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FTOCYAAPCTBEHHDBN CTAHAQAPT COIO3A CCP
S

CTAJIb YIJIEPOOHUCTASl U YYTYH

HEJIETHPOBAHHBIA T
Meroan onpepesieHNs aNIOMHHHSA roc
Carbon steel and unalloyed cast iron. 22536.10—88

Methods for determination of aluminium

OKCTY 0809

Cpok neficreus ¢ 01.01.90
no 01.07.95

Heco6monenne cTanaapra npeciefyercs no 3akoHy

Hacroamuii cTannapT ycTaHaBJIHBaeT (GoTOMeTpHUeCKHe (IPH Mac-
coBoit nome amomuHns 0,0056—0,12 %) u aToMHO-a6copOIHOHHEIMR
(mpu maccoBoit pose amomunus 0,05—0,12 %) MeToAr ompeneseHHs
aJIOMHHHSI B YIJIeDOAUCTOH CTaJIH U HEJeTHPOBAaHHOM JYTyHe.

1. OBIUKE TPEBOBAHHSA

1.1. O6mue TpeboBanus K MeToiam aHajauza — mno I'OCT
22536.0—87.

1.2. TorpemnocTs pesyabTaTa aHaiu3a (mPH AOBEPHUTEJBHOH Bepo-
aTHocTH P=0,95) He npeBriluiaer npenena A, npusejeHHoro B Taba. 1,
IPH BEINOJNIHEHHH YCJIOBHI:

pacxoXJeHHe Pe3yJAbTaTOB ABYX (TPex) NapajiesbHbIX U3MepeHui
He JOJIXHO NpeBHINATh (IPH AOBEepUTENbHOH BepositHocTH P=0,95)
3HaveHus ds (ds;), npuBelieHHOro B TabJL 1;

BOCHPOH3BEIEHHOE B CTaHAapTHOM obpa3lie 3HaueHHe MacCOBOH HO-
JIM aJIOMHHHS HE JOJIKHO OTJMYaThCS OT aTTeCTOBaHHOro OoJiee ueM
Ha JonyckaeMoe (Npu JoBepHTedpHOH BeposTHOcTH P=0,85) 3naue-
Hue 8, npuBenenHoe B Taba. 1.

TIpu HEBHIMOJHEHHH ONHOIO M3 BBHIIEYKa3aHHHIX YCJIOBHH TPOBO-
JAT TNOBTOPHLIE H3MEPEHHsi MaccoBOi JosH adioMuHusi, Ecau u npu
MNOBTOPHBIX H3MEPeHHX TpPe6OBaHHSA K TOUHOCTH pe3yJbTaTOB He BHI-
NOJHSIIOTCS, Pe3YJbTATH aHAJH3a INPH3HAIOT HEBEPHHIMH, H3MEPEHHS
NPeKpamaoT A0 BHSABJEHHs W YCTPaHEHHs NMPHYMH, BHI3BABUIMX HApy-
LIeHHEe HOPMaJBLHOTO X0fa aHaJaH3a.

Hapanne oduuuansHoe INepeneuarka BocnpenieHa

*
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PacxoxXeHHe ABYX CPeAHHX De3yJbTaTOB aHAaJH3a, BHINOJHEHHBIX
B Pa3JHUHBIX YCJIOBHAX (HANpUMep, NPH BHYTPUIAaGOPAaTOPHOM KOHT-
PoJie BOCTIPOII3BBOAHMOCTH), He NOJIMNKHO NPEBHINATh (DM JOBEPHUTENb-
HoOli BepoatHocTn 0,95) 3HaueHus d, ; NpHBeAeHHOro B TabJ. I.

Ta6auna l
NlonmycKaemble PACXOKIEHHS, %
MaccoBasft [0AS aJOMHHHA, % A, % 3, %
dl\ dy dg
Ot 0,005 10 0,01 Bx0OY. 0,003 0,004 0,003 0,004 0,002
Cs. 0,01 » 0,02 » 0,004 0,006 0,004 0,006 0,003
» 0,02>» 005 » 0,007 0,008 0,007 0,008 0,004
» 0,05>» 0,12 » 0,014 0,018 0,015 0,018 0,009

2. POTOMETPUYECKH¥ METOJ, ONIPEAEJIEHHA OBILEro
AJIIOMHHUA

21. CymHocThr METOAA

Meroa ocHoBaH Ha 06pPa30BaHHM OKPALIEHHOIr0 KOMIJIEKCHOro coe-
JHHEHHS QJIOMHHUS C aMIOMHHOHOM (Ay,.=530 HM) mpu pH 4,7—5,1
#au o xpomasdypodoM C (A e =620 HM) B NPHCYTCTBHM MOJIHMBHHHJIO-
Boro cnupTa npu pH 5,8—6,7.

Meaiommee BiMsiHHE XeJeda yCTPaHsieTcs HoGaBjeHHeM acKOpOu-
HOBOH M THOI'VIMKOJIEBOH KHCJIOT.

Banajauii He MelllaeT ONpefeJeHHIO aJIOMHHHs, €CJIH €r0 MaccoBasi
JI0JIs1 He TIPEBhLILIaeT MacCoOBYIO JOJIO aJIOMMHMs B TPH pasa. B Apyrom
cilyyae BIHsIHME BaHAJHs YIUTHIBAIOT BBE/lEHHEM €r0 B PACTBOPHL AJs
IIOCTPOEHHS IPaAyHpPOBOYHOTO rpaduka.

Tutad He BAHSET Ha ONpeLeNeHHe aJIOMHHHUSA, €CJIX ero Maccopas
JoJis B TPHM pasa MeHblle, 4YeM MaccoBasi AOJs1 aJdIOMHHHS. B apyrom
clydae ero OTAeNSIOT BMeCTe ¢ JKeJe30M, MaprasneM, MeIplo H XpPo-
MOM THAPOKCHIOM HATPHS B MPUCYTCTBHH XJOPHCTOTO LMHKA U GOPHOM
KHCJIOTHI.

22. OnpeleneHne aJIOMHHHUS ¢ AaJIOMHHOHOM

2.2.1. Annaparypa u peaxTussl

CrnekrpodoToMerp uin GoTO3JeKTPOKOJOPUMETP

pH-meTp.

Kucaora consiuass no TOCT 3118—77 usu no I'OCT 14261—77 u
pasbasiaenuas 1:1, 1:6, 1:20.

Kucaora azornast mo 'OCT 4461—77 unu 'OCT 11125—84.

Kucnora ceprast mo T'OCT 4204—77 unu no TOCT 14262—78, pas-
6aBsennas 1:1 n 1:20.

Kucaota ¢ropucroBonopoanas no F'OCT 10484—78.

Kucinora ackop6uHOBasi, pacTBOp C MaccOBO# KOHIEHTpauued
50 r/am3, roieH B TeUeHHE OJHUX CYTOK.

Kuciora THOrIHKOJNeBas, PacTBOp ¢ MaccOBOH KOHIEHTpamueR
50 r/am3.
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CMecb KHCJIOT: CMELIHBAIOT PaBHEE OGbeMEl PacTBOPOB acKOPGH-
HOBO# M THOTVIHKOJIEBOM KHCJIOT.

Awmmuak Bopusiii no F'OCT 3760—79 u pasbasaennas 1:1 u 1:20.

Kucaora GeH3oifHas, CHHPTOBBIA PacTBOP C MaccOBOfl KOHUEHTpa-
gue# 100 r/om3.

Kucnora 6oprast no TOCT 9656—75.

JKeneso kap6onunpHoe mapku IIC no I'OCT 1361079, ¢ macco-
BOit foJedl aMoMuHus He 6oqee 0,001 % nin Mapku OCHY.

JKenarnn mnumesoit no TOCT 11293—78. PacTtBop roToBsit CJjie-
AyioUHEM o6pasoM: 5 r xejgaTuHa pactBopsioT B 500—600 cM® TenJoi
BOJH, OXJaXKAaI0T, J0BOAAT o6beM g0 | AM3 BOJoi H mepeMelIHBaIoT.

Cnupt 3THIOBHE pekTHdHKOBauHbi no TOCT 5962—67 uau F'OCT
18300—87.

Harpu# yraexucasii no FOCT 83—79.

Hatpus rugpokcuy no I'OCT 4328—77, pacTBop ¢ MaccOBOH KOH-
nentpanueir 200 r/aM3, XpaHsT B NOCYyAe U3 MOJHITHIEHA,

Lurk xaopucraiit no NOCT 4529—78 pacTBOop c MaccoBO# KOHLEH-
tpanuesi 100 r/am®; 100 r xJopHCTOro IHHKA PacTBOPAIOT B BOJE, CO-
aepxanter 10 cM® CoOASIHON KHCJOTH, nepeHOCST B MePHyI0 KoJby
BMECTHMOCTBIO | AM3, 1OJIMBAIOT BOZOH A0 METKH H NEPEMENIHBAIOT.

AJIOMHHOH, COCTaBHOA  PacTBOp ¢  MaccoBOM KOHUEHTPauHed
0,33 r/am® 500 r yKCYCHOKHCJIOrO aMMOHHs pacTBopsior B 1 am® Ten-
Joit Boasl B npuanBaioT 80 ¢M® YKCYCHO# KHCJOTHI; 1 T aJIOMHHOHa
pacTBopsoT B 50 cM® BOAH, cofepXamniei 2—3 Kaniu aMMuaka (1:20),
npuanBaloTr 20 cm® cnupTOBOro pacrBopa GeH30HHON KHCJOTH; Bce pa-
CTBODHI CJIHBAIOT M JOBOAAT BOJOK 06beM g0 3 AM3, MEPEMELUMBAIOT H
¢uabTpyloT. PacTBOpoM MOXKHO NMOJb30BaThCA uepes 2—3 1ua mocie
IIPHrOTOBJIEHHS B TeueHHe 3 MecsIeB.

Harpu#t ykcycHoRucabii 3-soaustii no TOCT 199—78.

Ammonnit yreycHogucabiii mo FOCT 3117—78.

Kucnora ykcycuaa no TOCT 18270—72 unu no 'OCT 61—75.

Bydepurtit pactsop pH 5: 13,6 I YKCyCHOKHCJIOrO HaTpusi PacTeo-
psor B 200 cM3 BoABl. PactBop ¢uabTPYIOT, R06aBAAIOT 2 cM3 yKCye-
HOIl KHCJIOTHI, JOJHBAIOT BOAOH 40 1 nM® M nepeMelInBaioT.

Amomunui no TOCT 11069—74, mapku A999, A995 unu A97.

Cranpaptauit pactBop amoMmunus: 0,1000 r anoMHHHS NOMEILAIOT
B cTakaH BMecTHMocThio 250—300 cM3, npuauBator 30 cM3  coasiHOR
KucJIOTH (1:1) u pacTBopsWOT npu HarpeBaHHH. [IpHOABJIAIOT HECKOJb-
KO KaneJb a30THOH KHCAOTH (3—4) 10 NpeKpalleHuss BCNEHHBAHHA U
KHISATAT [0 YAaJeHHs OKHCJIOB a30Ta. IIpubaBiasior 100—150 cm? ro-
psiuefi BOIH W HarpeBaloT J0 pacTBOpPeHHs coJgeill. PacTBop oOxyaxna-
IOT, IEPEHOCAT B MEPHYIO K016y BMECTHMOCTbIO 1 AM3, N06aBJA0T
30 cMm® CcoNAHOM KHCJIOTH, NOJHBAIOT BOAOK N0 METKH M NepeMellHBa-
IOT.

1 cm® pacrBopa comepxut 0,0001 r anomMuHus.

Bananusa NATHOKHCEH, OC. 4.
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PacrBop Banamus c¢ MaccoBoi KouueHtpauuei 0,0001 r/ams:
1,7851 r mATHOKHCH BaHAQAHA NMOMEINAIOT B CTAaKaH, IPHJAHBAIOT 50 cM3
CepPHOH KHCJIOTH, HarpeBalOT JO pPacTBODEHHsT HABECKH, OCTOPOXHO
npu6aBJsIOT 5 ¢cM® a30THOM KHCJOTH!, BHIADHBAIOT JO [OABJEHHS Na-
poB cepHo#i KHcJOTH. PacTBop oxnaxpartor, fo6asasior 200—250 cm?
BOAHI, IlepeMelIBaloOT, (GHIALTPYIOT uepe3 GHABTP cpeAHell NJOTHOCTH
B MePHYIO KOJI6Y BMeCTHMOCTbIO | AMS3, (QHJILTD NPOMHIBAIOT TEIIOR
BOJOH, cobupasi MPOMBIBHYIO XKHAKOCTh B Ty Xe KoJOy. K pactsopy
npuauBaoT 100 cm® cepHo#t kucaots (1:1). PacTBop oxJaxjaaror, Ao-
JHBAIOT BOJOH 10 METKH U IepeMeuInBalor.

®enonpranenn no HT, pacTBop B 3THI0BOM CHHPTE ¢ MaccOBOil
KOHIeHTpauuei 10 r/am3,

2.2.2. [Iposedenue anarusa

2.2.2.1. HaBecky npo6sl Maccoil B 3aBHCHMOCTH OT MAaccCOBO¥ J0-
JIM aJIIOMHHHSL B CTaJH HJH Yyr'yHe B COOTBETCTBHM ¢ TabJ. 2 mOMe-
Ial0T B cTakaH BMecTuMocTeio 200 cm®, npuausaoor 20—30 cm® cods-
Ho#t kucqothl (1:1) m pacTBopsitoT npu HarpeBauun. Ilocie pacrBope-
HHUSl HaBecKH NPHGaBJAIOT MO KamjsM as3OTHYIO KHCJOTY [0 NPeKpa-
LleHHUs BCNeHuBaHUA U 3—5 Kaneap B U3OHTOK. PacTBop BHIAapHBAIOT
pocyxa. K cyxomy ocratky npubabasior 10 cMm® cONSHON KHCJIOTH H
BHOBb BHIIAPHBAIOT A0CYXa.

Ta6auua?2

AJIMKBOTHAas 4acTb PacT-
MaccoBag RoJA aJNWMHHHA, % Macca HaBeckH, T sopa, cM? p

Ot 0,005 g0 0,010 BkaOU. 1,0 20
Cs. 0,010 » 0,02 » 1,0 10
» 0,02 » 006 » 0,5 10
» 0,06 » 0,12 » 0,25 10

O6paboTKy CyXOro OCTaTKa COJISIHOM KHCJOTOH NMOBTOPSAIOT.

TTocae oxnaxpenusi npudasiadaor 10 cM® CONsTHOH KHCJIOTHL M HAr-
peBaloT 10 pacTBopenus codeil. K pactBopy npubasJsior 30—40 cm?
ropsiueil BOAbI H OT(QHIBTPOBLIBAIOT HEPACTBOPHMBII 0CaJ0K Ha (PUJIBTP
cpenHedl IJIOTHOCTH, cOAepKalluii HeMHOro (uabTpo-OyMaxKHOH Mac-
cul. Ocafiok npomeiBaloT 2—3 pasa ropsueii coisHoii kucaoroit (1:20)
u 2—3 pasa ropsueii Boaoi. OuasTpaT coXpaHIIoOT.

@QHUJIBTP ¢ OCAJKOM [OMEIlaoT B IIJIATHHOBHIH THreJb, BHICYlLIHBaA-
10T # o3ogsa0T npu 600 °C, Ocafok B THIVIE CMAauHMBAOT 2—3 KaIJIsIMH
BOAH, npubasisgior 2—3 kamian ceprolt kucaorn (1:1), 3—5 cm® dro-
PHCTOBOAOPOAHON KHCJOTH M OCTODOXKHO BHIIAPHBAIOT RO YJ1aJeHHs
napoB cepHO¥ KHCJOTH. K cyxoMy ocraTky B THrjie HNpuGaBjsior 1 r
GEe3BOJAHOrO YIVIEKHCJOTO HATPHA MW CIJABJSAIOT NpH  TeMmepaType
1000 °C B Teuenue 10—15 MuH.

[TnaB BhmenauunBaior B 20—30 cM? coasroft kucaotsl (1:20). Tlo-
JY4YEHHBIH pacTBOP GHUABTPYIOT H NPHCOEAHHSIIOT K OCHOBHOMY (PHJib-
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Tpaty. O6benuneHHbl pacTBop ynapupaot no 50—60 cm® u nmepeBo-
IST B MEPHYI0 Koaly Bmecrumoctbio 100 cm®. PactBop monmBaioT A0
METKH BOJOH H mepeMelIHBaloT.

Ecan B ananusupyeMoii 1npobe HPHCYTCTBYET THT2H, TO €ro OTHe-
JISIOT THAPOKCHJOM HAaTpus, /s 3TOro 00beJUHEHHEII pPacTBOpP ynapH-
BalOT A0 o6beMa 15—20 cm®, npubasasior 5 cM® pacTBOpa XJOPUCTOrO
nuHka u 0,7 r GopHo# kucaoTh, Colep:KUMoe CTAKaHa HarpeBaloT.

T'opsiumit pacTBop OCTOPOXKHO, HeGOJNBHIUMH HNOPUMAMM IPH TINA-
TEeNbHOM IMepeMelIHBaHHH BJIMBAIOT B MEPHYIO KOJGY BMECTHMOCThIO
100 cMm®, comepikamyio ropsiyuii pacTBOp 'MAPOKCHAA HATPHs ¢ Mac-
coBoii Konuenrpauueit 200 r/am® B KosauuecTBe 30—40 cM3, oxyax-
JaloT, JOJNHUBAIOT A0 MeTKH BOAOH M nepeMemusalor. [locie orcranBa-
HUsl pacTBOP (QHUILTPYIOT uepe3 cyXoii (GUALTP cpelHeii IVIOTHOCTH B
CyXo¥ KBapueBbIi H/H (DTOPOIIACTOBBIH CTakaH, OTOpachiBas NepBLIe
TOpuHH QuabTPaTa.

2.2.2.2. B Mepnyio koa6y BMecTuMocTbio 100 cM® or6HpaloT ajiHkK-
BOTHYIO 4aCTb PACTBOpa B 3aBHCHMOCTH OT MacCOBOH JOJH aJIOMHHHS
B npo6e B cooTBeTcTBHE ¢ TabJa. 1, npuauBanT no 2—>5 cM® pactBopa
acKOpGHHOBOH KHCJOTH MJM CMeCH acKOPOMHOBOH M THOINVIMKOJEBOH
KHCJIOT, MePEMENIMBAIOT U OCTABASIOT Ha 3—5 MHH., 3aTeM NPHJIMBAIOT
10 cm® 6ydeproro pacTBopa, nepemelIHBaior, fob6aBisor 8 cm® coc-
TAaBHOIO pacTBopa aJIOMHHOHA, 3 cM® pacTBopa XKesaTHHaA, NOJHBAIOT
JIo MeTKH GyPepHLIM PaCTBOPOM U NEPeMelInBaoT.

B cayuae oTAeNeHHs aJOMHHHS OT THTaHa, aJMKBOTHYIO YacTb IUe-
JIOYHOr0 pPacTBopa B COOTBETCTBHH c Tabj. 2 IOMemaloT B MePHYIO
Kos16y BMecTaMOcTbio 100 cM?, mpubaBasior 1—2 xaniu denoadrase-
HHa, HeHTpaausyioT 12—15 kamisiMu cossiHo#t Kueaots (1:1) mo usme-
HEHHs] OKPACKH HHIWKATOpa W L0GaBJSIOT B H3GHITOK 1 cM® coJsiHO#
xucgaoth (1:6), npubaBasior 2 cM® pacTBopa acKOPOHHOBOH KHCJIOTEI
HJU CMeCH acCKOPOMHOBOH M THOIVIMKOJIEBOH KHCJIOT MEPEMEIIHBAIOT U
ocTaBasioT Ha 3—5 MuH. 3ateM nmpuuauBaror 10 cm3 GydepHoro pacr-
BOpa, MepeMeunBaoT, n06aBasioT § cM® cOCTABHOrO pPacTBOpa ajiio-
MHHOHA, 3 cM® pacTBOpa KeJaTHHA, [OJHBAIOT 40 MeTKH OydepHBIM
PacTBOPOM M NepeMeLIHBaloT.

OnTHyeckyio NJIOTHOCTh PacTBOPOB H3Mepsilor uepe3 30 MHH Ha
cnekTpodoroMerpe npu AjauHe BOAHE A=>530 HM HsIH Ha (POTO3JEKTPO-
KOJIODUMETPE ¢ 3€JeHBIM CBETO(MHJIBTPOM, HMEOLUM 06/1acTh IIpPomyc-
kanusg 530—540 uM. PacTBOpPOM cpaBHEHHsI CJAYXKUT PacTBOP KOHTPOJb-
Horo onbiTa. JIJsi TPHUrOTOBJEHHs pacTBopa KOHTPOJbHOTO ONHTAa B
CTaKaH MOMEeWAloT HaBeCKy KapGOHUIbHOTO XeJle3a, COOTBETCTBYIOILYIO
HaBecKe MPo6kLl H JaJjee BEIYT aHaNH3 KaK IpuBeleHo B mn. 2.2.2.1 u
2222

Pe3yabTaThl aHAJH32 BBIYHCJASAKT [0 PaJyHPOBOYHOMY Tpaduky
HJIM METOJOM CPaBHEeHHs CO CTaHAapPTHEIM 06pasuoM, 6JU3KHM MO

cocTaBy K aHalu3upyeMoit mpobe u NPOBeJAEHHHIM Yepe3 Bce CTAfLHH
aHaJIH3a.



rOCT 22536.10—88 C. 6

23. OnpenencHue aJOMHHHSA C xXxpomasypoaom C

2.3.1. Annaparypa u peaxTuso.

Annapartypa u peakTHBH o II. 2.2.1 ¢ JONOJHEHHAMH:

Harpus ruapokcun no FOCT 4328—77, pacTBop ¢ MaccoBO# KOH-
uenrtpanueit 50 r/aM3, XpaHAT B MOJHITHAEHOBOMR HOCyle.

Cnupt nosnusranioBuit no I'OCT 10779—78, pactBop ¢ MaccoBOi
KOHUeHTpanuei 40 r/am3,

Bydepruit pactsop ¢ pH (7,1+0,1):274 r aMMOHHsI YKCYCHOKHCIIO-
ro u 109 r HAaTPUA YKCYCHOKHCJIOro 3-BOZHOTO pacTBOpsiior B 600 cM®
BOJH, OHILTPYIOT, AOJNHBAIOT BOJOH A0 | AM® u nepeMelnBaIOT.

PacTBOp XpaHST B OJHITHIEHOBOH NOCY/IE.

Mouesnna no T'OCT 6691—77, pacTBop ¢ MacCoBOi KOHLEHTPa-
nueit 15 r/amM3; roToBAT nepel NPUMEHEHHEM,

Xpomasypoan C, pacTBOp ¢ MaccOBOH KOHueHTpanued 1 r/om%: 1 T
XpoMasypoJia mMOMellaloT B CTaKaH, CMaYHBalOT BOJOH ¥ PAacTBOPAIOT B
6 cM® asorHoi KucaoTH (1:1). PacTBop mepeHocsT B MepHyio Koaby
BMecTuMocThio 1 am®, comepxamyio 500 cM® »THiIOBOro CnMpTa H
200 cm® Bogel, nobGabasior 50 cM® pacTBopa MOYEBHHH M JAOJHBAIOT
BOJOM [0 MeTKH. PacTBOp rojieH K IPHMEHEHHIO B TeueHHe ABYX HeAeJb.

2.3.2. Ilposedenue anarusa

2.3.2.1. PacTBopenue npoCHl M NOATOTOBKY pacTBOpa K aHaJH3y
BBHIIONIHAIOT KaK NpuBeleHo B 11. 2.2.2.1.

2.3.2.2. AnukBOTHYI0 uacTs PacTBOpPA B COOTBETCTBHH ¢ Tabi. 1
NOMEWAIOT B cTaKaH BMecTHMocThio 100 cm®, comepxaummit 3—6 cmd
consinolf kucaorsl (1:1) u 10 cM® Boxsl. pH pactBopa A0/IKHO OBITH
He Gosee 1,0 (komtpoab no pH-Merpy). 3artem npubasasior 2—5 cM3
pacTBOpa acKOpPOHHOBOH KHCJIOTH H ycraHaBauBaor pH (1,5%0,1),
npuGaBasisi HeGOJbIUMMH NOPUMSIMH IPU IlepeMellNBAHHH PacTBOP
THIPOKCHAA HATPHs C MaccoBOA KoHmeHTpauuein 50 r/am®. PacrtBop
NEPEHOCAT B MePHYIO KOJIGy BMecTHMOCTbIO 100 cM®, mpuGaBAsIOT NpH
nepememuBanuu 10 cM® pacrBopa xpomasyposa C, 5 ¢cM3 pacrsopa
NOJIHBHHUJIOBOrO cnupra u 20 cM® 6ydepHoro pactsopa. Pasbasusior
BOZOH 110 METKH H NepeMeInnBaloT.

OnTHYecKyo NJIOTHOCTb PAaCTBOPOB u3MepsifoT uepe3 30 MHH Ha
cneKTpodoToMeTpe IpH AJNuHe BOJHB 620 HM uiu Ha GOTO3JEKTPOKO-
JIOPUMETpE C CHHE-3eJieHBIM CBETOQHJIbTPOM, HMEIIHM 006JacTh mpo-
nyckauus 590—625 HM. B KauecTBe pacTBOpa cpaBHEHHS HCIOJbB3YIOT
PacTBOP KOHTPOJIBHOT'Q OIEITA.

Jlist mpMroToBJIEHHsSI PacTBOPA KOHTPOJIBHOIO OMbITa B CTaKaH NO-
MELIAIoT HaBecKy KapGOHUJIBHOIO KeJjie3a, COOTBETCTBYIOLIYIO HaBecKe
IpoGhl U Jlajlee aHAJIU3 BBHIIOJHAIOT, KaK yKa3aHo Bhle 1o ni. 2.2.2.1 u
2.3.2.2.

PesynpraTel aHalu3a BBIYHCJSIOT N0 TPaAyHPOBOYHOMY TrpadHKy
HJIH METOIOM CPaBHEHHS CO CTAHAAPTHHM 00pasLoM, OJH3KHM IO CO-
CTaBY K aHaJH3UpyeMoi npoGe H NpeBeJeHHBIM Yepe3 BCe CTaiHH
aHaJu3a.
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24. IlocTpoeHne rpaXyHpPOBOUYHOro rpaduka

B BoceMb cTakaHOB BMecTHMOCTbIO 200 ¢M® MOMEN[alOT HABECKH
kapOOHMIILHOTO JKeJie3a, COOTBETCTBYIOLIHE HaBeCKe aHAJH3UPYEMOit
npo6rl B COOTBETCTBHH ¢ TabJ. 2. B ceMb H3 HUX A0GaBJAIOT MOCJIENO-
Baresnro 0,5; 1,0; 1,5; 2,0; 2,5; 3,0; 3,56 cM® cranzapTHOro pacrsopa
XJIODHCTOrO aJIOMHHMS, yTo cooTBeTcTBYeT 0,00005; 0,00010; 0,00015;
0,00020; 0,00025; 0,00030; 0,00035 r anOMHHUSL.

B ciyuae mnpucyTcTBHsi B aHa/u3upyemoil mpoGe BaHAaAuA B CTA-
KaHbl 100aBJSAIOT PpacTBOP BaHaJAHsi B KOJHYECTBE, COOTBETCTBYIOIEM
COAEPIKAHHUIO €r0 B HaBecKe aHaJH3HPYyeMOH NPOGH.

BocbMoit cTakaH CJAYXHT [JIsi TPOBEAEHHMs] KOHTPOJIBHOTO OIbITA.
Bo Bce crakann npuausaior no 20—30 cM® cousinoi kucqaote (1:1) m
pacTBOPSAIOT NPu HarpeBaHuH. Jlajee aHaJ/iN3 BHIOJHSAIOT KaK yKa3aHo
B 1. 2.2.2 npy NpUMeHEHHH aJIOMHHOHA WJH B M. 2.3.2 NPH BHIIOJHEHHH
aHaJqu3a ¢ xpomasypoJsiom C.

[lo HafiieHHBEIM BeJHUHHAM ONTHYECKOH IVIOTHOCTH H COOTBETCTBYIO-
[HM 3HAYEHUSM MAcCChl aJIOMHHUS CTPOST T'PafAyHPOBOYHEIA rpaduk.
Jonyckaercsi mocTpoeHne rpagiyHpOBOYHOrO rpadHka B KOODAHHATAX:
ONTHYECKAasi NJIOTHOCTh — MAaccoBasi A0Js1 aJIOMHHHSA.

25.06pa6boTrKa pe3dyabrTaToOB

2.5.1. Maccosywo nouio amoMurusa (X;) B mpoumeHTax BHIYHCASION
no ¢opmyne

X, M 100

1 m ’

rie m; — Macca alIOMHUHHS, HafileHHas 10 TPaAyHPOBOYHOMY rpad-
Ky, T}
m — Macca HaBeCKHU npoobsl, I.
2.5.2. HopMBl TOYHOCTH W HOPMAaTHBEI KOHTPOJISI TOYHOCTH omnperne-
JIEHHST MaCCOBO# LOJIH aTIOMHHHS IpHBeIeHHl B Ta01. 1.

3. POTOMETPHYECKHH METOA ONPENEJEHHSA AJIIOMUHHUSA
KHUCIAOTOPACTBOPHMOTIO

31 CymEoOCTh MeTOJa

Mertoa OCHOBaH Ha pPA3JIOKEHHH HABECKH CTajd B Pa3baBJeHHOH
CePHOM KIHCJOoTe npu ¢jaboM HarpeBaHHM AJst HaHGOJee MOJHOrO pas-
JeJieHUS KHCJOTOPAacTBOPHMOro aJIIOMHHHS H aJIIOMHHHS, BXOJSILEro
B COCTaB BKJIIOUeHH, PaCTBOPHMOCTb KOTOPHIX 3aBHCHT OT KOHILEHTpa-
LMK KHCJIOTH M TeMIepaTypsl pPacTBOpPeHHUS.

AnmoOMHHHN KHCJIOTODACTBOPHMBIH OMPeNesioT HOTOMETPHUECKHM
METOZOM C aJIOMHHOHOM HJIH ¢ Xpomasyposom C.

32. AnnmaparTypa M pPeaKTHBH
Apnapatypa, peakTHBH ¥ pacTBopn no nn. 2.2.1 u 2.3.1.
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33. TpoBeneHHne aHaausa

HaBecky craau mMaccoit 1 r noMemalor B KOHHYECKYIO KOJGy BMec-
taMocTeio 100 cm3, npuamBaor 30 cM® cepHoit KucaoTh (1:20) u
HaKpHIB K0JG6Y 4acOBHIM CTEKJIOM DacTBOPSIOT Ha BOJASHOH GaHe npu
Temnepatype 50—60 °C.

Iocse mosHOro pasnoXXeHus HaBeCKH NPHGABJSIOT HEMHOro 6es-
30JIbHOH QHABTPO-OyMaxKHOi Macchl, pa36aBJdOT PacTBOp BOJOH A0
50 cM® u puABTPYIOT Yepe3 GHALTD cpelHeH IVIOTHOCTH B MEPHYIO KOJ-
6y Bmectumoctbio 100 cM3. Ocanoxk u ¢uabTp npomuBaior 8 —10 pas
ropsizedi Bogoli. PuapTp ¢ ocagkom orb6packBaor. PUABTPAT OXNAXK-
AAoT, AOJHBAIOT BOJOH A0 METKH H NepeMelIHBaIoT.

Ecnn B aHaausupyemoii npobe NPHCYTCTBYeT THTaH, TO €ro OTAE-
JISIIOT THAPOKCHAOM HaTpHA. [lJsi 3TOro pacTBOp IHOC/Je PacTBOPEHHS
HaBecKH (HJBTPYIOT B cTakaH BMecTuMocThio 200—300 c¢m® uepes
¢uabTp cpennel maotnocTH. Ocanok u GuALTp npomuBaor 8—10 paa
ropsiueit Bomoi. PHIALTP ¢ ocaikoM orbpachmBaloT. ColepxuMOe CTa-
KaHa HarpeBaloT, OKHCJSIOT KeJie30, NpH6aBJsis 2—3 cM® a30THON KHC-
JIOTHI, PACTBOpP ynapuBaloT Ko o6beMa 15—20 cm3, mpubasasior 5 cm?
pacTBOpa XJopHCTOro MuHKa U 0,7 r GOPHON KHCJOTHL.

Topsiumit  pacTBOp OCTOPOXKHO, HEGOJIBIIMMH MOPIHSIMH, NpH TiNa-
TeJIbHOM MepeMeIIHBaHHK BJHBAIOT B MEPHYI0 KOJIGy BMECTHMOCTbIO
100 cMm3, copepxaiyio ropsunii pacTBop HAPOKCHAA HATPHs ¢ Macco-
Boii Konuentpamnuei 200 r/aM® B KoauuecTBe 30— 50 cM3, oxaaxKA2ioT,
JIOJIUBAIOT [0 METKH BOJAOH M HepeMmemiuBaloT, Ilocsie oTcranBaHus pa-
CTBOp GUIbLTPYIOT uepe3 CyXo# (HUALTD cpeiHeill IJIOTHOCTH B CYXO#
KBapIleBhi}l CTaKaH, OTGpachiBas Nepsbie NOPUHH QHIAbTPATA.

Hasee aHa/nH3 BHIIOJHSIOT B COOTBETCTBUM ¢ 1. 2.2.2.2 npu HCNONB-
30BaHHH AJIOMHHOHA WJH ¢ I. 2.3.2.2 npu HCIOJB30BAaHUH XPOMa3ypo-
aa C

34. [locTpoenne rpaiyHpoBOUYHOro rpadHka

B BoceMb KOHHYECKHX K0J6 BMecTHMocTbio 100 cM® momemanT no
1 r xap6oHHMJBLHOrO »KeJje3a. B ceMb M3 HHX IlOCJeJ0BaTeNbHO 1062B-
asot 0,3; 0,5; 1,0; 1,5; 2,0; 2,5; 3,0 ¢cM® cTangapTHOro pacTBOpa XJo-
PHCTOrO aJIOMEHHS, uTO coorBerctByer 0,00003; 0,00005; 0,00010;
0,00015; 0,00020; 0,00025; 0,00030 r anoMuHaHA. BocbMaga kKogaba ciy-
JKHT JJIS1 IPOBEACHHS KOHTPOJBHOI'O ONBITA.

B ciyuae npHCYTCTBHS B aHaJM3HPYeMOH npoGe BaHaiMsi B KOJOH
n06aBJSIOT PacTBOP BaHAJHsl B KOJHYECTBE, COOTBETCTBYIOLIEM COMEp-
X aHHIO €r0 B HaBeCKe aHaJH3HPYeMOi NPOGHL.

Bo Bce kon6ul npunusator 30 cm? cepHoit KucaoTh (1:20) 1, HAKPHB
KOJIGH YacOBBIM CTEKJOM, PACTBOPSIOT Ha BOAsSHON GaHe IIPH TEMBe-
parype 50—60°C. [Jasee aHa/Ju3 BHINOJHSIOT KAaK YKa3aHO BHILE B
n. 3.3. Jomyckaercsi mOCTPOeHHe rPaAyHpPOBOYHOro rpacdHka B KOOPAR-
HaTax: ONTHYECKAas NJOTHOCTH — MaccoBast JOJS.
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35.06paboTka pe3yabTaToB
3.5.1. MaccoBylo J0JII0 KHCJIOTOPAaCTBOPHUMOrc amomuHHus (X:2) B
NPOUEHTaX BHYHCJSAIOT [0 hopMmyJie

m- 100
X2: my )
re m— Macca aJIOMHHHs, HalJeHHas N0 CPanyHPOBOYHOMY rpadu-

Ky, T;
m; — macca HaBeCKH npoOH, T.
3.5.2. HopMBbI TOYHOCTH H HOPMAaTUBE KOHTPOJIS TOUHOCTH OIpexe-
JIeHHSI MAacCOBO#H JOJIH a/IOMHHHSA IPUBEREHH B Tab. 1.

4. ATOMHO-ABCOPBLLIUOHHDBIA METOJ,

4]1. CymHoCTsr MeTOAA

Meroa ocHOBaH Ha u3MepeHus npu A=309,3 HM cTemeHH HOIJiOUIE-
HHSI Pe3OHAHCHOT'O M3JyYeHHsi cBOGOJHBIMHM aTOMaMu aJlOMHHHs, o6pa-
3YIOLMMHCS B pe3yJbTaTe pacObVIEHHs aHAJIU3UPYEeMOro pacTBopa B
nJaMeHH 3aKHCh a30Ta — alETHJIEH.

42. AunapaTypa u PeakTHBH

ATOMHO-26CcOPOHUOHHE CHEKTPODOTOMETP ¢ IJIAMEHHBIM aTOMH-
3aTOpOM.

Jlamna ¢ MOJIBIM KaTOMOM AJISl ONPeNeJICHUS aJllOMHUHHUS.

Baanon ¢ aneranenom no FOCT 5457—756.

Baannox ¢ 3akucklo asora.

Kucnora coasnasa no F'OCT 3118—77 uau no TOCT 14261—77 u
pas6aByiennas 1:1 u 1:100.

Kucinora cepnas no F'OCT 4204—77, pas6aBiennas 1:4.

Kucnora asorHas mo 'OCT 4461—77.

Kucnora ¢propucroBosopoanas no FOCT 10484—78.

Kaaufi-natpuit yraekucasit no NOCT 4332—76.

Conb puHaTpueBas stuneafnamuu-N, N, N’, N’-rerpayxcychHoi
KucqoTH, 2-Boanas (Tpuiaon B) mo I'OCT 10652—73, pacTBop ¢ Mac-
cOBO# KOHNeHTpanuer 50 r/am3.

Amomunnii  Merajnnueckunii mo TOCT 11069—74, mapku A999,
A995, A99, A97.

CraHaapTHBIE PACTBOPHL aJIOMUHHUA.

PactBop A: 0,5 r MerasJu4ecKoro aJIOMHHHs [OMeNAlOT B CTa-
KaH BMecTHMOCTbIO 250—300 cM? 1 pacTBOPSIIOT IPH YMEPEHHOM Harpe-
paruu B 40—50 cM? coasinoit kHeaoTHl (1:1). OcTOpOXKHO MO KalisaM
npu6aBisioT 5—7 cM® a30THOH KHCJOTH W KHNATAT KO YAaJE€HHs OKHC-
Jg0B a3ota. 3ateM mnpuauBaior 100—150 cM® ropsiueit BOAH, pacTBOp
OXJIaXKA2I0T, MEePEHOCST B MEPHYIO KoJ6y BMecTuMocThi0 500 cM3, mo-
JIMBAIOT O METKH BOJOM H NepeMellliBaIOT.

1 cm® pactBopa A comepxkur 0,001 r anoMuHus.
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PacrBop B: 10 cM® pacTBopa A noMemaT B MepHylo KoJby BMecC-
TuMOcThI0 100 cm®, OJMBAIOT O METKH BOAOH H NMEPEMELIHBAIOT,

1 cM? cranpapTHOro pacrsopa b cozepxur 0,0001 r aJIOMHHHSA.

43. TloprotoBka npubopa

TIpuGop roOTOBST B COOTBETCTBHH C NpHJAaraeMoii HHCTPYKHHeH.
HacrtpauBalor cnekTpooTOMeTp Ha pe3OHaHCHywo JHHHI 309,3 HM.
Ilocne BkIIOYEHHS CHCTEMHl NMOAAUH Ta30B U 3a:KUTAaHUS TOPEJKH B
IJaMsl PacHBUISIOT BOAY M YCTAHABJHMBAIOT HYJeBOe NOKa3aHue IPH-
6opa.

44. TIpoBeneHHe aHaJdHu3a

4.4.1. HaBecky cTaju WM yyryHa Maccoii | r moMellalT B CTa-
KaH BMecTHMOCThI0O 250—300 cM® u pacTBOpSIOT mpu HAarpeBaHWH B
20—50 ¢M?® coasiHO! KHCJOTH. 3aTeM OCTOPOXKHO, 10 KallJsiM, Npubas-
asiioT 5—10 cm? asoTHO# KucaoTh. PacTBOop BHmapusaioT Aocyxa. Co-
JIH PacTBOPAIOT B 5 ¢M® COJISTHOH KHCJIOTHL NpPH CaAaGoM HarpeBaHHH,
noGasasor 40—50 cM® ropsiueit BoAH M GUABTPYIOT PAacTBOp uUepes
IBa QuapTpa «Gesas JeHTa» ¢ Jo0aBieHHeM (HILTPO-GyMaxHOH
Macch. QUABTP ¢ OCaZKOM HPOMBIBAIOT HECKOJBKO pa3 Tropsiuelf coJf-
Hofi kucaoToit (1:100) u xBa-Tpu pasa ropsiuesr Bogoil. PuapTpar cox-
PaHSIOT.

®unbTp ¢ 0OCaZKOM IIOMEUIAIOT B MJIATHHOBO# THreJb, BHICYIIUBAIOT,
030JI5TI0T H IPOKAJHBAIOT B TeueHHe 7—10 mun npu 800—900 °C.

Turenp oxnaxAalT, NPHGABJISIOT HECKOJbKO KameJb BOAH, 3—4
KaIlJIH CePHOH KHCJIOTH, 4—5 cM3 (TOPHCTOBOAOPOAHOMR KHCJAOTH H BHI-
MapHBAIOT [0 YAaJeHUs NapOB CEPHOM KHUCJIOTHI.

3ateM THreJb NpPoKaauBaoT B teveHne 5—7 mun npu 800—900 °C,
OXJIaXaloT, 106aBasgioT 1—1,5 r yrieKkucaoro Kajaus-HaTpHs U CIJIaB-
JasT cofepxumoe TuUrasa npu 1000—1100 °C. ITocse oxJaaxAeHus naas
BHILIEJaYHBAIOT ropsgueli BOAOH, Ro6aBasior 10 ¢cM® cosstHOM KHCJOTH
H PacTBOPSIOT NPH HAarPeBaHHH.

PacTBop mNPHCOEAHHSIOT K NEPBOHauaJbHOMY (HABTPATY, yNapu-
BatoT g0 20—30 cm?®, no6asasior 10 cm® pacTBopa TpuJioHa B, oxaax-
Jal0T U NEePEBOJSAT B MePHYIO K00y BMecTuMOCTbIO 50 cM3.

HonyckaeTcst Apyroe pasGaBieHHe pacTBopa TakKHM 00pas3oM, YTO-
Obl OKOHYATEJbHASI KOHIEHTPANUs aJIOMHHNs HaxoAwiach B AHanaso-
He, COOTBETCTBYIOLIEM INIPSIMOJHMHENHHOMY VYacTKy TIpajyHPOBOYHOTO
rpaduxka.

Pacreop ¢uabTpyloT uyepes cyxoHt ¢puabTp «besas JeHTa», or6pa-
CHIBasd nepBHE XBe NopuuH QuasTpara.

OnHOBpPeMEeHHO ¢ BHINOJHEHHEM aHaju3a NPOBOJAAT KOHTPOJbHHIA
OTIBIT Ha 3arpsA3HEHHe PEaKTHBOB.

PacnbuisiioT KOHTPOJBHBIA M HCIBITYeMble PacTBOPH B MOPSAKE yBe-
JIAYeHNsi aGcopOUMM A0 MOJyUeHusi CTAOWIbHEIX NOKa3aHHH AJs Kax-
Joro pacrBopa. Ilepen BBeAeHHEM B mjiaMs KaxXA0To aHaJH3HPYeMOro

pacTBopa pacHbUISIOT BOAY AJSE NPOMBIBAHHS CHCTEMBl U NPOBEPKH
HYJIEBOT'Q TOKa3aHHus npubopa.
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W3 cpemnero 3HaueHHsi aGcopOUHMM KaXkKAOro H3 aHaJH3HPYeMHIX
PAacTBOPOB BHIUATAIOT CPefHEe 3HaUeHHe a6COPOLHM KOHTPOJBLHOrO
ONHITa.

PesysbTaTh aHaaH3a BHYHCJASIOT IO FPalyHPOBOYHOMY rpadHxy.

4.4.2, IToctpoenue zpadyuposo4noezo epadurae

B mecTs ctakanos BMecTHMOCTbi0 250—300 cM? momemaror mo 1 1
KapOOHUIBHOrO XeJjesa. B naTh u3 HUX Ko6asasiior 5; 7; 9; 10; 12 cM?
cTaHjgapTHOro pactsopa B, wto coorBercrByer 0,0005; 0,0007; 0,0009;
0,0010;l 0,0012 r amomunusi. [lanee NOCTYyNmalOT Kak NPUBEIEHO B
n. 4.4.1.

IecToit cTakan CJIYXKHT AJisi NPOBeJEHHS] KOHTPOJbLHOTO ONHTA.

PacTBOpH pacnblIsiiOT B NOPsiike yBeJHUeHHs aGcOpOIHH, HAYM-
Hasf ¢ KOHTpoJbHOro pactBopa. [lepen pacnbljienneM KaXAoro pacrso-
pa pacnnsior Boay. M3 cpenHero sHaueHHs aGcop6uuu Kaxioro pa-
CTBOpa BHIYHUTAIOT CPejiHee 3HayeHue aGCOPOUHH KOHTPOJBHOrO pacT-
popa, Ilo HalineHHEIM BeJIHYMHAM a6Gcop6GIHE PAcTBOPOB M COOTBETCT-
BYIOIIUM MM 3HAUCHHSAM Macchl aJIOMHHHS CTPOSIT I'DafyHPOBOUHHIA
rpaduk.

45. O6pab6oTKa pe3yabrTaTOB

4.5.1. MaccoByio om0 amomunusi (X3) B NpOUEHTax BEIYHCIAIOT
no dopmyiae

m-100
XI= M, ’
rAe m — Macca aJIOMHMHS, HaBJeHHas no IPaiyHPOBOYHOMY rpadH-

Ky, T;
m; — Macca HaBeCcKH Mpo0HI, T.
4.5.2. HopMH TOYHOCTH M HOPMaTHBH KOHTPOJS TOYHOCTH Onpene-
JICHHS MacCOBOMR JOJH aJIIOMHHHUS NPHBEAEHH B Ta6JI. 1.
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HH®OPMALLHMOHHBIE JAAHHDBIE

. PABPABOTAH H BHECEH MuHucrepcTBOM 4epHOH METaJIypruu

CCCP
HCHOJIHUTEJIH

A. K. HecrepoB, kaunz. rexd. Hayk; C. H. Pymok, KaHa. Texs.
Hayk; C. B. CoupHHa, KaHJ. XUM. HAyK (pPYKOBOAHTEJL TEMH);
B. ®. KoBaaenko, kaux. rtexH. Hayk; H. H. F'puueHko, KaHI. XuM.
Hayk; A. M. Mouceesa; JI. U. BepesoBas

. YTBEP)XIEH U BBEAEH B JEACTBUE IMocraHosaennem I'o-

cyaapcrsenHoro komurera CCCP
N 3018

no craHaapram ot 25.08.88

3. BBAMEH IOoCT 22536.10—77
4. CCblIJIOYHBIE HOPMATHUBHO-TEXHHYECKHE NOKYMEH-
Thl
O6osnagenue HTI, Ha Homep nyHkTa, O6osHavenne HT/, Homep nyhnxra,
KOTODHI aHa CChlIKa TMOANYHKTA Ha KOTOPhLI RaHa TMOANYHKTA
CChINKa
T'OCT 61—75 22.1 rocCT 6691—77 2.3.1
I'OCT 83—79 2.2.1 T'OCT 9656—75 221
T'OCT 199—78 2.2.1 'OCT 10484—78 221, 42
TOCT 3117—78 2.2.1 I'OCT 10652—78 42
T'OCT 3118—77 221, 42 r'OCT 10779—73 23.1
TOCT 3760—79 2.2.1 TOCT 11069—74 221, 42
TOCT 4204—77 2.2.1 4.2 I'OCT 11125—84 221
TOCT 4328—77 22.1, 2.3.1 T'OCT 11293—78 2.2.1
T'OCT 4332—76 4.2 rOCT 13610—~79 2.2.1
TOCT 4461—77 221, 42 T'OCT 14261—77 221, 4.2
T'OCT 4529-—78 22.1 FOCT 1426278 221
I'OCT 5457—75 4.2 IrOCT 1827072 221
T'OCT 5962—67 2.2.1 I'OCT 18300—87 221
T'OCT 22536.0—87 | 1.1
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