3 5-92/639

FTOCYOLAPCTBEHHGLBIW CTAHOAPT
COK3A CCP

HWKE/Nb, Cr/IABbl HUKENEBbIE
N MEAHO-HWKE/NEBBIE

.METOAbl OMPEAENEHNA XPOMA

MOCT 6689.14—92

M3naHue otmumansHoe

FTOCCTAHOAPT POCCUMN
Mockua


https://meganorm.ru/Index/16/16467.htm

YAK 669.345:543.06:006.354 pynna BS9

FrOCYLAPCTBEHHbBIA CTAHALAPT COK3A CCP

HWKE/b. CMNNABbl HUKEJIEBBIE
N MEJHO-HNKENEBbBIE

MeToabl onpegeneHnss xpoma rocTt

Nickel, nickel and copper-nickel alloys. 6689.14-92
Methods for the determination of chromium

OKCTY 1709

[aTa BBegeHus 0f.0f.93

HacTosAwwnii ctaHfapT ycTaHaBnMBaeT THTPUMETPUYECKUIA U aToM-
HO-abCoOPOLMOHHbLIA MeTOAbl onpeaeneHns Xpoma (NpyM MaccoBoi fone
xpoma oT 8 o 11%) B HukeneBblx crnasax no FOCT 492.

I. OBWWME TPEBOBAHUA

O6wue TpeboBaHMA K MeTofam aHanm3a —no FOCT 25086 c
fononiHeHvem o pasg. | FTOCT 6689.1.

2. TUTPUMETPUYECKNA METO[ OMPEAENEHNA XPOMA

21 CywHocTb MeTOfa

MeTtoz ocHoBaH Ha okucneHun xpoma (IIl1) go xpoma (1V) Hag-
CEPHOKMC/bIM aMMOHVEM B CEPHOKMUCIION cpefie B MPUCYTCTBUM a30THO-
Kucnoro cepebpa B KayecTBe KaTa/iM3aTopa, BOCCTAHOBAEHWM  XpOMa
(IV) cTtaHfapTHbIM pacTBOpoM conv Mopa W onpefeneHun n3bbiTka
Xernesa (I1)  nOTeHUWOMETPUYECKUM  TUTPOBAaHWEM  PaCcTBOPOM
ABYXPOMOBOKHE/IOTO Kanusi Wiu TUTPOBaHMEM PacTBOPOM MapraHLoBo-
KUCMIOTO Kainmsa C BU3yaslbHOWM WMHAMKAUMER KOHLA TUTPOBaHUA.

22. Annapatypa, peakKTuBbl W pacTBOpbI

MoTteHymomeTp JIMM-60M. pH-340 uwnu no6oi nNpubop TOro e
Knacca.

AnekTpog nnatuHosbli IT//1-OMM.
ONeKTPO[, CpaBHEHWS PTYTHO-CYNMb(aTHbINA.
Kucnota aszotHas no FOCT 4461.
Kwncnota consHaa no MOCT 3118.

M3gaHve odmumanbHoe

¢ Wa3patenscTtBo cTaHAapToB. 1992

HacTosiwmii cTaHaapT v« MOXET 6bITb MOSHOCTBIO WM YacTMHHO BOCMPOM3BEAEM,
TUPaXWPOBaH W pacnpocTpaHeH 6e3 paspelleHwst [occTaHgapta Poccvn
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CmeCb KWCNOT A/ PAcTBOPEHUSA: CMeLIVBAlOT OfHY YacTb as3oT-
HOW KMCNOTbI C TPEMS YaCTAMW CONSHOW KMCAOTI.

Kucnota cepHas no MTOCT 4204, pas6asneHHas 1:1 H 1:9.

Kucnota wasenesas no MOCT 22180, pactBop 10 r/gm3.

Cepebpo asoTHokucnoe Ho FOCT 1277, pactBop 5 r/gm3

Hatpwuin wasenesokucnblii no FOCT 5839.

Hatpuii xnopuctbii no TOCT 4233, pactBop 50 r/gm3

AMMOHUIA HafcepHokuenblid no TOCT 20478, pactBop 250 r/gm*.

Conb 3akucK xenesa W aMMOHUA [ABOHas CepHoOKucnas  (Conb
Mopa) no TOCT 4208, 0,1 monb/gM3 pacteop: 39.2r conm Mopa pacT-
BOPAOT B Hebo/nblwOM 06beMe cepHO kucnoTel (1:9). nepeBogat
pacTBOp B MepHyl Konby BMecTUMOCTbiO 1000 cm3, gonusatoT [0
METKN TOI Xe kucnoTtoii.

Kannii ByxpomMoBokHenblii Ho TOCT 4220. 0.02 monb/gm3  pacT-
BOP: roTOBAT us (hmke3Hana unm 4,9037 r [BYXPOMOBOKMCOFO Kanus,
BbiCyLLeHHOro npu 140X, pacTBOpAIOT B THOMIE. PacTBOP MEPEHOCAT B
MepHyl0 konby BmecTUMOCTbi0 1000 cm3 1 LONMMBAKOT 4O METKM BOLONA.

1 cm3 pacteopa cogepxut 0.001734 r xpowma.

Kanuii mapraHuoBokucnbii no FOCT 20490, 0.02 monb/gM3 pacT-
BOP: rOTOBAT M3 (huKcaHana wam 3,2 r MapraHUOBOKWC/IOrO  Kanus
pacTBOpAOT B cTakaHe BMecTUMOCTbI0 500 cm3 B 250 cM3 MpoKunsayeH-
HOM 1 OXNaXAEHHOW BOAbl, JAOT OTCTOATLCA W CAMBAIOT [eKaHTauueld
B KON6y BMecTMMOCTbi0 1000 cm3 B cTakaH cHoma fo6aBnstoT 250 cm3
BOZbl, XOPOLUO MEpeMELLNBAIOT, [Al0T pPacTBOPY OTCTOATLCA W BHOBb
ero [eKaHTUPYIOT B Ty Xe Konby. PacTsop B Konbe [0AMBAOT O MeT-
KW BOJOW, MEpPeHOCAT B CKMASIHKY M3 TEMHOrO CTeKna W OCTaBAAOT Ha
7 10 gHeit B TEMHOM MeCTe.

2.2.1. YCcTaHOoBKa MacCOBOW KOHLEHTpauuum pacTsopa MapraHLoBO-
KUCNOTro Kanms.

0.1 r LWaBeneBOKUC/IOro HaTpus, BbiCylleHHoro npu  100—105°C,
noMeLLatoT B KOHWMYECKYIO KOnby BMecTMMOCTbio 250 cm3, ao6aBnstoT
100 cm3 ropsueii Bogbl. 10 cm3 cepHoit kucnotbl  (1:1) U TUTpylOT
pacTBOPOM MapraHLlOBOKMCIOrO Kanusa Mpu MOCTOSHHOM  MepemMeLlu-
BaHUW [0 MOSBNEHUSA cNabo-po30BOro OKpaLlvBaHUA.

MonpaBouHbIn  Ko3huumeHT (K) Ans pacTBopa MapraHLOBOKMC-
NOro Kanua paccymTbiBaloT no opmyne

V-0.0067002 '

rfe rn— macca HaBecKW LUAaBeneBOKNCIOr0 HaTpud, T;
I—o6bem pacTBopa MapraHLOBOKMCIOIO Kanus, MU3pacxofo-
BaHHbIN Ha TUTPOBaHWe CM3;
0.0067002— TeopeTnyeckad macca LLaBe/leBOKUCIOIO HaTpud, COOT-
BeTcTBytowasa | cm3 0,02 monb/gm3 pacTBopa MapraHuo-
BOKMC/OMO Kanus, T.



FOCT 0689.14-92 C. 3

MaccoBas KoHUeHTpauus pacteopa (I7) MapraHLOBOKWUCNOrO Ka-
nns BbluMCAseTCS no dopmyne

- 0,001734 «.

rae K— nonpaBouHblii KO3h(ULMEHT;
0,001734— TeopeTnyeckas MaccoBas KoHUeHTpauus 0,02 monb/am3
pacTBopa MapraHL,OBOKWC/IOFO Kanus o Xpomy.

23. MNpoBefeHne aHanmsa

HaBecky cnnaBa maccoit 0.5 r nomewjaloT B CTakaH BMeCTMMOC-
Tbto 300 cm3 pobasnaoT 20—25 cM3 CMecy KWUCMOT, HaKpbIBAKOT 4aco-
BbIM CTEKNOM, CTEKNSHHOW WM NAACTUKOBOW NNaCTUHKOW W pacTso-
pAOT npu HarpeBaHuW. CTEKNO WAM MAACTUHKY W CTEHKW CTakaHa
ononackueatoT Bogon, fob6aenAT 30 cM3 CepHOM KWUCAOTbl UM ynapu-
BalOT [0 NOSBMEHUS Gefloro AbiMa CepHoii KucnoTbl. OCTaTOK OXaX-
[lal0T, OMO/IaCKMBAKOT CTEHKM CTakaHa W CHOBa ynapuBatoT [0 MOsB-
NeHns 6enoro AbiMa CepHO KucnoTbl. OCTaTOK OXNaXaarT, f06aB-
nat 200 cm3 BOAbl, PacTBOPAOT MNPU HarpeBaHWu, pacTBop nepe-
HOCAT B KOHWMYeCKyl Konby BmecTuMocTbio 500 cM*, ononackusaroT
CTakaH Bojoi n pasbaensawT go 300 cm3 [obasnsioT 10 cm3 pacT-
BOpa a30THOKMcoro cepebpa, 10 cm3 pacTBopa  HafCepHOKMCOro
aMMOHMS U KUMATAT 4O MOJIHOrO paspyLUeHUst M30bITKa H3ACEpPHOKWC-
NIOF0 aMMOHUA (A0 MOMHOTO MPEeKpaLeHNs BblgeNeHns My3blpbKOB KUC-
nopopa). Ecnm B cnnaBe cogepXuTcs mapraHel, To fo6aBastT 5cm3
pacTBopa XNOPUCTOrO HaTpWs U CHOBA KMNSATAT 4O OCBET/IEHUA pacT-
Bopa. [l06aBnAT Tpu-YeTbipe Kanau pacTBoOpa LiaBefieBOA KMCOTbI.
K oxnaxgeHHOMY pacTBopy [f06aBnstOT M3 OIOPETKM pacTBOp COU
Mopa [0 nepexofa 3eneHoi okpacku B ronybyw u euwe 10 cm3 un3-
ObITKa.

M36bITOK conu Mopa TUTPYKOT PpacTBOPOM  MapraHL,0BOKMC/IOro
Kanus Ao nosieneHws 61e4HO-(HMONETOBOIO OKpaluMBaHMS.

Mpy NOTEHUMOMETPUYECKOM TUTPOBAaHUW  OKWC/IEHWE Xpoma M
BCE fJa/bHeliluve onepauun NpoBOAAT B CTakaHe. V36bITok comm Mopa
TUTPYHOT TMOTEHLMOMETPUYECKMM PacTBOPOM [IBYXPObIOBOKMC/IONO Ka-
Nua [0 CKayka noTeHumana.

B oboux cnyyasx B OTTUTPOBAHHbIA pacTBOp A06aBAAOT  TOYHO
Takoe e KO/M4ecTBo conv  Mopa M CHOBa  TUTPYHOT  pacTBOPOM
MapraHLUOoBOKUCNOro Kanus unu [BYXPOMOBOKMCNOrO Kanus, Kak yka-
3aHO BblLLE.

24. O6paboT Ka pe3ynbTaToB

24.1. MaccoByto fonto xpoma (X) B NpoueHTax BbIYUCASIOT
thopmyne

rno
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raoe V—obbem pacTBopa MapraHLOBOKWUC/IOFO WM [IBYXPOMOBO-
KNCNOro Kanus, 3aTpayeHHblii B NOCnefHeM  TUTPOBAHUM
fobasneHHoro pacrtesopa conm Mopa, cm3,

Y,— 06bem pacTBOpa MapraHLu0BOKMCIOIO WM  [IBYXPOMOBOKMC-
NOro Kanus, 3aTpayeHHbll B MepBOM TUTPOBaHUM  W36bITKA
conn Mopa, cm3;

T — maccoBas KOHLEHTpaLuu pacTsopa MapraHLoBOKUCAOrO wan
[IBYXPOMOBOKWC/IOr0 Kanus rno Xpomy, T;

m — macca cnnasa, .

2.4.2. Pacxox[eHns pe3y/nbTaTOB TPexX napannefibHbiX Onpegene-
HUN W pe3ynbTaToB [BYX aHa/fM30B He A0MXKHbI npesbiwarts 0.12% wu
0,17% COOTBETCTBEHHO.

2.4.3. KOHTPO/Ib TOYHOCTW pe3ynbTaTOB aHaamsa MnpoBOAAT METO-
[0M [06aBOK WX COMOCTaB/IEHWEM Pe3y/bTaToB, MOMYYEHHbIX aTOMHO-
abcopbuMOoHHbIM MeTogoM B cooTBeTcTBMM ¢ TOCT 25086.

2.4.4. TUTPUMETPUYECKUIA METOA NPUMEHSETCS B Cayyae pasHo-
rnacuini n OLEHKe KayecTBa HWKeNeBbIX Cr/aBoB.

3. ATOMHO-ABCOPBLIMIOHHbIA  METO/[, OMPEAENIEHNA XPOMA

31 CyuwHoCcTb MeTOfja

MeTof, OCHOBaH Ha u3MepeHWn abcopbumy CBeTa aTtoMamMu  Xpo-
Ma, 06pa3yloLMMNCA NPWU BBEAEHUM aHalM3MpyeMoro pacTteopa B
nnams aueTuieH-Bo3ayxX.

32. AnnapaTtypa, peakKTWBbl W pacTBOPbI

ATOMHO-abCOPOLMOHHBIN  CMEKTPOMETP C WUCTOYHWUKOM  U3MTYYEHUS
4na xpoma.

Kucnota asotHasd no FOCT 4461, pa3baBneHHas 1:1.

Kucnota consaHaa no FOCT 3118, pasbaBneHHas 1:1

Kucnota ¢pTopuctoBogopogHas no TOCT 10484.

Kucnota cepHas no FOCT 4204, pasz6aBneHHas |;1 n 1:4.

Xpom meTanamuyeckuini no FOCT 5905.

Xpom cepHokucnbiii no FOCT 4472.

CTaHfapTHbIA pacTBop Xpoma: 01 T Xpoma pacTBOPAIOT NpU Ha-
rpesaHun B 10 cM» conaHoi kucnotel (1:1) wnm 0.48 © cepHOKUCNOro
XpoOMa pacTBOpstOT Mpu HarpeBaHuu B 10 cm3 cepHoit kucnoTbl (1 :4).

PacTBOp nepeHOCAT B MepHyK Konby BMecTUMOCTbio 1 AmM3 v fo-
NNBAIOT BOAONM O METKM.

1 cm3 pacteopa cofepxut 0,0001 r xpoma.

3.3. 1llpoBeneHHe aHanusa

3.3.1. HaBecky cnnaBa Maccoii 0,1 r nomewalT B MATUHOBYIO
yalwKy K pacTBOpAT Npu HarpeBaHun B 10 cM3 a30THOW  KUCMOTHI
(1:1) m 2 cm* (hTOPUCTOBOAOPOAHON KWCNOThbl. 3aTeM  f06aBnAOT
10 cm3 cepHoit kucnotel (1:1) w ynapuBalT [0 NOsBAeHUs  6enoro
[bIMa CepHOM KWCMOTbl. YallKy 0X/1axarT W 0CTaToK pacTBOPSOT
n 50 cm3 Bofbl MpW HarpesaHuW. PacTBOp MepeHOCAT M MEPHYH Kon-
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Oy BmecTMmocTbio 100 cM3 U [0/MBAKOT BOAOW A0 METKW. ANMKBOT-
HYKH 4acTb pacTHopa npobbl 10 cM3 MepeHOCAT B MEPHYH  Konby
BMeCTUMOCTb0 100 cM* 1 aonmBatoT BOAOW A0 METKM.

M3mepatoT aToMHylo abcopbumio Xpoma B MNAameHu  aueTWneH-
BO3AyX Mpu AnuHe BofHbI 357,9 HM napannefibHO C rpagyupoBoY-
HbIMV pacTHOpaMMu.

3.3.2. TlocTpoeHve rpafyupoBOYHOro rpaduka

B ueTbipe MepHble Koibbl BMecTUMOCTbIO Mo 100 cv*  nomewsaroT
8,0; 9,0; 10,0 n 11,0cv* cTaHA4apTHOro pacTBopa Xpoma, YTO COOT-
getcteyet 0,8; 0,9; 1,0 m 11 mr xpoma, v [ONMBAKOT A0 METKM BO-
[0/, 3mepstoT aTOMHYt0 abcopbumio Xpoma, Kak ykasaHo B n. 33.1.
1o nony4YeHHbIM [aHHbIM CTPOST rPafyMpPOBOYHbIN rpaginK.

34. O6paboTKa pe3ynbTaTtoB
" 3.4.1. MaccoByto fgonto xpoma (A) B MpPOLEHTax BbIYMCASKOT MO
opmyre

C KV -100,
m

rie C— KOHLEHTpauus Xpoma, HaifeHHas HO rpagyvMpoBOYHOMY
rpaguky, r/cm3;
V — o6bem pacTtBopa npobbl, cM3;
/« — macca HaBeCcKu Mpobbl, T;
K — koapumumeHT pa3basneHus.

3.4.2. PacxoXpgeHue pesynbTatoB Tpex napanesibHbIX onpegesne-
HuiAi d (NokasaTenb CXOAMMOCTM) W Pe3ynbTaToB ABYX aHanu3oB D
(NoKaszaTe/lb BOCMPOU3BOAMMOCTM) He AOMKHbI MPEBbIAaTh 3HAYEHWUi
[OMYCKaeMbIX PacXOXAEHWN, NpuBefeHHbIX B M. 2.4.2.

3.4.3. KOHTpPONb TOYHOCTM pe3y/ibTaTOB aHaaun3a MPOBOAAT MeTo-
[OM [06aBOK WAX COMOCTaBNEHUEM pe3yNbTaToB, MOMYYEHHbIX TUTPH-
METPHYECKMM MeTofoM, B cooTBeTcTBuM ¢ FOCT 25086.
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