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MeTO/Ib! ONpeAeneHns HIKENA rocT
Magnesium alloys. 3240.15-76

Methods for determination of nickel

MKC 77.120.20
OKCTY 1709

[Jara eeegernsa 01.01.78

HacToawmin ctaHgapT ycTaHaBNMBAET IKCTPaKLMOHHO-DOTOMETPUYECKIE METOAbI ONPEAeneHNs H1Ke-
ns (npy maccoBoli gone Hukens ot 0.0005 go 0,4 %).

1. OBWWME TPEBOBAHNA
11 OG6LwHe TpeboBaHMA K MeTogaM aHanusa - no MOCT 3240.0.

2. ®OTOMETPUUYECKWXA METOJ OMPEAENEHVA HUKE/SA
(npw cogepxaHnm Hukens ot 0,001 o 0.4 %)

2.1. CyLwHoCTb MeToa

MeTop, 0CcHOBaH Ha 06pa30BaHNN COEAUHEHWS HUKENS C AUMETUATIMOKEHMOM, KOTOPOE 3KCTparupyoT
XNopohopmMoM. UMETUN FINOKCUMAT HUKENA (POTOMETPUPYIOT Npu AnnHe BoHbI 360 HM npy \ = 536 HM.

(MN3meHeHHas pepakums, 3m. N9 1).

2.2. AnnapaTypa, peakTuBbl 1 pacTBopbl

CnekTpooTomeTp Tuna CP4a unu gotoanekTpokonopumetp tuna ®3K-56 nan ¢ 3K-60.

KucnoTa consHas no FOCT 14261, pas6asneHHas 1:1.

Ammuak BogHblii no TOCT 3760.

AMMOHMIA xnopucTblii no FOCT 3773. 25 %-Hblii pacTBOp.

mapokcunamunH consHokucblii no FOCT 5456. 10 %-HbIil CBEXENPUTOTOBEHHBI PacTBop.

Oumetunranokeum no FOCT 5828. 1%-Hblii pacTBOP B 3TUI0OBOM CrMpTe.

Cnupt atunosblii no FOCT 5962\

Xnopogopm.

AMMOHUIA  BUHHOKUCABLIK no TY 6—09—08—2007. 20 %-HbIli pacTBOP, OYULLEHHbIA OT CNeaoB
HUKens.

Hukenb cepHOKMCAbIN 7-BOAHbLIA no MTOCT 4465.

Bopga bugmctunnHposaHHas, nonyyerHas no FOCT 4517.

CraHfapTHble pacTBOPbI HUKEeNs

PactBop A: roToBAT crefytoLmm obpasom: 0,4784 r CEpHOKMCIONO HUKENS MOMELLAIT B MEPHYIO KONy
BMECTMMOCTbIO 1 AM3, pacTBOPsAOT B BoAe, npuamealoT 10 cM3 CONAHON KMCAOTbI, pa3baBneHHoW 1:1.
[0N1BAOT BOAON 0 METKM 1 MEpeMELLUBAIOT.

1cm5 pacteopa A cogepxkuT 0,1 Mr HUKens.

PactBop B: rotoBsT cnegyrowym obpasom: 20 cm3 pacTeopa A NOMELLAtOT B MEPHYHO KO0y BMECTUMO-
cTbto 1000 cm3 nmpuauBaldT 5 cM3 CONAHON KUCMOTbI, pa3baBneHHol 1:1, 4ONMBAIOT BOAOW LO METKU U
nepemeLLVBatoT.

* Ha Tepputopun Poccuitickoin ®egepaymm geiicteyer FOCT P 51652—2000 (3gechb 1 ganee).

M3paHne otuumansHoe MepeneyaTtka BoCMpeLLeHa
*
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1cm5 pacteopa b cogepxut 0.002 Mr HUKens.

TuTtp pacTeopa A yCTaHaBNMBAOT Cefyrowym obpasom: 50 cM5 cTaHAapTHOrO pacTBopa A NOMeLLatoT B
cTakaH BmecTumocTbio 300 cm5 fo6asnatoT 100 cM5 BOAbl, HEMTPaNM3yOT aMMMaKOM MO laKMyCOBOIA
bymare, HarpesaloT Ao Temnepatypbl okono 70 ‘C, po6asnsT 40 cm3 pacTBopa AUMETUATMOKCMMA W
0CTaBNAT Ha 2 Y4 npu Temnepatype 30—50 "C.

®uUnbTPYIOT 0CafoK Ha (UNLTP «benas NeHTa*, NMPOMbIBAOT Tenoi BOAONA, MOMELLAOT 0CafoK C
(WNBTPOM B NPOKaNEHHbIA 40 MOCTOAHHON Macchl M B3BeLMBAKOT (hapthopoBbIii TUreNb, BbICYLLUMBAIOT,
030/1510T W NPoKaaMBatoT Npu Temneparype 950—1000 *C g0 NOCTOSHHON Macchl.

OfHOBpeMeHHO NPOBOAAT KOHTPO/bLHBIV ONbIT CO BCeMy peakTueamu. TuTp pacteopa A ('/'), BbIpaXkeH-
HbIli B T/CM3 HWUKENA, BbIYUCAAIOT NO hopmy e

0,7858
T =

roe /v, —macca ocajika 3aKucu HUKens, r;
T. —Macca 0cajKa KOHTPO/LHOrO ONbITa, T;

0,7858 —KO03(h(hMLMEHT NepecyeTa 3aKNCU HUKENS Ha HUKESb.

2.1; 2.2. (U3meHeHHas pepakums. N3m. Ne 1).

2.3. TlposefeHve aHannsa

2.3.1. HaBecky cnnaBa Maccoii 1T MoMeLLatoT B CTakaH BMECTMMOCTbIO 250 CM3 cMaunBaroT BOAOMA 1
OCTOPOXKHO NPUAUBAIOT HeBOoMbLMMK nopumammn 20 M3 CONAHON KWCNoThl, pa3basneHHon 1:1. Mocne
OKOHYaHMA BYpHOIA peakuMmn CTEHKI CTakaHa OMonacknBatoT BOAON 1 COAEPXKMMOe CTakaHa HarpeBatoT 4,0
MO/IHOTO PaCTBOPEHWS CMnnaBa. 3aTeM CTEHKW CTakaHa 06MbIBalOT BOAOW 1 MepeBOAAT PacTBOP B MEPHYHO
Konby BmecTumocTbio 100 cm5 mnm 250 cm3 nocne vero pa3basnsatoT BOLON [0 METKW M OTOMPAIOT B CTakaH
aNMKBOTHYHO YacTb pacTBOpa B COOTBETCTBUM C rabn. 1

Ta6bnuua |
Macconas gona Hukena. Y O6beM MepHOWA Konbbl, cM’ JInMKnoTuasa YacTb pacTeopa. cM’
Ot 0.001 pgo 0.008 100 50
Cs. 0,008 * 0.040 100 10
* 0,440 * 0.16 250 5
* 016 * 040 250 2

MpubaBnaT 1—3 cM3 pacTBOpa CONSHOKUCNOrO rugpokcunamuHa, 10 cm3 pactBopa X/I0pUcToro
aMMOHUA 1 5cM3 pacTBopa BUHHOKMCNOrO aMMOHMS, pa3baBnstoT pacTBop BoAok 4o 100cm3 v npuameatoT
no Kannsm pacTBOp amMuaka, BHaydase pa3baBneHHbI 2:3, a 3aTeM pa3baBneHHoro 1.5, 4O nonyuyeHus
CNnaboLLeoyHOl peakLun Mo 1akMycoBoi Gymare. PacTBOp MepeBOAAT B AeNMUTENbHYHO BOPOHKY BMECTU-
mocTbio 200—300cm3 nprbaBaAoT 3cM’ pacTBOpa AUMETUATIMOKCMMA, 6 cM3 X10podopma v BCTPSAXMBAKOT
B TeyeHue 1—2 MUH.

PacTBOp OCTaBMSIOT 419 pacciavBaHWA Ha 1—2 MHW, a 3aTeM CIMBaloT XN0POOPMHBINA 3KCTPakT B
CyXyt0 Npo6VpKY € NpuTepTOil NPo6KOWA. TOBTOPHYHO 3KCTPaKLMIO NPOBOAAT B TeyeHne 1 MuH ¢ 5 cm5
xJiopothopma.

3KCTPaKT CMBAKOT BTy e Npobupky. O6beanHeHHbIe 3KCTPaKTbl (UALTPYIOT Yepes Cyxoin puabTp v
M3MEPSIOT ONTUYECKYH NIOTHOCTbL pacTBopa npu \ wP= 536 HM B KIOBETE C TONLWMHOI cnos 20 MM.

PacTBOpPOM CpaBHEHMWS CAYXUT XNOPO(OPMHbIV IKCTPAKT KOHTPOIbHOIO OnbITa. [ns NpuroToBneHuns
pactBopa KOHTPO/LHOMO OMnblTa GepyT CONAHYIO KUCMOTY B KONMYECTBe, PaBHOM B3ATOMY [/1f aHanu3a,
BbinapusatoT V, o6bema 1 3aTeM MPOBOAAT Yepes BCE CTafuM aHaIn3a.

MaccoByto J0/1H0 HUKeNS ONpeaenstoT no rpagynpoBOYHOMY rpadimky.

2.3.2. TlocTpoeHue rpagyvpoBOYHOr0 rpamka

B cemb cTakaHOB BMecTMMOCTbO no 100 cm5 ot6upatot O; 2,5; 5.0; 7,5; 10,0 n Tak go 20 cm5 ¢
nHTepBasiom 2,5 cm5 pacteopa b. gonvsatoT Bogoii Ao 70 cM5 1 npuamBatoT 5cM5 BUHHOKMCIOTO aMMOHNS.
2—3 Kannu pacTeopa aMmmMuaka 1 NPoBOAAT IKCTPaKLMIO XI0POOPMOM. 3MepatoT ONTUYECKYHO MIOTHOCTb
pacTBopa, Kak ykasaHo B . 2.3.1.
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FOCT 3240.15-76 C. 3

Ho Ha/iieHHbIM 3Ha4eHUAM ONTUYECKOW NIOTHOCTW CTPOAT rPasyMpoOBOYHbIA Fpagmk.
2.4. 0O6paboTKa pe3ynbTaToB
2.4.1. MaccoByto 0110 HUKens (X ) B NpoLeHTax BbIYUCAAKT Mo opmyie
T -V 100
x = 1 -
roe V—ob6bem MCXO4HOro pacTBopa, CM5;
I, —06bem anMKBOTHO YacTh pacTBopa, CM5;
T —Macca HUKens, HailfeHHas no rpafyMpoBOYHOMY rpadmky, T;
/n, —Macca HaBecku cnnasa, T.
(M3meHeHHas pefakuums, 3m. Ne 1).
2.4.2. A6CONIOTHbIE [LONYCKaeMble PACXOXAEHNS Pe3ybTaToB Napan/iebHbIX ONpeseneHnii He OMKHbI
NpeBbILLAaTh 3HAYEHWI, YKa3aHHbIX B TabnuLe.

Tabnuua 2
Maccosasa fgona Hukena. % Amﬁoceonpilizi(:leo'{nmyec.x?/Oe— M accosafn gons Hukensa. Y AMGOchnploalzto)i(;eoHnMyec.Kze—
Ot 0.001 go 0,003 0.0003 Cs. 0.03 pgo 0,10 0,005
Cs. 0,003 » 001 0.0005 * 010 = 0.20 0.01
~ 001 =~ 0,03 0.003 « 020 =+ 040 0,02

2.5.  KOHTpOsb TOYHOCTW M3MEpeHUin

KOHTPO/b TOUHOCTM M3MEPEHMIA MacCOBOM JOMN HUKENS MPOBOAAT C MCNOMb30BaHWEM [ oCyfapcTBeH-
HOro ctaHfapTHoro o6pasua MCO 3363.

Kpome TOro, 1cronb3ytoT rocyapcTBeHHble CTaHAapTHbIe 06pasLibl MarH/eBbIX CN1aBoB, BHOBb BbIMy-
LLieHHbIE, a TaKkKe oTpacnesble CTaHAapTHbIe 06pa3Libl NPeLNPUATUS MarHWEeBbIX CM/IaBOB, BbiNyLUEHHbIE B
cooTBeTcTBUM ¢ TOCT 8.315. KOHTpPOAb TOYHOCTY M3MepeHWil MpoBoasT B cooTBeTcTBUM ¢ FTOCT 25086.

JonyckaeTcs NPOBOAMTL KOHTPO/Ib TOYHOCTY U3MEPEHWIA MACCOBOM 0NN HUKeNS METOL0M [06aBOK.

(BBegeH pononHuTenbHo, Mam. e 1).

3. ®OTOMETPUYECKUNIN METO/ OMPEAENEHNA HUKENSA
(npwn maccoBoii gone Hukens ot 0,0005 go 0,25 %)

3.1. CywHocTb MeTofa

MeTog 0CcHOBaH Ha 06pa3oBaHnM a-PypPUISHOKCUMOM C MOHAMW HUKeNs TPYAHOPACTNOPHMOrO B BOAE
KOMMNEKCHOTO COefIMHEHUS, KOTOPOE XOPOLLO 3KCTparvpyertcs X10podopMoM. IKCTPaKLMIO MPOBOAAT
npv pH 9. Mewwatowlee BAMSHVE MeAW YCTPaHAKOT AobaBnieHeM TuocynbdaTa HaTpus. BanaHne mapraHua
YCTPaHAIOT BBEAEHWEM B PaCcTNop rHAPOKCUNaMumna. BavaHue marHus, LMPKOHWS, XKenesa, peaKko3eMesbHbIX
3/1EMEHTOB, KafMWS 1 LIMHKa — BBeJEHMEM TapTpaTa aMMOHMA. VI3MepeHne ONTUYeCKO NAOTHOCTY NMPOM3BO-
4AT npn Xoo= 438 HMm.

3.2. Annaparypa, peakTusbl 1 pacTBoOpbI

DOTO3N1EKTPOKASIOPUMETP MU CNEKTPOPOTOMETP.

Kucnota consiHaa no MOCT 14261, pas6asneHHas 1:1.

Kucnota asotHas no FOCT 4461.

'mppokcunamuH consgHokmucnbiii no FOCT 5456, 10 %-HbiiA pacTBop.

AMMOHMIA BUHHOKUCABIA No TY 6—09—08—2007, 20 %-HbIii pacTsop.

Hatpwii cepHOBaTUCTOKMCABINA (TrocynbdaT HaTpus), 50 %-Hblil pacTBop.

CnupT 3TunoBbiit no FOCT 5962.

AmmMunak nonHblii no FOCT 3760, pasbaBneHHbllii 1:1, n 2 %-Hblii pacTnop.

Hwukenb cepHOKMCAbIA 7-BoAHbIA No FTOCT 4465.

a-gypungnokcum. 1%-Hblii CNUPTOBOI PacTBop.

Xnopodgopm, X. 4.

CTaHgapTHble pacTBOPbI HUKENA KOHUeHTpauum 1mr/cm3 (pacteopa A) 1 0,001 mr/cm3 (pacTeop b);
roTtoBAT M XpaHAT no FOCT 4212.
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Bopga 6uamctunnvposaHMas, nonyyeHHas no FOCT 4517.

bymara nHAMKaTopHas yH1BepcanbHas 4ns onpegenedms pH 7.0- 14.0.

3.1; 3.2. (U3meHeHHasa pefakums, M3m. Ne ).

3.3. TlposefeHve aHannsa

331 Hasecky cnnasa maccoii 0,5 r pacTBopstoT B 20 M1 CONSHON KUCNOTbI B CTaKaHaxX BMECTUMOCTbIO
300cml, okmcnsaT 1—3 cM5 a30THOM KMCNOTbl U KUMATAT A0 YAANEHNs OKMC/OB a30Ta. PacTBop Bbinapu-
BAIOT f10 BNI@XKHbIX COMeil, 0CTATOK pacTBOpsAtOT B 20—30 cM3 BOAbI NPW HAarpeBaHWM 1 B CTakaHe NOAroTas-
NMBAKOT K POTOMETPMPOBAHMIO 13 BCEM HABECKM NpK MaccoBoi fone Hukens go 0.003 %. Mpu maccoBoii fone
HuKens cabiwe 0.003 % coaepXUMoe cTakaHa NepeBoAAT B MEPHYHO Kby BMecTUMocTbio 100 cm3, pa3bas-
NAKT BOAON O METKM, NepeMeLLVBatoT 1 0TOMPAtOT B CTakaH aKBOTHYHO YacTb pacTBOpa B COOTBETCTBUM C
Tab6/. 3.

Ta6nunuya 3

MaccoBas Aona HUKensa. 5 O6beM MepHOi KON6b, cM1 NIAMKHOTHAM 4acTb, CM’
Or 0,005 pgo 0.003 _ 3 Bceil HaBeckmn
Cs. 0,003 0,03 100 10
* 003 * 0,08 100 4

* 0.08 0015 100 2
0,15 0.25 100 1

Ecnu nocne pacTBOPeHUst HAaBECKM MPUCYTCTBYET HEPACTBOPUMbIN LIMUPKOHWIA, NOCNEAHWIA OT(UNBLTPO-
BbIBaOT.

K pacTBopy B cTakaHe npnbasnatoT 5cm3 CONFHOKMUCIOrO rugpokcnnammia, 30 cm1 BUHHOKMCAOMO
aMMoHUs, 5 cm3 Trocynbarta HaTpus, 4 cM3 pacTBopa CX-PypungumoKcHMa 1 ycTaHaBimBatoT pH pacTBopa
no YHUBEpCaNbHOW MHANKATOPHOI Bymare pacTBopamu ammumaka o pH = 9.

PactBop nepenvBaloT B AeNUTENIbHYO BOPOHKY BMeCTUMOCTbHO 200 cmM3 40BOAAT 06bEM BOAOW A0
100 cM3 v yepe3 15MUH 3KCTparupytoT 5 cM3 xiopothopma B TeueHne 5 MUH. DKCTPaKLMIO MOBTOPSHOT eLle
[iBa pasa No 5 MVH, NpuaMBas Te Xe KonmyecTBa X10potopMa, CAmMBas Kaxayto nopLuto XnopoghopmMHOro
3KCTpaKTa B MEPHYH KO/16y BMECTUMOCTbIO 25 cM3 (MpeABapuTENbHO BbIMBITYHO U BbICYLLUEHHYHO), 4ONMBAIOT
[0 METKM XN0poOpMOM U XOPOLUO NepemMeLlunBatoT. ECn aKCTpakTbl B MepPHbIX KO6ax MyTHEHT, TO UX
OT(MNLTPOBLIBAOT Yepe3 CyxXoi (IUNLTP CPeAHel NI0THOCTY B KIOBETY Anst (DOTOMETPUPOBanNS.

3mepsatoT ONTUYECKYHD M/I0THOCTb pacTBopa Ha (hOTOKaNopUMETPe WA CMEeKTPO(OTOMETPe Mpu
\ 7171 = 438 HM B KIOBETE C TONLWMHON cnost 50 MM, Uepes Becb X0f aHanmn3a NpoBOLAAT KOHTPO/IbHbIA OMbIT. B
KayecTBe pacTBOpa 1CMOMb3YHT PacTBOP X/0pothopma.

MaccoByto 0110 HUKeNA ONpeaenstoT Mo rpasynpoBoYHOMY rpaduky.

3.3.2. TlocTpoeHwve rpagyvpoBOYHOro rpagmnka

B cTakaHbl BMECTUMOCTbIO M0 250 cM3 NprbaBnstoT CTaHAAPTHBIA pacTBop HKMKens B0; 1;3; 5; 7:9: 11;
13; 15; 17; 19 n 20 cm3 uTto cooTsercTByeT 0; 0.001; 0.003; 0.005; 0,007; 0,009; 0,011, 0,013; 0,015; 0.017;
0,019 1 0,020 Mr HuKens. BitBce cTakaHbl 406aBNAKOT N0 5 cM3 CONAHOKUCNOrO rnapoKcunamMmmHa. no 5cm3
BMHHOKMC/IOrO aMMOHMs, no 5cm3 TrocynbdaTa HaTpus, no 4 cm1 a-hypungnokcnmMa n pasbaanstoT BoLo
£0 50 cm3 YcTaHaenusatoT pH 9 1 ganee aHann3 BefyT, Kak ykaszaHo B n. 3.3.1.

3.3.1; 3.3.2. (N3meHeHHas pepakums, M3m. Ne 1).

3.4. O6paboTka pe3ynbTaToB

3.4.1. MaccoByto f0/110 HUKens (A-) B MPOLEHTAX BbIYUCAAIOT MO hopmyne

., T W W00
*mo o *, Ok

rie T —KO/IMYECTBO HNKENS, HallleHHOe MO rPagyupoBOYHOMY rpaduKy, T;
Y —06beM UCXOAHOMO pacTBOpa, CM3;
[, —06bem anMKBOTHOI YacTu, cM3;
/s, —Macca HaBeCKu cnnaea, T.
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3.4.2. ABCONIOTHbIE [ONYCKAEMbIe PACXOXKAEHWS Pe3y/bTaToB NapaiiefibHbIX ONpefesieHniA He JOMKHbI
NPeBbILLAaTh 3HAYEHWI, YKa3aHHbIX BTabn. 4.

Ta6bnuua 4

A6conloTHOe ponyckae- AGconoTHOe ponyckae-

M accoBaf [ONA HWKenAa. % Maccouan gona Hukena, Y

mMoe pacxoxpgeHnue. % MOe pacxoxXpgeHue. *2

Or 0.0005 go 0.001 0.0002 Cs. 0.02 po 0.06 0.005

Cs. 0.001 * 0.003 0.0004 . 006 » 015 0.01
*0.003 * 0.009 0.0008 «0.15 . 025 0.03
*0.009 » 0,02 0.0015

3.5.  KOHTpO/b TOYHOCTU U3MepeHWiA
KOHTPOAb TOYHOCTW M3MepPeHUiA NPoBOAAT No n. 2.5.
(BBepgeH fononHutensHo, 3m. Ne 1)

NHD®OPMALIMOHHbIE AAHHbBIE
1. PASPABEOTAH 1 BHECEH MuHUCTEpPCTBOM aBUaLMOHHOM NpombiiuneHHocTn CCCP

2. YTBEP)XJEH W BBEJEH BJIEVICTBWE MocTaHoBneHWeM 0CyjapcTBEHHOTO KOMIUTETA CTaHAapToB
CoseTta MuHuctpos CCCP ot 28.12.76 Ne 2889

3. BBAMEH I'OCT 3240-56 B yactu pa3g. VIII
4. CCbIJTOYH bIE HOPMATVNBHO-TEXHYECKME JOKY MEHTbI

O6o3HaueHne HT]
Ha KOTOpbIi NaHa cCbinka

O6osHaueHne HT/

Homep nyHkTa o
Ha KOTOpbI#i AaHa cCblinka

Homep nyHkTa

FOCT 8.315-97 15 FOCT4517-87 22,32
FOCT 3240.0-76 11 FOCT 5456-79 22,32
[OCT 3760-79 22,32 FOCT 5828-77 22
FOCT3773-72 12 FOCT 5962-67 22,32
FOCT 4212-76 32 [OCT 14261-77 22,32
FOCT 4461-77 32 FOCT 25086-87 25
FOCT 4465-74 22,32 TY 6—09—08—2007—89 2.2

5. OrpaHnyeHune cpoka AencTeus CHATO No NpoTokony Ne 2—92 MeXrocyapcTBEHHOr0 COBETa M0 CTaHAap-
TUsauuu. Metponorum u ceptugmkaumum (MY C 2—93)

6. U3AAHWE ¢ N3meneHnem Ne |, yTBepXaeHHbIM B nioHe 1987 r. (MY C 11—-87)
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