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Carbon steel and unalloyed cast iron.
Methods for determination of nickel

OKCTY 0809

Cpok neficteus c 01.01.90
po 01.07.95

Heco6aiofenue CTaHAaAPTa NPECHEAYETCA N0 3AKOHY

Hacrosmuii cragapt ycraHaBJuBaeT (HOTOMeTPHUECKHH (IPH Mac-
coBofi gone Hukesas ot 0,01 xo 0,50 %), rpaBuMeTpHuecknil (IPH Mac-
coBoit joae Hukeas or 0,1 mo 0,5 %) ¥ aTOMHO-aGcopGuUHOHHEIL (MpH
MaccoBoii none uukeas ot 0,02 g0 0,50 %) mertoan! onpejesieHHs HH-
KeJst.

1. OBIUUE TPEBOBAHHSA

1.1. O6mune TpeGoBaHus Kk MerTofam aHamusa — no I'OCT
22536.0—87.

1.2. INorpemsocTs pedy.abTaTa aHadu3a (IPH AOBEePHTEJbHOH Be-
poatHoctd P=0,95) me mpeBniuaer npexesta A, NpUBeIEeHHOro B Tab-
JIMIE, IPH BHIIOJTHEHHHU YCJIOBHH:

pacxox[eHHe Pe3yabTaTOB ABYX (TpPex) NapaJJefbHbIX H3MepeHHH
He JOJIKHO IpeBHINATh (NPH HOBepHTeabHO BeposTHocTH P=0,95)
3snauenns do (ds), npUBeAEHHOTO B TaOMHIE;

BOCIIPOH3BENIEHHOE B CTAHAAPTHOM 00pasile 3HadeHHe MaccoBO# 10-
JH HUKEJS He JOJIKHO OTJIHYAThCS OT aTTEeCTOBAHHOro GoJiee yeM Ha
aonyckaeMoe (npu AoBepuTesbHON BepositHocth P=0,85) smauenwue 6,
fipuBeJeHHOe B TabJuLe.

IIpy HEBHIMOJHEHHH OJHOrO M3 BHILIEYKA3aHHBIX YCJIOBHI MPOBOAAT
fIOBTOPHblE U3MEPEeHHs] MaCCOBOi 0K HHKeJs. Ecu M py NOBTOPHHIX
u3MepeHHsiX TpPeOGOBaHHUS K TOYHOCTH Pe3yJpTATOB He BBINOJHAIOTCH,
pe3yJbTaTH aHAJH3a NPU3HAIOT HEBEPHLIMH, M3MEDeHHs MPeKPamaloT
[0 BHISIBJIEHWS W YCTPAHEHHs NPHYHH, BHI3BABINHX HapylIeHHe HOP-
MaJIbHOTO XO/la aHaJIH3a.

Hapanue opmumnanbroe INepenevatka BOcnpeleHa

*
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PacxoxieHue AByX cpefHHX pPe3yJ/IbTaTOB aHaJH3a, BLINOJHEHHHX
B Pa3JHYHBIX YCJIOBHSIX (HampHMep, npu BHYTPHIa60PAaTODHOM KOHT-
poJie BOCIIPOH3BOAHMMOCTH), He NOJKHO NpeBHIIATh (NPH AOBEPHTEb-
Ho#t BeposiTHocTH P=0,95) 3Hauenus d. , npuBeseHHoro B TabJjuue.

Jllonyckaemble DacXOXAEHHsS, %
Maccosasi RoJisl HEKeJsH, % A, % 3, %
dK ds d,
Or 0,01 xgo 0,02 Bxaoy. 0,003 0,004 0,003 0,004 0,002
Cs. 0,02 » 005 » 0,005 0,006 0,006 0,006 0,003
» 0,05» 0,10 » 0,008 0,010 0,008 0,010 0,005
» 0,10 » 02 » 0,013 0,016 0,013 0,016 0,008
» 02 » 05 » 0,020 0,026 0,021 0,026 0,013

2. ®°OTOMETPHYECKHM METOA ONPENEJNEHHS HHKEJSA

21. Onpenenenune mukeas (001—05%) B cTanaax
H 4YyryHax c mMaccoBoHd jnoJgei#t mapranma no 2%.

2.1.1. MeTon ocHOBaH Ha 06pa3oBaHHM OKpaIIeHHOTO B KPacHHIH
[BET KOMIIJIEKCHOTO COEXMHEHHS HUKEJS ¢ XHMETHIJIHOKCHMOM B aM-
MHAuHOH cpele B NPUCYTCTBHH GPOMHCTOrO ¥ GPOMHOBAaTOKHCIOIO Ka-
JIASl ¥ M3MEPEHHH ONTHYECKOH IJIOTHOCTH OKPallleHHOTO pacTBOpa IpH
AJHHe BOJHBI 530 HM.

2.1.2. Annaparypa u peaxrusol

CnekTpodoTOMETD HIH POTOIJIEKTPOKOJIOPHMETP.

Kucaora cepuast no TOCT 4204—77 u pasGaBiaensas 1:4 u 1:1.

KucJora aszotHas no 'OCT 4461—77 uau I'OCT 11125—84 u pas-
GaBJsieHHas 3:2.

Kucaora consinas no 'OCT 3118—77 u pas6aBiennas 1:4.

Kucnora numonnas no TOCT 3652—69, pacTBop ¢ MaccoBOf KOH-
ueHTpanuei 100 r/am3.

Kauuit 6pomuctsiit mo TOCT 4160—74.

Kauuii 6pomHoBaTokucasii no TOCT 4457—74.

PacrBop 6POMHUCTOr0 ¥ GPOMHOBATOKHCIOrO KajHs: 39 r 6POMHCTO-
ro Kajus u 10 r 6POMHOBATOKHMCJIOTO KaJjlusi PacCTBOPAIOT B BOAE B Mep-
HoOli K0J16e BMecTHMOCTLIO 1 AM3, JOJHBAIOT A0 METKH BOJOH M IepemMe-
LIHBAIOT.

Ammuak Boasniii mo TOCT 3760—79 u pasbaBienHuii 3:2.

Cnupr 3Tun0Bb# pexTudukosanusifi no FOCT 18300—72.

HOumernaranokcum no [OCT 5828—77, pacTBop ¢ MaccoBOH KOH-
nentpaunueit 10 r/am®: 10 r AMMETHITIHOKCHMA pPacTBOPSAIOT B 3THJIO-
BOM CIIUPTe B MepHOII KOj6e BMECTHMOCTbIO 1 M3, 1OMHBAIOT 10 METKH
STUJIOBLIM CIIHPTOM M NEPEMEIIHBAIOT; Nepex ynorpebjenueM pacTBOp
QUABTPYIOT.

XKeneso xap6oruabHOe paanoTexunuyeckoe no FOCT 13610—79.
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Hukenwb nepBuunnii mo FOCT 849—70.

CranaapTHhE PaCTBOPHI HHUKEJIS.

PacrBop A: 1,000 r MeTa/IM4ecKOro HHKeNsi PAacTBOPSIOT HPH yMe-
peHHoM HarpeBaHuu B 35 cM® a30THOM KHCHOTH (3:2), TNPHIHBAIOT
30 cM® cepHoit KHcaoTH (1:4), BhimapuBaoT A0 Hauaja BbAEJEHHS
1apOB CepHO#l KHUCJOTH u oxJaxjaanoT. Coam pacrsopsior B 100—
150 cM® Boabl, pacTBOp MEPEHOCSIT B MEPHYI KOJGY BMECTHMOCTBIO
1 nM3, oxsaxkAaloT, JOJNKMBAIOT 10 METKH BOJAOH M IEPEMELIHBAIOT,

1 cM® pacrBopa A cozepxut 0,001 r Hukess.

PactBop B: 50 cM® pacrtBopa A noMemaiT B MepHYyI0 KOJOy BMec-
THMOCTbIO 500 cM3, HOMHMBAIOT 1O METKH BOJOH H IepeMellHBaloT.

1 c¢M3 pactBopa b conepxkut 0,0001 r nukens.

Pacreop B: 50 c¢M® pacTBopa b nomemalor B MepHy0 KoJGy BMec-
THMOCTbI0O 100 M3, DOJIMBAIOT 0 METKH BOJOH H IepeMeLIMBaloT.

1 cm?® pactBopa B coxepxkur 0,00005 r Hukess.

2.1.3. IIposedenue anarusa

HaBecky npo6nt 0,5 r moMelmaoT B CTakaH BMecTHMOCTbio 200—
250 cm®, pactBopsiior B 30 cM?® cepHOA KuCaOTH (1:4) mpu yMepeHHOM
HarpeBaHWU H OKHCJISIOT a30THOH KUCJIOTOH, TNPHOABJAs ee MO KalaaM
IO DpeKpallleHHs1 BCHOeHWBaHUs pacTtBopa. Ilocse oxJaxAeHHS, eclH
pacteopsifoT B 100—120 cm3 Bozb, pacTBOp NMepeHOCST B MEPHYIO KOJ-
6y BMecTHMOCTbIO 250 cM®, 0XJ1aX[aloT, AOJHBAIOT IO METKH BOJOH
H NepeMellHBaoT.

PacrBop ¢uabTPyIOT uepes cyxoit (HABTP B K0OJ6Y BMECTHMOCTBIO
250 cM®, or6paceiBas JBe nepBhle MOpuuM ¢HIbTPaTa. [IBe aJHKBOT-
HBle YacTH pacTBopa mo 25 cM® mOMeLIaloT B MePHble KOJIGH BMECTH-
Moctbio 100 cM® H Mpu MOCTOSHHOM NEPeMeNIHBAHHHU I10CJE10BATENbHO
NPHJIHBAIOT B KAXKAYIO MEPHY10 K06y 20 cM® pacTBopa JIMMOHHOI KHC-
JOTH, 5 cM® consiHoft KHCaOTH (1:4), 10 cM3® pacTBopa OGPOMHCTOrO H
GPOMHOBATOKHCJIOTO KaJMst U yepe3 2—3 muH 25 cM® pacTBopa aMMH-
aka (3:2). PacTBOpH NepeMeNIHBAIOT M HEMEIJIEHHO OXJaXJalT [0
20°C.

B onny u3 Koa6 nmpuauBaoor 1 cM® pacTBopa AHMETH/IJIHOKCHMA,
B Apyryio — 1 cM® aTHIOBOro cnupra. PacTBOpH Z0JHBAIOT A0 METKH
BOJOWM H TIIAaTeJbHO MNepeMelnBaloT. B rTeuenne 25 MUH H3MeEPSIOT
ONTHYECKYIO TVIOTHOCTh OKPAIIEHHOTO PacTBOpa Ha CNEKTPopoTOoMETpe
npu AJvHe BosiHHL 530 HM UM HA (OTO3JTEKTPOKONOPUMETpPE CO CBETO-
(UALTPOM, UMEIOLIMM MAaKCHMYM NPONYCKaHWs B HHTepBaje JAJHH
BoJH 530—550 HM.

B kauecTBe pacTBOpa CpaBHEHHsI HCIMOJB3YIOT aJHKBOTHYIO 4acThb
aHaJIM3UPYEMOro pacTBOpa, COAepKallylo Bce PEaKTHBH, KPpoMe JH-
METHJTJIHOKCHMA.

PesysbTaTH aHa/iH3a BHIYHCJSIOT MO FPaJyHPOBOYHOMY rpaduky
HJM METOJOM CPaBHEHHS CO CTaHXApPTHHIM 06pa3unoM, GJU3KUM IO €O-
CTaBy K aHaJu3UPyeMoii mpobe, U INPOBeJEHHHIM 4Yepe3 Bce CTaAHH
aHaJA3a.
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2,1.4. ITocrpoerue zpadyuposounozo spapura

2.1.4.1. TIpu maccoBo# goae Hukeas 0,01—0,05 9%.

B ceMb crakaHoB BMecTHMOCThIO 250 cM® mnomemtaior mo 0,5 r kap-
GOHHUJLHOrO KeJesa. B mecTp u3 HHUX A00aBJSIIOT CTaHAAPTHHI pacT-
Bop B B kosuuectBe 0,5; 1,0; 2,0; 3,0; 5,0; 6,0 cM3, uTO COOTBETCTBYET
0,000025; 0,000050; 0,000100; 0,000150; 0,000250 1 0,000300 r HHu-
Keast. CebMO# CTaKaH CIYXHT AJISI TPHTOTOBJIEHHsI PacTBOpa cPaB-
Hennsi. Jlasiee npoBoAsiT aHa/u3 KaK npuBeseHo B 1. 2.1.3.

2.1.4.2. Tlpu maccoBoii foqae uukenas 0,05—0,50 %.

B cemb crakanoB BMectuMocTblO 250 cm® nomemaror no 0,5 r Kap-
6OHUIBHOrO XKeJjesa. B mecTs U3 HUX N06aBJAIOT CTaHAAPTHHE pacr-
Bop B B kosuuectse 2; 5; 10; 15; 20; 30 cm?, uto coorBeTcTByer 0,0002;
0,0005; 0,0010; 0,0015; 0,0020; 0,0030 r vukens:, CenbMOl CTaKan
CJYXKHUT IJIsl IPUTOTOBJIEHHsSI pacTBopa cpaBHeHus. [dasee npoBoAAT
aHaJu3 Kak npuBeneHo B 1. 2.1.3.

ITo Ha#ileHHbIM 3HAYEHUSM ONTHYECKOH MJOTHOCTH U COOTBETCT-
BYIOIIHM UM 3HAYEHHSM Macchl HHUKeJSi CTPOSIT rpaJyHpOBOUHBIH rpa-
¢uk. omyckaercs NOCTpOEHHe TIpaiyHPOBOYHOro rpaduka B KOOD-
IHHATaX: ONTHYECKas IVIOTHOCTh — MAaCCOBast HOJsA HUKEJs.

22. Onpenxenenne Hukeas (005—050%) B cTaasax
H YyryHax ¢ MaccoBo#fi nouaei#i mapranma jpo 1%.

2.2.1, Metoa ocHOBaH Ha 00pa3soBaHHM OKPaIU€HHOrO0 B KOPHUHEBO-
KPacHHIH 1BET KOMILJIEKCHOTO CO€IMHEHMS HHUKeJs ¢ AMMEeTHJIJIHOKCH-
MOM B IIeJIOYHOH cpefie B NMPHUCYTCTBHH HAJCEPHOKHCJIOTO aMMOHHSI M
H3MePeHHH ONTHYECKOR MJIOTHOCTH OKPAllleHHOTO pacTBOpPa NpH AJNHHEe
BOJIHE! 440 HM. Memaollee BIHSAHNE XKeJe3a YCTPAHAIOT NepeBelleHHeM
€ro B BUHHHO-KHCJIbIH KOMILJIEKC.

2.2.2. Annaparypa u peaxTugo:

Kaauii-uarpuit sBunHokucasiii no M'OCT 5845—79, pacrBop ¢ Mac-
coBO# KonueHTpanueit 200 r/am3.

Hartpusa runpokcun no 'OCT 4328—77, pacTBop ¢ MaccoBoi KOH-
uentpanuedi 200 r/amM® uan kaaus rugpoxcux no [OCT 24364—80 pa-
CTBOD C MaccoBO# KoHlIeHTpanuei 250 r/ams3.

Ammonnit uazcepHokucanii no TOCT 20478—75, pactBop ¢ Mac-
coBO# KoHuenTpauuei 30 r/amM3, cBeXenpHroTOBIEHHBIH.

Humerniraunokcum no 'OCT 5828—77, pacTBOop ¢ MaccCOBOH KOH-
nentpauuei 10 r/aM3® B pacTBOpe THAPOKCHAA HATPHUS HJH THAPOKCHAA
KaJIus C MaccOBO# KOHUIeHTpanuei 50 r/am3.

2.2.3. IIposedenue anarusa

Hagecky npo6st 0,5 r (npu maccosoit gose Hukeas 0,05—0,20 %) u
0,2 r (upu MmaccoBoit xose wukens 0,2—0,5 %) nomelalOT B CTAaKaH
BMectuMocTbio 200 cM® H pacTBOpSIIOT Kak NpHBeAeHo B m. 2.1.3.

Tlocne pacTBOpeHHS HaBeCKH PacTBOpP KHISATAT [0 yAaJIEHHS OKHC-
JIOB a30Ta, OXJaXAAKT U NMEPeBOJST B MepPHYIO KOJOy BMECTHMOCTBIO
100 cM®, noJMBalOT 10 MeTKH BOAOH W NepeMeluuBaloT. [Ipm aHa/Hu3e
YyIyHOB HJIM B CJyYae BLINaJeHMSI B OCaJ0OK KPEeMHHEBOH KHCJOTH



rocr 22536.9—88 C. 5

9acTb pacTBopa QHILTPYIOT Yepes cyXoii GuIBTP B cyxyilo Koy, OT-
6pacbiBas nepBble MOPUHH (GHALTPATA.

JBe anukBoTHBe 4acTH pacTBopa no 10 cm® momemalT B MepHHE
KOJI6H BMecTHMOCTbIO 100 cM®, NpPHJAHMBAIOT mMOCJEJOBAaTENbHO B KaX-
aywo Koja6y 20 cM® soan, 10 cM® pacTBOpa KaJHs-HaTPHS BHHHOKHCJO-
ro, 10 cM® pacTBopa TuApPOKCHIA HATPHs (Hau IHAPOKCHIA KaJHs),
10 cm® pacTBOpa HaACEPHOKHCJOrO aMMOHHS, TUIATEeJbHO IE€PEMENIH-
Bas nocje npuGaBJeHHs KaXAOro peakTHBa. B OAHY H3 KOJ6 NPHJH-
BaloT 10 cM® pacTBOopa guUMeTHJATJIHOKCHMA, Hepe3s 3—5 MHH COAEPXKH-
MOe KOJIOH AOBOAAT A0 METKH BOJOM, NepeMeIlnBalOT H H3MEPSHIOT on-
THYeCKYIO NJIOTHOCTb PacTBOPa Ha cneKTPpodoToMeTpe NMpH AJHHe BOJI-
HE 440 HM Hau GOTO3/EKTPOKOJIOPHMETPE ¢O CBETOPUILTPOM, HMEIO-
UM MaKCHMyM NPOMYCKAHHS B HHTePBaJe MJIHMH BoaH 430—450 HM.
B kauecTBe pacTBopa cpaBHEHHs MCHOJb3YIOT aJHKBOTHYIO YacTb aHa-
JIM3NPYEMOro PacTBOPa, COAEPKAIIYI0 Bce PEAKTHUBH KpPOMe JHMETHJI-
TJIHOKCHMA.

Pe3ysbTaThl aHasn3a BHIYHCJAAIOT NO IPajyHPOBOYHOMY Ipaduky
MM METOJOM CpPaBHEHHSl CO CTAHAApPTHBIM 006pa3uoM, OJH3KHM TO
COCTaBy K aHaJu3upyeMoii mnpobe, u MPOBeJeHHbIM Yepe3 Bce CTaAHH
aHaJu3a,

2.2.4. IocTpoerue epadyupos8ourozo epapura

B mects cTakaHOB BMecTHMOCThIO 250 cMm® momemator 0,5 uau 0,2 r
KapGOHUJIBHOTO XKeJje3a B 3aBUCUMOCTH OT HaBeCKH npobbl. B narts na
HUX [06aBJsIOT CTaiAapTHHH pactBop B B kosuuectBe 2; 3; 5; 8;
12 cm®, uto cootBercTByer 0,0002; 0,0003; 0,0005; 0,0008; 0,0012 r
uukess. [llecToil cTakau CJAYXHT JJs IPHTOTOBJEHHS] pacTBopa cpaB-
Henusi. [lasee npoBoAsT aHa U3 Kak nmpuBejeHo B 1. 2.2.3.

Ilo HafiieHHBIM 3HAYEHHSM ONTHYECKOH MJOTHOCTH H COOTBETCTBYIO-
LI¥M HM 3HAUYEHHSM Macchl HHKeJs CTPOSIT IPaJyHPOBOUHHIHA Ipaduxk.
JlonyckaeTcss mocTpoeHue rpajynpoBOYHOro rpaduka B KOODAHHATAX:
ONTHYECKas MJIOTHOCTb — MaccoBas A0JS HUKeJS.

23.OTneneHue Maprauuma B BHJAe JHOKCHIAA NpPH
onpenenenun Hukeuas (0,06—0,50%) B craasx u uy-
rysax ¢ mMaccoBOi JoJgel MapraHuma BHime 19,

Hagecky npo6sl Maccoit 0,5 nan 0,2 r nomeialoT B CTaKaH BMECTH-
mocTbio 250 cM3, pacrBopsitor B 30 cM® cepHOil KucaoTH (1:4), mpu
yMepeHHOM HarpeBaHHH. [locjie pacTBODEHHS HaBeCKH NPHJHBAIOT
2a30THYIO KHMCJIOTY A0 NpeKpallleHHs BCIEHHBaHHs DAacTBOPA M B 1306HI-
TOK 2—3 cM®. PacTBOp KHIATAT, CMHBAIOT CTEHKH CTaKaHa BOJOM, IIPH-
JuBaoT 10 cM3 cepHOH KHCJIOTH H YNapHBAIOT A0 NApPOB CEPHOH KHC-
Jotel. Conu pactBopsitor B 100 cM3 Bogsl npu HarpeBanuu. K pactBo-
py npubaBasiior 1 r 6POMHOBATOKHCJIONO KaJisl, HarpeBaioT [0 KuIe-
HHSl ¥ KHIIATST B TeUEHHE 5 MUH.

PacTBop ox/axAaloT, NEPEHOCAT B MePHYI0 K0JOy BMECTHMOCTbIO
250 cMm®, HOMMBAIOT A0 METKH BOJOH M MepeMelnuBaloT. PacTBOp GuJbT-
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PYIOT uepe3 CyXoH MJIOTHBIH (HJABTP B CyXyl0 KoJOy, oT6pachiBas nep-
Bhle MOPHHK UALTPATA.

AnukBoTHYIO YacTh 25 cM® IOMELIAOT B CTaKaH BMECTHMOCTBIO
250 cm?, npunuBaior 5—10 cM? cONHOM KHUCAOTH M yIapHBalOT A0 na-
POB CepHOH KHCJIOTH, 00paboTKy COJISTHOH KUCJIOTOH MPOBOJSAT ellle JBa
pasa. PacTBop ynapuBaioT 10 NOSIBJEHHS NApOB CEPHOA KHCJOTHI, MPH-
JUBaioT | cM? cossiHO# KHCJIOTH, 10 cM® BOIB! U PacTBOPSIIOT COJMIH NPH
HarpeBaHHH. PacTBOp OXJ1a:KAaIOT H EPEHOCAT B MEPHYIO KOJIOy BMec-
TuMocThio 100 cm3. [lanee ananus npoBoAsT mo m. 2.2.3.

24. O6paboTKa pe3yJAbTaTOB

2.4.1. MaccoByio nouio HuKexs (X) B MPOLEHTaX BHIYHC/AIOT IO

dopmyJe
X =21.100,
m

rie
m, — Macca HHKeJls B aHaJH3HpyeMo# npo6e, HaliileHHas IO rpa-
JYHMPOBOYHOMY rpaduky, r;
m — Macca HaBeCKH IpolHI, I.
2.4.2. HopMBEl TOYHOCTH M HOPMATHBE KOHTPOJIS TOYHOCTH ONpeje-
JIeHHsI MacCOBOH AOJIM HHKeJIst IPHBEAECHL B Ta6JIP[Ile.
2.4.3. MeTox TNpPHMEHSIOT OPU Pa3HOIJIACHSAX B OLEHKe KayecrBa
YIJIEPOAUCTON CTaJd H HeJIErHPOBAHHOTO YyryHa.

3. TPABUMETPHYECKH METO/L ONMPEAEJNEHUSA HUAKEJSA

3.1. CymHocTbh MeTOZAA

MeToz OCHOBaH Ha OCaXKAEHHHU HHUKeJs AHUMETHITJIHOKCHMOM B aM-
MHauHOH cpejle B MPUCYTCTBHH BHMHHON KHCJOTHl JJIs CBA3HIBAHHA XKe-
Jie3a M B3BEIUMBAHHH MOJYYEHHOrO OCafKa B BHAE 3aKHCH HHKEJA HJIH
JUMETU/ITJIHOKCHMATa HUKeJsI,

32. AnnmapaTtypa u peakKTHUBH

Anekrponeur Tuna CHOJI, ob6ecneunBatomas pPeryJupoBKy TeMme-
paTtypsl ¢ TounocToio = 10 °C.

dnekrpomkad cymuabHbli gadopatopusiii tTuna CHOJI, o6ecneun-
BaIOIHH PEryJuPOBKY TeMnepaTypsl ¢ ToyHOcThio =10 °C.

Axcukarop no 'OCT 25336—82.

Kucnora coasinas no F'OCT 3118—77 wuau I'OCT 14261—77, pas-
GapjenHas 1:20 u 1:1.

Kucaora asornas no FOCT 4461—77 uau TOCT 11125—84.

Awmwmuak soxusii no F'OCT 3760—79, pas6aBnenunit 1:1 u 1:100.

Kucnora Bunnas no 'OCT 5817—77, pacTBop ¢ MaccoBoi KOH-
mentpamnueit 500 r/am3.

Kuciora auMOHHAsi MOHOrUApaT u Gessoanas no IOCT 3652—69,
pacTBOp ¢ MaccoBoit KOHmeHTpauuei 250 r/ame.
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AmMonuit popanmcthii mo T'OCT 19522—74, pacTBop ¢ MaccoBo#
KOHUeHTpauHeit 50 r/am3.

CnupT sTHJI0BHI pekTH(HKOBauub 10 [OCT 18300—87.

Humernarianokcum mo I'OCT 5828—77: 1 r peakTuBa PacTBOPAIOT
B 100 cM? sTHI0BOrO cHPTA.

33. [IpoBenenue aHaausa

Hagecky ctanu uau uyryHa Maccoif 2 © nmoMellaloT B CTaKaH BMec-
TuMOCTbI0 400—500 cm® u pacTBopsitor B 40—50 cM3 coJIsIHOH KHCJIO-
TH (1:1), IpH yMepeHHOM HarpeBaHHUH.

ITocsie pacTBOpeHHsT HaBeCKH NMPHUJAMBAIOT 10 KANJIAM a30THYIO KHC-
JIOTy A0 NpeKpalleHHs BCIEHHBaHHUs pacTBopa W 2—3 Kaluld B H3GH-
TOK.
PactBop BhIapuBarOT jocyxa. K cyxoMy ocratky npu6aBJsIOT
10 cM?® consimo#t RueqoTh (1:1), BEmapuBaroT AOCyXa M OXJaXAaIoT.

Tlocne oxnakAeHusi X cyxoMmy octaTky mnpubasasior 10 cM® co-
JsHOH KucsaoTh (1:1), HarpeBaloT [0 pPacTBOPeHMs coJiell, NPHOaBJsA-
1ot 100 cm® ropsiuedt BoAB H  (GHUABTPYIOT (ecau o6pa3oBajicsi ocalokK
KPDEMHHEBO! KHCJOTH H rpadura) uepes OuanTp «O6esas JeHTa».
DuabTp ¢ 0CaZKOM NPOMBEIBAIOT HECKOJBKO Pa3 ropsueil cOJSHOH KHC-
goroit (1:20) o mosiHOrO yaajieHHsT HMOHOB Keje3a (KOHTPOJIb IPOBO-
JAT [0 peaKuWHn ¢ POJAHHCTHIM aMMoHHeM). DuabTp ¢ ocafkom OT-
GpachIBaoT.

duabrTpar goBoAAT Ao ob6beMa 300—350 cm?, npuausalor 40 cm?
pacTBopa BHHHOH KHCGJOTH Hau 20 cM® pacTBOpa JIHMOHHOHA KHCJOTHI,
OCTOPOXXHO HefITPa/JH3yIOT pPaCTBOPOM aMMHaKa 0 IOSIBJeHHsT cJjabo-
ro 3anaxa u npuausaioT 10 cM® pacTBopa IMMETHJIIVIHOKCHMA INIPH MOC-
TOSIHHOM NepeMelInBaHKH.

PacTBOp c OCaikOM JIHUMETHJTJIHOKCHMAaTa HHKeJsi HarpeBaoT 0
60—70 °C, naioT mocrosaTh B TEIJIOM MecTe 2—3 4, mocjie Yero ¢HIb-
TPYIOT Yepe3 GuALTP «Oenas JeHrar.

Crakan o6MbIBaoT Haf GuabTpoM 2—3 pas3a XOJOAHKIM PacTBOPOM
ammuaka (1:100) u npomuBalOT GHIABTP ¢ ocaikoM |—2 pasa Tem Xe
pactBopoM. Ocajnok Ha ¢uabTpe pacTBopsilor B 30 cM? ropsueit coJsd-
HO#it kucyaoTH (1:1) u mpoMmbiBalOT 5—6 pa3 ropsyeii BOJoH, coGHpas
¢uabTpar ¥ NPOMEIBHBIE BOJBL B CTaKaH, B KOTOPOM IIPOBOIHJIOCH
ocaxzenue. ITocye 3Toro npoBOAAT MOBTOPHOE OCaXKJeHHe HHKeJsd, Kak
NpPUBEJIEHO BHILIE.

[IpoMBbITHIT OCafoOK AMMETHJTJHOKCHMATa HHUKeJIs BMecTe ¢ (DHJIb-
TPOM 3aBOPAYHBAIOT B APYrof cJerka yBJaXKHEHHHH (HJILTP, nmoMe-
wawoT B ¢haphopoBuil THresb, MPEeABaPUTE]bHO NPOKAJIEHHBIA [0 MOC-
TosiHHO¥ MaccH npu 800 °C u B3BeLIeHHBIH, GUABTP ¢ OCAAKOM BHICY-
IIMBAIOT B THIJIE, OCTOPOXKHO 030JISI0T, He JONYCKasi BOCIJaMeHeHHs,
[oCJle 4ero NPOKaJHBAIOT B 3JeKTponeud npu 650—700°C o mocrosH-
HO¥M MaccH., OXJ1aXKAaloT THreJb ¢ OCaKOM B 3KCHKaTOpe H B3BelIHBa-
oT. OJHOBPEMEHHO ¢ BHIMOJHEHHEM aHaJiH3a NPOBOAAT KOHTPOJLHEIA
OIIBIT Ha 3arpsi3HeHHe PeaKTHBOB.
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Onpenesenne HHKe/Is JONycKaeTcs 3aKaHYMBATh B3BELIHBAHHEM BHI-
CYLIEHHOTO OCafika AUMETHJIJIMOKCHMATa HUKeJs (MIPH MaccoBON joJe
HHKeJst B cTanu MeHee 0,2 % ). B stoM ciyuae ocafiok OTGHJLTPOBHI-
BAIOT HA CTeKJAHHHIN HILTPYyOWHHE THreap Ne 3, nmpeaBapHTENbHO
BRICYLIEHHBIH H JOBEJEHHBIH J0 NocrosiHHo# Macchl. CTeHKH cTakKaHa M
ocalok oOMBIBalOT pacTBopoM ammuaka (1:100) u 5—6 pas Tenoi
BOJ0#. THreab ¢ 0caKOM MOMENAIOT B CYWIHAbHBIH IKa®h U BHICYLIHBA-
for npH temnepatrype 110—120°C po mocrosinHOi Macchl. Tureab c
OCa/IKOM OXJaXAaIoT B 5KCHKaTOpe M B3BeHIHBAOT. OLHOBPEMEHHO C
BLHINIOJTHEHHEM 2HaJIH3a HPOBOJAT KOHTPOJNBHHH ONLIT Ha 3arpsisHeHHe
peaKTHBOB.

34. O6paboTKa pe3yabTaTOB

3.4.1. MaccoByio nomo Hukens (Xi) B NPONEHTax BHUYHCJAAIOT IO
thopmy.ie

X— [ (my—mq) —(my—m,)]-K-100

m b

rae m, — Macca THIVIA C OCaJKOM 3aKHCH HUKeJSl HJIH JUMETHJ/rTHOK-
cHMaTa HHUKeJ, T;
my — Macca THIJs 6e3 ocallka, T;
mg3 — Macca THINIF ¢ 0CalKOM KOHTPOJILHOIO ONbITa, T;
mg4 — Macca turad 6e3 ocajika, r;
K — kos¢dunuent pabuuii 0,2032 npu nepecyere AUMETHJIVIHOK-
CHMaTa HUKeJsd Ha H¥Keap u 0,7858 npm nepecdere 3aKuCH
HHKeJIsI Ha HUKeJIb;
m — Macca HaBecKH npoobHl, T.
3.4.2. HopMBEI TOYHOCTH H HOPMATHBE KOHTPOJIS TOYHOCTH ONpeje-
JIEHHUsl MacCOBOH J10JIH HUKeJIs] IPHBEeHEl B TabJ/aule.

4. ATOMHO-ABCOPBLIHOHHBIA METO, ONTPEAENEHHA HUKEJNA

41. CymHOCTH MeTOJR2

Merton OCHOBAaH Ha M3MEDPEHHH CTelleHH MOTJIOLIEHHS Pe30HaHCHO-
ro H3JYy4eHHs CBOOOIHBIMYM aTOMaMK HHKe/s, 06pas3ylOUIUMHCA B pe-
3yJbTaTe pPacHbUICHHs aHAJH3HPYeMOro pacTBopa B IJIAMEHH BO3-
JyX—aleTHJIeH.

42. AnnapatTypa u peaKTHUBH

ATOMHO-a6cOpPOUHOHHBIN CIEKTPOGOTOMETP.

JlamIna ¢ moJIbIM KaTOAOM [JIsl OPe/ie/IeHHST HUKeJIs.

AuernsieH pacTBopeHHBIH W rasoo6pasublit mo F'OCT 5457—75,

Kommpeccop, obecrneunBaoiuii nogauy cKaToro Bo3ayxa, uiau 6aj-
JIOH CO CXATBIM BO3YXOM.

Kuciora consuasa no FOCT 3118—77 uau mo I'OCT 14261—77 u
pas6aBaeHHas 1:1.

Kucnora asornas mo TOCT 4461—77 unu no TOCT 1112584,

)Keaeso kKapGonuabHoe pagnorexHuyeckoe no 'OCT 13610—79,
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pacTBop ¢ MaccoBoif KoHUeHTpamueir 50 r/am®: 50 r KapOGOHHJBHOrG
XKesesa pacrBopsiioT B 400 cm® consuoft kucaoTw (l:1), npubGasasior
[0 KanJjsiM a30THYIO KHCJOTY 1O OKOHUaHHA BCIEHHBaHHUsS, yIapHBAIOT
A0 BJIaXKHHIX coJjedi, npu6aBisior 40—50 ¢cM3 COMSHOH KHCJIOTHI H CHO-
Ba ymapuBalOT [0 BJaXHHIX coJiedl, ATy onepayuio NoBTopsior. Coun
pactBopawT B 100 cM? consinofi  kucqotel (1:1), oxsaxkjawor, nNepeso-
JASIT B MePHYIO K00y BMeCTHMOCTbI0O 1 AM®, NOBOAAT N0 METKH BOJOH,
nepeMelnBaT U (QHABTPYIOT pacTBOp uepe3 GHJALTP CpPeldHel maoT-
HOCTH.

Huxkear nepsuunsiit no FOCT 849—70.

CranjaprHble pacTBOPHL HHKeEJS.

Pacteop A: 0,5000 r MeTassiuuecKoro HuKeJs pacTsopsaior B 10 cM®
coasiHodt ¥ 10 ¢cM® a30THOI# Kuc/0T. PacTBOp mepeHOCAT B MEPHYIO KOJI-
0y BMecTuMOCThI0 | AM3, 0XJaXA2I0T, AOJHMBAIOT J0 METKH BOJOH W
nepeMeLIHBaIOT.

1 cm® pactBopa A coxepxur 0,0005 r HuKens.

PactBop B (rotoBsiT HenmocpeacTBEHHO Nepea npuMeHenuem): 20 cm®
CTaHAApPTHOT'O PacTBOPa A NOMELIAlT B MEPHYIO KOJIGY BMECTHMOCTBIO
100 ¢M?®, DOIMBAIOT A0 METKH BO/JAOK H IepeMeNHBaloT.

1 cm® pactBopa B comepxur 0,0001 r Hukess.

43. ToarotoBKka npubopa

IToaroToBky npubopa K aHaJH3y NPOBOAAT B COOTBETCTBHU C MPH-
JlaraeMo#l K HeMy HHCTPYKIUeH.

HacrpauBator cnekTpooToMeTp Ha Pe30HAHCHYIO JHHHIO 232 HM.
Ilocsie BKAIOUEHHS MOJAyH ra3a W 3aXKHTaHHA TOPeJKH pPaclblIAIT
BOAY B IVIaMEHHU H YCTAaHABJHBAIOT HYJIEBOE NMOKa3aHHe MPHOOpa.

44. [IpoBegenue aHaJdusa

4.4.1. HaBecky cTtasu MAH uyrysa Maccoii 1 r (npm maccoBoit Jo-
ne Hukeas ot 0,02 go 0,1 %) wuau 0,5 r (npu MaccoBOi JAoJie HHKEAR
or 0,1 1o 0,2 %) wuam 0,2 r (npu mMaccoBO# Aoje Hukenas or 0,2 1o
0,5 %) momewialoT B cTakaH BMeCTHMOCTbIO 100 cM3 u PacTBOPSAIOT NPk
HarpeBaHud B 15 cM® CcOJSIHOR KHCJOTH M 5 cM® a30THOH KHCJOTHL.
PacTBOp BHINApUBAIOT A0CYyXa, OXJaxkKAAIOT, PHJIUBAIOT 5 cM3 COJISHOMR
KucJaoTh, 20—30 cM® BOAW M HarpeBaloT 1o pacTBOpeHHs coJeil, Ox-
JlaXKJIeHHBl pacTBOp MepPeBOIAT B MePHYH KoJa0y BMECTHMOCTbIO
100 cM3, OMBAIOT 40 METKH BOJOH M mepemeunBaioT. PacTBop ¢uiib-
TPYIOT uepe3 cyxofi puapTp «Oejas JeHTa», orOpachbiBas nepspie ABE
nopuun ¢uaptpaTta. Jasi NPHUTOTOBJEHHS PacTBOPa KOHTPOJbHOrO
onbpiTa B MepHYIO Koa6y BMecTHMOCTbI0 100 cM® npuHJHBaOT PacTBOp
KapOGoOHMJIBHOTO 3KeJiesa H NPOBOAAT uepe3 Bce CTaJHH aHajau3a.

Pacnslisiior B IJ1aMsi PacTBOP KOHTPOJBHOTO ONBITA, a 3aTeM aHa-
JU3UPyeMBle PACTBOPHL B IIOPsIIKE YBeJHYEHHsST MaccOBOR JOJH HHKeJs
JIO HOJIyueHHs cTaOuJbHBIX IOKAa3aHHH AJs Kaxkjoro pactsopa. [lepen
BBEIEHHEM B IJlaMs KaXkJ0ro aHAJH3HPYeMOTro pacTBOpa PachblisioT
BOAY IJi1 NPOMBIBAHHS CHCTEMEl H NMPOBEPKH HYJEBOH TOUKH.

Y3 cpennero snauenusi ONTHYECKOH TIJIOTHOCTH KaXJAOTO HCHbITye-



C. 10 TOCT 22536.9—88

MOro pacTBOpa BHEIUHTAIOT CpeiHee 3HAUEHHE ONTHuecKOH MJIOTHOCTH
KOHTPOJILHOTO ONHITA.

Maccy HHKeJst HaXOJISIT [0 TPaJyHPOBOYHOMY I'pPadHKy.

4.4.2. ITocrpoerue epadyupos8ourozo epadura

B cemb MepubHix KOJ6 BMectuMocThio 100 cM3 momemaior no 20,
10 wau 4 cm® pactBopa KapOOHHJIBHOrO »Keje3a B 3aBHCHMOCTH OT
HAaBeCKH NpPolH, B miecTh NPHAMBAIOT nocaeposatennuno 1,5; 3,0; 5,0;
7,0; 10,0; 12,5 cm® crammapTHOro pactBopa b, 4To COOTBETCTBYET
0,00015; 0,00030; 0,00050; 0,00070; 0,00100; 0,00125 r Hukess.
Cenbmas Kon6a CAYyKHT M5 IPOBEAEHHS KOHTPOJbHOro onbita. Colep-
KHMOe K0JI6 HOBOJAT [0 METKH BOJOM, NepeMelIHBAIOT U AaJbHeA A
aHaJIM3 NPOBOMMAT No 1. 4.4.1.

Ilo HafiieHHRIM 3HAaUEHHMAM ONTHYECKOM IVIOTHOCTH M COOTBETCT-
BYIOIIMM MM 3HAUEHHSIM MacChl HHKeJS CTPOSAT IpajyHPOBOYHHf rpa-
dux.

45. O6pa6oTKa pe3yJabTaTOB

4.5.1. Maccosyiwo gouaio HHKeJs (Xp) B mpoueHTax BBIUHCJIAIOT IO
dhopmyie

my- 100
Xo= =5
rae m,; — Macca HHKeJS B aHaJu3HpyeMoH npobe, HallleHHas 1o rpa-
JLyUpOBOUHOMY rpaduKy, I;
m — macca HaBeCKH NpPOoG6HI, T.

HopMbl TouHOCTH H HOPMATHBH KOHTPOJS TOYHOCTH ONpeAesieHHS

MAacCCOBOJ J0JIH HUKeJs IPUBELeHb B Tabaule.
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