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MerTonpi onpe/eicHAs HEKEIS 1367.6—83
. . . B3zamen
Antimony. Methods for the determination of nickel TOCT 1367.6—76

OKCTY 1709

TIocranosnennem Tocynapersennoro xomarera CCCP no crangapram or 16 nexadpsa 1983 r. Ne 6013 nara seenenms
YCTAHOBIEHA 01.01.85

Orpannyense Cpoka AeiicTeusa CHATO mo mpoTokoiay Ne 4—93 Mexkrocyaapersennoro Cosera mo CTaHAAPTH3AUMM,
merponoran H ceprudpuxammn (MYC 4—94)

Hacrosmwii cranaapT ycraHapauBaeT HOTOMETPUMECKUH U aTOMHO-a0COPOIMOHHBIN METOIBI OTpe-
nenennst Hukens ot 0,005 no 0,05 % B cypeme mapox Cy00 u Cy0.
(A3menennas penakumsi, M3zm. Ne 1),

1. OBIITUE TPEBOBAHUA
1.1. OGume TpeOOBAaHMS K METONAM aHAIM3a U TpeOoBaHMs GezomacHoctn — no T'OCT 1367.0—83.
2. POTOMETPHYECKUIN METOJL

Meron ocHOBaH Ha OOpa30oBAaHMM B IICIOYHOM Cpelleé OKPAIIEHHOTO KOMIDIEKCHOTO COCTHHCHMS
HUKEIA ¢ IMMETWITIMOKCUMOM B IIPUCYTCTBHM OKHMCIHTENI — OpoMa. o 0,2 T CypbMBI ONIPENEICHUIO HE
MeELIAeT, TIO3TOMY OTACICHHE HUKEIS He TMIPOBOTUTCH.

21. Anmapatypa, peakKTHBB M PacCTBOPH

CrnexktpodoToMeTp WK POTOIEKTPOKOIOPUMETP JIOOOT0 THIMA JJII U3MECPECHHS B BUIMMOI 0061aCTH
CIIeKTpa.

CrakaHsl CTeKISHHEE JadopatopHble o TOCT 25336—82 BMectumocThio 50, 100 cM3.

Kon6er Mepusie mo TOCT 1770—74 smectumoctsio 50, 100 em? u 1 am3.

IMunetku ¢ genenusamu mo HTIT BMectumoctsio 1, 2, 5 u 10 cm3,

Kucnaora cepuas mo I'OCT 4204—77, pazoasnennas 1:1.

Kucnora consras mo T'OCT 3118—77.

Kucnora sunnasg mo T'OCT 5817—77, pacTBop ¢ MaccoBoii nojeit 25 %.

Bomopona nepekuch mo I'OCT 10929—76, pacteop ¢ MaccoBoii nojeit 30 %.

Ammuak Bomubrit mo TOCT 3760—79, paz6asiaennsrii 1:1.

Bpom mo TOCT 4109—79.

Bona 6poMHad: 5 r 6poMa MOMEINAIOT B CKJISTHKY ¢ IIPUTEPTOM MPo6Koi BMecTUMOCTBIO 200—300 cM3,
npwinsaoT 100 ¢cM? BOOBL M 3HEPTUYHO BCTPAXUBAIOT CKISHKY, M3pENKa MPHOTKPHIBAS MPOOKY, YTOOBI
BBIITYCTUTH CKOIMUBIIMECS MAPBEI OpoMa.

Crupt s1unoBbiii mutbeBoil mo 'OCT 5963—67*,

IOumvetunrarokenM 1o F'OCT 5828—77, cnupToBOit pacTBoOp ¢ MaccoBoii noneit 1 %.

Huxens Metammmaeckuit mo N'OCT 492—73.

* Ha Tteppuropun Poccuiickoit ®enepanvu neiticteyer TOCT P 51723—2001.

Wsnanne opuuunaabuoe ITepeneyaTka BOCMpEMIEHA

H3z0anue ¢ Hsmenenuem No 1, ymeepawcoennvim ¢ mapme 1989 . (HYC 6—89).
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C. 2 TOCT 1367.6—83

CraHmapTHBIE pacTBOPHI HUKESL.

Pactiop A: 0,1 I META/UIMYECKOTO HUKENIS MOMEINAIOT B CTAKaH BMECTUMOCTEIO 100 ¢M3, mpuiusaior
5 ¢cM3 COMSTHOM KMCTOTHL M 2 ¢M3 a30THOM KMCIOTEL CoaepXUMOe CTAKAHA HATPEBAIOT U BEIIIAPUBAIOT MMOYTH
J0Cyxa. 3aTeM MPUIUBAIOT 5 CM? COJIIHOM KMCJIOTHL M CHOBA BBIMApUBAIOT Hocyxa. O6paboTKy COMSHOM
KHMCJIOTOM TOBTOPSIOT Ba pa3a. I1ocme OXMaXIeHUS CyXOil OCTATOK CMAuMBAIOT 5 CM? COMSHONM KUCTOTHI,
MPUIMBAIOT IpuMepHO 20 cM3 BOABI, HATPEBAIOT, OXIAXIAIOT, NEPEBOIAT B MEPHYIO KOJIOY BMECTUMOCTBIO
1 nM3, DOBOIAT BOMOM 0 METKH U IE€PEMEIINBAIOT.

1 cm3 pactBopa A comepxurt 0,1 Mr HUKeIs.

PactBop B: 10 cM3 pacTBOpa A IEpeHOCAT B MEPHYIO KOOy BMeCTUMOCTBIO 100 cM3, monuBaloT BOmoit
10 METKH.

1 ¢M3 pactBopa B conepxurt 0,01 Mr Hukens.

(A3venennan penakmusi, U3m, Ne 1),

22. [IpoBeneHue aHaau3a

2.2.1. Hagecky cypbMbl Maccoii 0,2 T Mapok Cy00, Cy0 wiau maccoii 0,1 r Mapku Cy2 mmoMe1naioT B
CTakaH BMeCTMMOCTBIO 100 ¢cM? M pacTBODPSAIOT IPU HATPEBAHUM M HENPEPHIBHOM MEPEMEIIMBAHUY B 5 cM3
COJISTHOM KUCHOTHI ¢ 100aBJeHNEM TI0 KaIUIAM Tepekucu Bonopozna. Ilocie pacTBOpeHUs HaBECKU COAEP-
XKHMMO€ KOJIO BHITAPUBAIOT A0 BAAKHBIX CONEH, IPWIMBAIOT 5 CM3 PACTBOPA BUHHON KHUCIOTHL, 10 cM3 BOmEL
U KUISITST B T€UEHUE 1 MUH.

K pactBOpy mOGaBIAIOT GPOMHYIO BOLY OO TOSBICHHS HEMCUE3aIOUIETO KEJITOTO OKpAlIMBAHUA,
HeHTpanu3ylorT ammMuakoMm (1:1) 10 LIETOYHONW peakuuu MO JIaKMyCy M NPWIMBAOT 1 cM? aMMuaka B
MU30BITOK. 3ateM m00ABIAIOT BOABI mpuMmepHo 10—20 cm3, 1 ¢cM? pacTBOpa IMMETWIIIMOKCHMA, 2 CM3
OPOMHOM BOIBI M MEPEBOIAT PACTBOP B MEPHYIO KOJIGY BMECTHMOCTBIO 50 CM?3, TOJMBAs BOMOM 0 METKH.
IMocne nob6aBieHUs KaXAOTO peakTHBA PaCTBOP MEPEMEITHBAIOT.

Yepes 10 MMH M3MEpSIIOT ONTUUYECKYIO TIOTHOCTH PacTBOpa MpH JUIMHE BOJHBL 550 HM B KIOBETE
anuHoi 50 MM. PacTBOpOM CpaBHEHMS CIIYKUT PaCTBOP KOHTPOJBLHOTO ONbITa. Maccy HUKENS B pacTBOpE
TPOOBI YCTAHABIMBAIOT MO TPALyHMPOBOYHOMY TpathHKYy.

2.2.2. Ilocmpoenue epadyuposounoeo epagura

B crakanbl BMecTUMOCTHIO 50—100 M3 mpuwmBaioT nocnenosarenabso 1,0; 2,0; 3,0; 4,0; 5,0 u 6,0 cm3
craHgapTHoro pacteopa B, uro cootsercryer 0,01; 0,02; 0,03; 0,04; 0,05 u 0,06 Mr mukend. 3arem
JIOGABJIAIOT B KAXIOBIA CTaKaH 5 ¢M3? pacTBOpa BMHHONM KHMCIOTHI, mpuMepHOo 10 ¢M3 BOmbI, MPWIMBAIOT
OpPOMHYIO BOAY OO KEATOr0 OKpAalMBaHMS, HEUTpaau3yioT aMMuakoM (1:1) mo 1enouyHoil peakuiud Mo
JIAKMYCY, 106aBisis ero B M36LITOK 1 cM3, ¥ nanee MoCTynaloT Kak yKa3aHo B 1. 2.2.1.

ITo HalimeHHBIM 3HAYEHUSIM OITHYECKHX TUIOTHOCTEH M COOTBETCTBYIOLUMM MM MACCOBBIM IOJISIM
HUKEJISA CTPOST TPAAyUPOBOUHBINH rpadhHK.

2.3. Obpabomka pe3ysbmamos

2.3.1. Maccoyio gomo Hukens (X) B MPOLEHTAX BBYUCISIOT MO (popMyie

w100
m, - 1000°
[O€ m; — Macca HHKEIA B PacTBOPE aHAM3UPYEeMOH MpoObl, HalileHHas 1O rpagyupOBOYHOMY rpadu-
Ky, M,
m, — Macca HAaBECKH CYPHMHEL, T.
2.3.2. Pa3HOCTb ABYX pe3yJbTATOB MapaUIe/IbHBIX ONPEHCIEHHII W Pa3HOCTh IBYX pPe3yJBTaTOB
aHaJIM3a MPH JOBEPUTEIBHOM BeposiTHOCTH P = (0,95 He mo/mKHa NMpeBHIIATh a6COMOTHOTO J0MYyCKaeMOro
PACXOXICHHUSI CXOOUMOCTH M BOCTIPOM3BOAMMOCTH, TMPHBEACHHBIX B Ta0. 1.

Ta6nuua 1
A6comoTHOE IOMYCKaeMOe pacxoxneHue, %
MaccoBas gons Hukens, %
CXOOUMOCTH BOCIIPOM3BOAMMOCTH
Or 0,0050 mo 0,010 BmOY. 0,0015 0,002
Cs. 0,010 » 0,020 » 0,002 0,003
» 0,020 » 0,050 » 0,004 0,005

(A3meHennas pexaxums, M3m. Ne 1).
2.3.3. Merton npuMeHAeTCS NMPH Pa3HONIACHIX B OLIEHKE KAYeCTBA CYPbMBL.
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T'OCT 1367.6—83 C. 3
3. ATOMHO-ABCOPBIIMOHHBIN METO/I,

Merton OCHOBaH Ha M3MEPEHMM aTOMHOIO MOMIOLIEHUS HUKES TpU BBEIEHUU pacTBOPOB MPod
PacTBOPOB CPaBHEHHS B IUIaMSI MpONaH—OyTaH—BO3LYX WU aLIETUICH —BO3MAYX.

31. AnmapaTtypa, PpeakTHUBB U PAaCTBOPBHI

CriektpodoToMeTp aTtoMHO-a6copOuMoHHEIH TTepkuH-OaMep 503 wnau apyroit aHaIOTMUHBIIA aTOM-
HO-a6COPOIMOHHEBIN CTIIEKTPOHOTOMETP.

I'a3z nmpomnan-6yran mo 'OCT 20448—90.

CrakaHsl CTeKIgHHEE gadopatophble o TOCT 25336—82 Bmectumocthio 50, 100 cM3.

Kon6sr meprsie no TOCT 1770—74 BmectMocTsio 25, 50 cM3, 1 mm3,

IMunerxu ¢ meaenusmu mo HT/ eMectumocTsio 1, 2, 51 10 cm3.

Kucnora cepnast mo I'OCT 4204—77, paz6asnenHas 1:1.

Kucnora consnas nmo 'OCT 3118—77.

Kucnora azoruas o T'OCT 4461—77.

Kucnora BunsHas no T'OCT 5817—77, pacTBOp ¢ MaccoBoit nojeit 25 %.

Bomopona mepekuch mo T'OCT 10929—76, pacTBop ¢ MaccoBoii nojeit 30 %.

Huxkenps Metammuaeckuit mo F'OCT 492—73.

CranmapTHBI# pacTBop HUKeEJS: 0,1 T METAIMUECKOTO HUKEIS MOMEUAIOT B CTAKAH BMECTUMOCTBIO
100 cM3, mpwnBaoT 5 cM3 COMTHOM KUCIOTHL, 2 ¢M> a30THOM KUCAOTHL. CONEPKUMOE CTAKAHA HATPEBAIOT
M BBIIAPHMBAIOT IOYTH JOCYXA. 3aTeM NMPWIMBAIOT 5 CM> COMSHOM KUCIOTHL M CHOBA BHIMAPUBAIOT AOCYXA.
O6paboTKy COTHONM KMCIOTOH MOBTOPAIOT ABa pasa. [ocie OXIaxaeHns Cyxoil OCTaTOK CMAaYMBAIOT 5 ¢M3
COJISHOM KMCIOTHI, IPWIMBAIOT IpUMEPHO 20 ¢M3 BOABI, HATPEBAIOT, OXJAXIAIOT, MEPEBOIAT B MEPHYIO
KOGy BMECTUMOCTBIO 1 M3, TOBOAAT BOMOH IO METKM U MEPEMELIMBAIOT.

1 ¢cM3 pactBopa comepxur 0,1 Mr HUKes.

(Asmenennan penakmusi, A3m. Ne 1).

32. lIpoBeneHuUe aHaMIMU3a

3.2.1. Hasecky cypsMbl Maccoii 0,5 T mapok Cy00, Cy0 wim maccoii 0,1 r Mapku Cy2 nmoMewaioT B
CTaKaH BMeCTUMOCTBIO 50—100 cM3, npwymBaloT 5 ¢M3 COMAHOM KMCIOTHL M MO KaIvIAM, MEpeMELIMBast,
JOGABIAIOT MEPEKHCh Bomopona. ITocne pacTBOpEHHS HABECKM NPHIMBAIOT 5 CM? BUHHOM KHUCJIOTHI,
5—10 ¢M3 BOABI M HArpeBalOT A0 KUINeHUs. PacTBOp KMIATAT, OXIAKAAIOT, MEPEIUBAIOT B MEPHYIO KOJIOY
BMECTHMOCTBIO 25 CM3, IONMBAIOT BOJAOM /0 METKH M NEPeMEIIHBAIOT.

[MonyyeHHBIIT pPacTBOp CYpbMBI PACHBUIIIOT B IUIAMS W H3MEPAIOT a0CcopOUMIO TIpH UTMHE
BOJIHBI 232,1 HM.

OnHOBpEMEHHO MPOBOMAT BA KOHTPOJILHBIX OMBITA CO BCEMH MPUMEHSEMBIMH PEaKTUBAMH. YCpen-
HEHHYIO BEJIMYMHY a0COpOLMM pacTBOpa KOHTPOJBLHOTO ONBITA BBIUMTAIOT M3 BEJMYMHBI a0copOuum
pacTBOpa AHAIM3HUPYEMOM MpoOLL. MacCy HHMKENSI B pacTBOPE AHUIM3HPYEMOH MPOOBI OMPEAESAIOT MO
TpafyMpOBOYHOMY rpaduky.

3.2.2. Ilocmpoenue epadyupogounoeo epagura

B crakan BMectuMocThio 50—100 cM? momemalor no 0,5 r cypbMbl Mapku Cy0000, npuiMBaloT mo
5 ¢M3 CONAHOM KMC/IOTHI M PACTBOPSIOT CypbMY IPH HArpeBaHUH ¢ NOGABICHHEM IO KAIUIAM MEPEKHCH
Bogopona. ITocne pactBopeHust cypembl godasrtior 0,2; 0,4; 0,6 u 0,8 ¢cM3 CTaHIAPTHOIO PacTBOpa, 4TO
coorsercteyer 0,02; 0,04; 0,06; 0,08 Mr Hukensi. 3aTeM NMPWIKMBAIOT B KaXIbIH CTAKAH MO 5 CM3 BUHHOM
KHMCNOThI, 5—10 ¢M3 Bompl. PacTBOpHI KMITATAT, OXJIAXKAAIOT, MEPEBOAAT B MEPHYIO KOJIOY BMECTUMOCTBIO
25 ¢M3, TIOBOAAT BOAOM IO METKH W MEPEMELIMBAIOT.

KoHUEHTpalys HUKEII B pacTBOPaX CPaBHEHMA COOTBETCTBEHHO pasHa 0,8; 1,6; 2,4; 3,2 mr/om3,

PacTBOpHI CpaBHEHHS paCHBUISIOT B TUIAMS B MOPSIIKE BO3PACTaHUA COAepKaHus HuKest. U3Mepenue
AHAJIMTHYECKOTO CHTHAMIA A JUIST KaXIOro PacTBOPa CPaBHEHMS M PacTBOPA MPOOBI MPOBOIST 1O TPH pa3a

M BHIUHCJISIIOT COOTBETCTBYIOIINE CPEAHUE apudMeTHIeCKHe 3HAUYeHHs A = % (4, + A, + A;) nna xaxaoro

pacTBopa. I1o cpeIHHM 3HaYeHMSIM A [T pACTBOPOB CPABHEHMS CTPOST FPaIyHpoBOYHKIIi rpaduk. ITo ocu
aGCLMCC OTKIIAABIBAIOT KOHLEHTPALMIO HUKENS B MI/IM3, a MO OCH OpIMHAT — aGCOpOLMIO.
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C. 4 TOCT 1367.6—83

33. O6paboTka pe3yabTaToOB
3.3.1. MaccoByo 1omo HUKEMA (X) B MPOLIEHTAX BBIUMCIAIOT MO GopMysie

c-V-100

X = 1000 - 1000 °

IIe ¢ — KOHLEHTpals HUKeJs B pacTBOpe MPoObl, HalileHHast MO IPagyupoOBOYHOMY TpaduKy U Mo
CpelHeMy 3HAUEHHMIO A, NMONYYEHHOMY IS PacTBOpPA MPOOkI, MI/IM>;

V' — 06BpeM pacTBOpa mpoodHI,
m — Macca HaBECKH CYPBMHEL,

cM3;
T.

3.3.2. Pa3HOCTp OBYX pe3yjIbTaTOB Mapa/UICJBHBIX OMPEACTACHMII M pPa3’HOCTh IBYX PpPE3YJIbTATOB
aHaJIu3a MPU TOBEPUTETBHOM BEPOSTHOCTH P = (0,95 He mOJDKHA MPEBHIIIATh A0COMOTHOTO JOMYCKAeMOTO
PacXOXIEHUSI CXOOUMOCTH M BOCIIPOM3BOAUMOCTH, TIPUBEACHHBIX B Ta6. 2.

TabGnuia 2
ABCOMOTHOE JOMTyCKaeMoe pacxoxnenue, %
Maccosas nonsa Hukens, %
CXOIMMOCTH BOCIIPOM3BOAUMOCTH
Ot 0,005 no 0,010 Bxmou. 0,002 0,003
Cs. 0,010 » 0,020 » 0,003 0,004
0,005 0,006

» 0,020 » 0,050 »

(A3menennas penakuusi, Uzm,

Ne 1).
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