuBax U
COOTBETCTBYIOLMM MM KOHLEHTpaUMAM 0/10Ba CTPOSAT Ka/IM6POBOYHbIN
rpaguk.

4. TOLCYET PE3Y/IbTATOB AHAJIN3A
4.1 CopepxxaHue onosa B (eppouvHO6HM (/Y) B NPOLEHTaxX Bbl-

ynucnsalT no opmynam:
npy NMOCTPOEHUN KanMBpOBOYHOIO rpaguka

y _ /v =100
K -O-100 *
rae: .
g — KO/IMYECTBO 0/10Ba, HaWEHHOE MO KaiMGPOBOUHOMY rpadu-
Ky, B_Mi;
V — obwuit 06beM NCMbITYEMOro pacTBopa B MJT;
V{— 06beM anuKBOrHOW 4acTW pacTBOpa, B3ATLIA ANA  KOMOpU™*
MEeTpMpPOBaHuUs, B MJ;
G —HaBecKa npobbl B T;
npy CpaBHEHUW CO CTAHAAPTHbIM PacTBOPOM 0/10Ba
X = — ML
— </[>-£>)- '
rae:

g — KO/IMYecTBO 0/10Ba B CTaHZapTHOM pacTBOpe, B3ATOM [
KOJIOPUMNETPUPOBAHKS, B T;

0 - onTuyeckas MIOTHOCTb MCMbITYEMOrO PacTeopa;

01 — onTnyeckas NAOTHOCTbL CTAHAAPTHOrO PacTeopa;

0 r—onTnyeckas MAOTHOCTb PacTBoOpa KOHTPOJILHOTO OMbITa;

G — HaBecka, COOTBETCTBYIOLIAA  KOJOPUMETPUPYEMOI  YacTu
pacTBopa, B T.
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4.2, [lonycKaemble PacXoXAeHWs Mexay pesy/nbTaTamy aHanusa
HC [O/MKHbI NPEBbILLIATL BE/IMUMH, YKa3aHHbIX B TabiuLe.

[Jlosiynuemsl.- p3cxXoxaenus,
CopgepxaHue onoea B % MeX/y KpaBLIUM pe3yfibTaTa-
MV aHanu3a B a6c. H

Ot €.0001 go 0.010 0.00K0

Cs. 0,010 , 0.03 0,0030

. 0.03 . 0.05 0.0050

, 0.06 . 0.0 0,0100
.
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