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FTOCYLAPCTBEHHbBLIN CTAHOLAPT COW3A CCP

CTANb YTNEPOANCTAA U UYTYH
HENETMPOBAHHbLIN

MeTogbl onpeaeneHns antoMUHNs roct

Carbon steel and unalloyed east iron. 22536.10-88
Methods for determination of aluminium

OKCTY 0809

Cpok pgevicteus ¢ 01.01.90-
go 01.07.95

Hecob/tofeHe CTaHapTa NPec/ieyeTcs no 3aKoHy

HacToawwmii cTaHfapT ycTaHaBnvMBaeT (oTomeTpuyeckmne (Mpu mac-
coBoil gone amomuHna 0.005—0,12 %) u aTOMHO-abCOPOLMOHHLIN
(npu wmaccosoii gone antomuHua  0.05—0,12 %) meToabl onpegeneHus
aNtOMUHWA B YINEPOAUCTON CTann 1 HeNerMpoBaHHOM YyryHe.

I. OBWME TPEBEOBAHUA

1.1. Obwme Tpe6oBaHWA K MeTodam aHanu3da — no [OCT
22536.0-87.

1.2. MorpewHocTb pe3ynbTaTta aHanusa (NpU 4OBEPUTENbHOW Bepo-
AaTHocTM P=0,95) He npeBbiwaeT npegena Jl, npuBeaeHHoro B Tabn. 1,
Mpw BbIMO/IHEHUW YC/IOBWIA:

pacxoxpjeHue pesynbTaToB ABYX (Tpex) napannenbHbIX U3MepeHui
He [JO/KHO MpeBblWaTth (Npy  [OBepuTeNbHOW  BeposiTHOCTM P =0,95)
3HayeHua <r (dj), npueeaeHHoro B Tabn. 1

BOCMPOV3BEIEHHOE B CTAHAAPTHOM 00pasLie 3HauYeHne MaccoBoOi Ao-
N QIIOMUHUA HE [O/IKHO OT/IMYaThbCA OT aTTeCTOBAHHOro 605ee Yem
Ha fgonyckaemoe (NMpH AOBEpUTENbHON BeposiTHOCTU P'-’ O.eS) 3Haue-
HYe 6, npuBefeHHoe B Tabn. 1

Mpy HEBBINOMHEHNN OJHOTO U3 BbIlUEYKa3aHHbIX YCNOBUIA MPOBO-
OAT MOBTOPHbIE W3MEPEHWs MacCOoBOW JONM amtoMuHua. Ecnm n npu
MOBTOPHbIX M3MepPeHUAX TpeboBaHWS K TOYHOCTU pe3ynbTaToB He Bbl-
NONHAKOTCA, Pe3ynbTaTbl aHannu3a MPU3HAIOT HEBEPHLIMUW, U3MEpPEeHUA
npekpawiaT A0 BbIBNEHUA U YCTPaHeHUs MPUYMH, Bbl3BaBLUUX Hapy-
LLeHVe HOPMAJTbHOrO X0fa aHanun3a.

Vi3naHve oduumansHoe Mepeneyarka BocrpeLLeHa
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PacxoxjeHue ByX CPefHuUX pe3y/nbTaToB aHann3a, BbIMOJHEHHbIX
B Pa3/IMYHbIX YCMOBUAX (Hanpumep, NpU BHYTPWUIa6opaTOPHOM KOHT-
posie BOCMPOU3BOAMMOCTM), HE [O/MKHO MpPeBbiaTh (Mpy AOBEPUTENb-

HOM BepoATHocTM 0,95) 3HaueHus ; MpyBeJeHHOro B Tabn. 1
Ta6nnuya |
[onyckacowa pBexoxpcaas, X
MsdccoBca gona anwunauasa, K n, & K
A d d a.
Or 0,005 go 0.01 BKAtOH 0,003 0,004 0,003 0.004 0,002
Cse. 0.01 > 0,02 0.004 0,006 0,00-1 0.006 0.003
» 0,02 » 0.05 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. ®OTOMETPUYECKUIA METO/ ONPEAE/IEHUA OBLLEIO
AOMUHUA

21. CywHoCcTb MeTOAa

MeToz OCHOBaH Ha 06pa3oBaHMM  OKPALLEHHOr0 KOMTMIEKCHOro Ccoe-
OVHEHWS aNloMUHUA C @lOMUHOHOM (XT,,=530 Hm) npu pH 4,7—51
unm ¢ xpomasyposiom C (Xtax*~(>20 HM) B NpUCYTCTBUM NOAUBUHWUIIO-
BOro cnupta npu pH 5,8—6,7.

MeLuaroLLee BAUSHWE XXenesa ycTpaHsaeTca fobasneHweM ackopbu-
HOBOI W TMOT/IMKONEBOMN KWC/IOT.

BaHagnili He MelLaeT ONpeAeneHuto antoOMUHWS, ecim ero MaccoBas
[0NA He MpeBbILLAeT KacCoBYIO [ONI0 aNlOMUHUA B TpU pasa. B gpyrom
Cnyvae BNUAHWE BaHaAWA yuuTbIBAIOT BBEAEHVEM €ro B pacTBOpbl A/a
MOCTPOEHNA TPafyvpoBOYHOrO rpaduka.

TwuTaH He B/IMAET Ha OMNpefesieHne aJloMUHUA, eCin ero MaccoBas
[0NA B TPU pasa MeHblle, Yem MaccoBas [ONA alloMUHuA. B apyrom
Cfyyae ero OTAENA0T BMECTE C )Ke/e3oM, MapraHuem, Mefbio U Xpo-
MOM TMAPOKCMAOM HATpWA B MPUCYTCTBUM XIOPUCTOrO LMHKA 1 GOPHOI
KWUC/IOThI.

22. OnpepeneHve anlOMWUHWA C aNKOMUHOHOM

2.2.1. AnnapaTypa v peakTusbl

CnekTpothoTOMeTp UK (hoTO3NEKTPOKONOPUMETP

Kucnota congHas no NOCT 3118—77 wnn no TOCT 14261—77 1
pas6aBneHHas 1:1, 1:6, 120.

Kucnota a3oTHaa no NOCT 4461—77 wum FOCT 11125—384.

Kucnota cepHasa no TOCT 4204—77 vam no TOCT 14262—78, pas-
6aBneHHas 1:1 n 1:20.

Kucnota propuctosogopogHas no FOCT 10484—78.

Kucnota ackopbuHoBas, pacTBOP C MacCOBOV KOHLEHTpauuen
50 r/gM3, rofeH B TeYEHWE OAHUX CYTOK.

Kvcnota THOMMMKONEBas, pacTBOP C MacCOBOW  KOHLEHTpauueit
50 r/gm3.

4+ 83



C. 3 I'OCT 22538.10—88

CMecb KMCMOT: CMEeLIVBAOT paBHble 06bEMbl  PACTBOPOB ackopbu-
HOBOI U TWOTJ/IMKO/EBOI KWC/OT.

Ammunak BogHblii mo FOCT 3760—79 u pas6asneHHas 1.1 n 1:20.

Kucnota 6eH30iHasA, CNMPTOBbIM PacTBOP C MacCOBOW KOHLEHTpa-
uveid 100 r/amb.

Kncnota 6opHas no FOCT 9656—75.

XKeneso kKap6oHunbHoe mapku MNC no MOCT 13610—79, ¢ macco-
BOV goneid antoMuHKA He 6onee 0,001 % nnam mapku OCH.

XenatuH nuuwieBoid no FOCT 11293—78. PacTBOp roToBAT Cre-
ayrowym o6bpasom: 5 r xenaTuHa pacteopsitoT B 500—600 cm5 Tennoi
BOfibl, OX/1AX/AAI0T, A0BOAAT 06beM A0 1 AM3 BOAOW M MepemeLLnBaloT.

CnupT 3TUNOBbIA pekTU(UKOBaHHbIA no TOCT 5962—67 nim TOCT
18300__87

HaTpwit yrnekucnbiii no FOCT 83—79.

Hatpus rugpokeng no FOCT 4328—77, pacTeop ¢ MaccoBOW KOH-
ueHTpaumeii 200 r/gm5, XxpaHAT B nocyse U3 NonnaTuUIeHa.

LinHk xnopucTtbin no TOCT 4529—78 pacTBOp C MacCOBOW KOHLEH-
Tpauueidi 100 r/gm5; 100 r X10OpUCTOrO LMHKa pacTBOPSAKT B BOfe, CO-
aepxauweit 10 cM3 CONMSIHOW  KMCNOTbI, MEPeHOCAT B MEPHYt  Konby
BMECTUMOCTbIO 1 AM5 [ONMBAIOT BOLON A0 METKU U MEepeMeLLMBatoT.

ANIOMWHOH, COCTaBHOM  pacTBOP C  MacCOoBOW KOHLEHTpauuein
0,33 r/gm3 500 r yKCYCHOKMCNIOrO aMMOHUsA pacTBopsioT B 1 Am3 Ten-
noii BoAbl M NpunuBatoT 80 CM3 YKCYCHOW KMCMOTbI: 1 T a/loMUHOHa
pacTBopstoT B 50 cM3 BOAbl, cofepXallein 2—3 kanan ammuaka (1:20),
npununeatoT 20 cM3 CNMPTOBOro pacTBopa 6GEH30/HON KUCNOThI; BCe pa-
CTBOpPbI CIMBAKOT U [OBOAAT BOAOW 00beM [0 3 AM3 MepeMeLInBaloT M
(UNbLTPYHOT. PacTBOPOM MOXHO M0/b30BaTbCA Yepe3 2—3 f[HA nocne
MPUrOTOB/IEHNS B TEUEHNE 3 MeCsLIEB.

Hatpuii ykcycHokucnblin 3-BogHbli mo FTOCT 199—78.

AMMOHWIA yKCcycHOKMcnbIA no FTOCT 3117—78.

Kucnota ykcycHas no FOCT 18270—72 wnm no MOCT 61—75.

BytepHbiii pactBop pH 5: 13.6 r YKCYCHOKUCNOrO HaTpUs pacTBo-
pstoT B 200 cM3 Bogbl. PacTBop (hunbTpyHOT, A406aBASAOT 2 CM3 YKCYyC-
HOI KWNCNOTbI, LONMBAOT BOAON A0 1 AM3 1 NepeMeLLmBatoT.

Antomuuuia no FOCT 11069—74, mapkm A999, A995 nnn A97.

CTaHfapTHbIA pacTBop antomuHus: 0,1000 © antoMUHMS NomMeLlaroT
B CTakaH BmecTMmocTblo 250—300 cm3 npunusatoT 30 cm5 consHoim
Kucnotbl (1:1) v pacTBOPAIOT MpU HarpesaHun. MprubaBAslOT HECKOSb-
KO Kanefb asoTHOM KucnoTbl (3—4) [0 MpeKpalieHWs BCMEHWBaHUA U
KUNATAT [0 yfaneHus okucnios asota. lMpubasnawot 100—150 cmb ro-
psyeit BofAbl W HarpeBarOT A0 PacTBOPeHMsi coneil. PacTBop oxnaxpga-
10T, MEPEHOCAT B MEPHYK KONnby BMecTUMOCTbiO 1 Am3, A06aBnsioT
30 cm3 consHoOWM KWCnoTbl, AONNBAIOT BOAON A0 METKM H MepemelLunBa-
10T.

1cm3 pacteopa cogepxut 0,0001 r antoMUHKA.

BaHagma NATUOKHCB. OC. u.



FOCT 22536.10—«8 C *

PacTBop BaHaAMs C MaccoBoW KOHUeHTpauuein 0,0001 r/gm3’
1,7851 r NATUOKUCK BaHAAMA MOMELLAKOT B CTakaH, npuiavealoT 50 cm3
CEpHOM KWCNOTbI, HarpeBaldT [0 PacTBOPEHWS HAaBECKW, OCTOPOXHO
npn6aBnaT 5 cM3 a30THOM KWUCOTHI, BbINapUBalOT A0 MOSBAEHUA Na-
pOB CepHOW KMcnoTbl. PacTBop oxnaxpatoT, gobasnstoT 200—250 cm3
BOAbI, MepeMeLLnBaloT, (QUAbTPYIOT Yepe3 UAbTP cpefHel NAOTHOCTU
B MEpPHYH KO0y BMeCTUMOCTbIO 1 AM3, PuAbTP MPOMbIBAOT Tensoi
BOAOW, co6Mpas MPOMbIBHYIO XMAKOCTL B Ty e konby. K pacteopy
npunueatoT 100 cm3 cepHon kmcnoTbl (1:1), PacTBop oxnaxpgarwT, 4o-
NIMBAIOT BOAOW 40 METKU W NepemeLLmnBatoT.

deHongTanemH no HTA, pacTBop B 3TW/IOBOM CMMPTE C MacCOBOM
KOHUeHTpauueli 10 r/gm*,

2.2.2. TlposefeHue aHann3a

22.21. HaBecky npobbl Maccoii B 3aBUCMMOCTM OT MacCOBOW [
N anioMUHUA B CTaNW WKW YyryHe B COOTBETCTBWM C Tabn. 2 nome-
LWatT B cTakaH BMecTUMOCTbO 200 cm3 npunusatoT 20—30 cm3 cong-
HO kmcnoTbl (1:1) n pacTBOPAKT Npu HarpeeaHuu. [locne pacTBope-
HMA HaBeCKM MpUOaBAAIOT MO Kannsam asoTHYH KUCNOTY [0 Mpekpa-
LLeHns BCNeHnBaHua 1 3—5 kanefib B U36bLITOK. PacTBOp BbinapusatoT
pocyxa. K cyxomy ocTaTtky npubasnstoT 10 cM3 CONsiHOW KUCNOThI U
BHOBb BbIMapuBatoT JOCYXa.

Tabnuuya 2
MKC30CN 10N a/oMsMHA. K Msicco wsiicews, T A"BK'OTSSS*‘.“&}E pact-
Or 0,005 go 0.010 3knkou. 1.0 20
Cs. 0.010 > 0.02 » 10 10
* 002 * 006 » 0.5 10
> 00e » 012 » 0.25 10

O6paboTKy CyX0oro octaTka COMSIHOM KWUC/OTOW NOBTOPSIOT.

Mocne oxnaxgeHus npubasnaoT 10 cM3 CONAHON KUCNOTbl U Har-
peBaloT A0 pacTBOpeHus coneil. K pacteopy npu6asnsoT 30—40 cm3
ropsyeit Bogsl 1 0T(MILTPOBbLIBAOT HEPACTBOPUMbIN 0CaA0K Ha (UIbTP
CpedHelt NNOTHOCTW, COAEPXKALMiA HEMHOrO (WIbTPO-6YMaXHOW Mac-
cbl. Ocafiok npombIBalOT 2—3 pasa ropayeii consHoi kucnotoin (120)
1 2—3 pasa ropsveii BoAoi. dnbTPAT COXPaHALOT.

®unbTp € 0CaLKOM MNOMELLAKT B MAATVHOBLIA TUreNb, BbICYLIMBA-
0T 1 o30nat0T npu 600 °C. OcafoK B TUr/le CMaunBalT 2—3 Kanisamu
BOAbl, Npn6aBnAlT 2—3 Kanau cepHoit kucnoTbl (1:1), 3—5 cm3 diTo-
PUCTOBOAOPOAHONM KMCNOTbl M OCTOPOXXHO BbIMApuBalOT A0 YAaNneHus
napoB CepHOW KucnoTbl. K cyxomy ocTaTky B Turine npubasnsioT 1r
6€3B0JJHON0  YINIEKUCNOr0 HATpUA W CNABAAKT MpU  Temnepartype
1000 °C B TeyeHne 10—15 MuH.

MnaB BbiwenaymBaoT B 20- 30 cm3 consiHoi kucnoTel (1:20). Mo-
NyYeHHbI PacTBOP (PUALTPYIOT W NPUCOEAWMHAIOT K OCHOBHOMY (W/b-

O
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TpaTy. Ob6befuHeHHbI pacTBop ynapuealoT A0 50—Q@Dcms u MepeBo-
OAT B MepHyH Konby BmecTMmocTbio 100 cml. PacTBop A0MMBalOT [0
MEeTKM BOZOW W NnepeMeLLnBatoT.

Ecnn s aHanuM3upyemoii npobe NpuCyTCTBYeT TUTaH, TO ero oTge-
NAOT TMAPOKCUAOM HaTpus. [ns 3TOro 06beAMHEHHbIA pacTBoOp ynapu-
BaloT A0 o6bema 15—20 cm3 npubaBnsaloT 5 cM’ pacTBOpa XNOpUCTOro
unHKa 1 0,7 r 60pHOI KMcnoTbl. CofepXXMMOe cTakaHa HarpeBaroT.

lopsAunin pacTBOp OCTOPOXHO, HEOOMbLUMMK MOPUMAMM  NpW Tla-
TeNbHOM MepeMeLLnBaHNM BAVUBAKOT B MEPHYIO KONbYy BMECTUMOCTbIO
100 cM3, cofepallyto ropsunii pacTBOp rMAPOKCMAA HaTpus € Mac-
COBOW KoHUeHTpaumeir 200 r/am3 B KonmuecTBe 30—40 cM3, oxnax-
[aloT, [ONMBAKOT [0 METKW BOLOW W nepeMelimBatoT. locne oTcTamBsa-
HWA pacTBOP (WIbTPYHOT Yepe3 Cyxoi (MAbTP CpedHell NAOTHOCTM B
CyXOii KBapLieBblAi UAM (DTOPONIACTOBbLIA CTakaH, 0TOpachbiBas MepBble
nopu,vn/l thunbTparta.

2222 B MepHyto k0nBy BmecTUMOCTbi0 100 cM3  0T6MpatoT anui
BOTHYI 4YaCTb pacTBOpa B 3aBMCMMOCTM OT MacCOBOI JONWN aOMUHWN
B Npobe B COOTBETCTBMM C Tabn. 1, npunameatoT no 2—5 cm1 pacteopa
acKopbVHOBOM  KUCMOTbl AN CMECUM acKOPOUHOBOW W TWUOTIMKO/EBOM
KWCMOT, NepeMeLLnBaloT U OCTaBAAlT Ha 3—b5 MUH. 3aTeM mpuanBaloT
10 cm3 ByepHOro pacTteopa, nepemelunsaroT, fobasnsaoT 8 cm1l coc-
TaBHOro pacteopa aflOMWHOHA, 3 CM1 pacTBopa >KefaTuHa, LONuBaloT
[0 MeTKM 6ydepHbIM pacTBOPOM U MepeMeLLBatoT.

B cnyyae oTgeneHns antOMUHWUA OT TUTaHa, aIMKBOTHYIO YacTb Lue-
NIOYHOrO pacTeBopa H COOTBETCTBUM C Tabfl. 2 MOMELAIOT B XTEPHYIO
K06y BMecTUMOCTbIO 100 cm3, npubamnatoT 1—2 Kanau geHongTane-
NHa, Hel7|Tpa.I1I/I3ymT 12— 15 kannsmu consHoid kucnotbl (1:1) Ao n3me-
HeHUs OKpacKun’ MHAuKaTopa u Ao6aBnsoT B U36bITOK | cmb conaHoi
KucnoTbl (1:6). npubasnsioT 2 cM3 pacTBopa acKOpOWHOBOW KWCNOTbI
WA cMecu acKopbWHOBOM W TMOFAMKOMEBOW KWUCNOT MepeMeLllvBatoT U
ocTaBnAlT Ha 3—5 MuH. 3atem npuameatoT 10 cml 6ycdepHoro pacT-
BOpa, NnepemMeLlLnBaloT, f[06aBnAl0T 8 CM3 COCTaBHOrNO pacTeopa anto-
MWHOHa. 3 CM3 pacTBopa enaTuHa, [LONMBAKT A0 METKM OydepHbIM
pacTBOPOM ¥ NepeMeLLnBatoT.

OnTuYeckyto MAOTHOCTbL PacTBOPOB M3MePAOT  4yepe3 30 MMH  Ha
cnekTpopoTOMETpe NpU ASIMHE BOAHLI X—530 HM UM Ha (POTOINEKTPO-
KONOPHMETPE C 3eNeHbIM CBETO(UILTPOM, MMetoWwyM 061acTb nponyc-
KaHua 530—540 HM. PacTHOPOM CpaBHEHUSA CNYXWUT PacTBOP KOHTPO/b-
HOro onbiTa. N8 NPUroTOBNEHWUS PacTBOpa KOHTPO/LHOrO OnbiTa B
CTakaH NoOMeLLaloT HaBeCKy KapbOHWIBLHOrO Xesesa, COOTBETCTBYIOLLYIO
HaBecke Mpobbl U Janee BeAyT aHanM3 Kak MpuBeAeHo B nn. 2.2.2.1 H
2222

PesynbTaTbl aHanu3a BbIYUCAAIOT MO rPaLyMpoOBOYHOMY rpaduky
WM METOLOM CpaBHEHWS CO CTaHAapTHbIM 06pa3suom, 65M3KuM Mo
COCTaBy K aHanu3mpyemoi npobe M NpPOBeAEHHbLIM Yepe3 BCe CTaAum
aHanmsa.
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23. OnpepgeneHne anwomuHmga ¢ xpomasyposn om: C

2.3.1. AnnapaTypa 1 peakTuBbl

AnnapaTypa ¥ peakTtubl No n. 2.2.1 ¢ LONOAHEHNAMMK:

Hatpusa rugpokcug no FOCT 4328—77, pacTBOp C MAacCOBOW KOH-
ueHTpaumeli 50 r/aM3, XpaHAT B NOANITUNEHOBON Nocyge.

CnupT nonuemHMIoBLIA No TOCT 10779—78, pacTBOp C MaccoBoi
KOHUeHTpauwein 40 r/am3.

BythepHbiin pactBop ¢ pH (7,1+0,1):274 r aMMOHUS YKCYCHOKMC/IO-
ro n 109 r HaTpusa YKCYCHOKMCNOro 3-soAHOro pacteopsatoT B 600 cm3
BOfibl, PUNLTPYIOT, AONMBAIOT BOAOK A0 1 AM3 M NepemeLLVBaloT.

PacTBOp XpaHAT B MOMWN3TUIEHOBOW NOCYAE.

MoueBnHa no FOCT 6691—77, pacTBOp C MaccoBOii KOHLeHTpa-
umein 15 r/aM3; roToBAT Nepes NPUMEHEHNEM.

Xpomasypon C, pacTBOp C MaccoBoW KoHUeHTpauuein 1 r/gm3 1r
XpOMasypo/ia NOMeLLaloT B CTakaH, CMaynBaloT BOAOM U pacTBOPAIOT B
6 cm3 a3oTHOM kucnmoTbl (1:1). PacTBOp NepeHOCAT B MEpPHYH Konoy
BMeCTUMOCTBIO 1 AM3, cogepxawyto 500 cm3 3TWNOBOro cnupta U
200 cm3 Bogpbl, Ao6aBnatoT 50 cm3 pacTBOpa MOYEBUHbI U [O/MBAKOT
BOJOV O MeTKW. PacTBOp rofieH K NPYMEHEHWIO B TeueHUe BYX Hefefb.

2.3.2. lMposeaeHne aHannsa

2.3.2.1. PacTBopeHMe npobbl M NOAFOTOBKY pacTBopa K aHanunsy
BbINONHAKOT KaK MpvBeAeHo B n. 2.2.2.1.

2.3.2.2. ANVKBOTHYIO 4aCTb pacTBOpa B COOTBeTCTBMM C Tabn. |
noMeLLaloT B cTakaH BMecTuMOCTblo 100 cm3 cogepxawuii 3—6 cm3
conaHoin kucnotbl (1:1) n'10 cm3 Bogbl. pH pacTBOpa [O/MKHO ObiTh
He 6onee 1,0 (koHTponb no pH-meTpy). 3ateMm npubasnawT 2—5 cm3
pacTBopa ackOpbuHOBOA KuMcnoThl M ycTaHaBnmBawT pH (1,5+0,1),
npu6asnss HebONbLUIMMU  NOPLMAMU NPU NEpeMeLLnBaHUM  PacTBop
rMapoKcuaa HaTpus C MaccoBOW KoHLUeHTpauuein 50 r/gm3  PactBop
MepeHoCAT B MEPHYH Kooy BMecTMMoCTbio 100 cmM3, npubaBnstoT npu
nepemewimsaHum 10 cm* pacteopa Xxpomasypona C, 5 cm3 pacTtsopa
nonMBMHUNOBOrO cnupta 1 20 cm3 6yepHoro pacteopa. Pas6aBnstoT
BOJOV A0 METKW W NepeMeLLMBatoT.

OnNTMYeCKYyt0 NIIOTHOCTL PacTBOpoB M3MepsAloT uepe3 30 MUH  Ha
CMeKTPOPOTOMETPE MpU AJIMHE BOMHbI 620 HM UM Ha (HOTO3NEKTPOKO-
NOPHMETPE C eHHe-3eNeHbIM CBETO(UNBLTPOM, UMEOWMM 061acTb npo-
nyckanus 590—625 HM. B kayecTBe pacTBOpa CpaBHEHWs WUCMOJb3yHT
pacTBOp KOHTPO/NLHOMO OMbITa.

[ns npuroTosfieHWs pacTBOpa KOHTPO/ILHOrO OMbiTa B CTakaH no-
MeLLlalT HaBecKy KapbOHW/IbHOrO >ene3a, COOTBETCTBYHOLLYIO HaBECKe
npo6bl 1 fanee aHann3 BbINMOMHAIOT, KakK yKa3aHO Bbile HO nu. 2.2.2.1 u
232.2.

PesynbTaTbl aHanu3a BbIYUCAAKT MO rPagyvpoBOYHOMY rpadunky
WM MeTOLOM CPaBHEHWS CO CTaHAapTHbIM 06pasuom, 6AM3KMM No co-
CTaBy K aHanu3vpyemoil npobe W npeBefeHsAbIM 4Yepe3 BCe CTafuu
aHanmsa.

87



C. 7 TOCT 22536.10—88

24. TlocTpoOeHHe rpajyupoBo4YyHOro rpafuka

B BoCeMb CTakaHOB BMECTMMOCTbO 200 CM3 MOMeLLalOT HaBecKu
KapbOHUNBLHOMO )Xenesa, COOTBETCTBYIOLLME HABECKE —aHaNM3Mpyemoi
npobbl B COOTBETCTBMM C Tabn. 2. B ceMb M3 HUX A406aBNAKOT MOCNeao-
BatensHo 0,5; 1,0; 15; 2,0; 2,5; 3,0; 3,5 cm3 cTaHAapTHOro pacTsopa
XNOPUCTOro aNtoMUHKUSA, YTo cooTeeTcTByeT 0,00005; 0,00010; 0,00015;
0,00020; 0.00025; 0.00030; 0.00035 r antOMUHUS.

B cnyyae npucyTcTBMA B aHanusupyemoi npobe BaHagua B CTa-
KaHbl J06aBNAIOT PacTBOpP BaHaAWs B KO/MMYECTBE, COOTBETCTBYIOLLEM
COJEPXXaHUIo ero B HaBeCKe aHanM3MpyemMoi npoobl.

BocbMoOii cTakaH CAY>XWT 4S8 MPOBeLEHNS KOHTPObHOrO OnbITa.
Bo Bce cTakaHbl npuameatoT no 20—30 cm3 consiHol KucnoTel (1:1) u
pacTBOPAIOT Npy HarpesaHuu. [lanee aHanu3 BbIMONHAIOT KaK yKa3aHo
B M. 2.2.2 Npu NPUMEHEHUN ATIOMUHOHA WK B M. 2.3.2 NPU BbINOMHEHNUN
.aHanmsa ¢ xpomasyposnom C.

Mo HalifeHHbIM BeNMYMHAM OMTWYECKO NNOTHOCTU W COOTBETCTBYIO-
WM 3HAYEHUAM MacCbl allOMUHUSA CTPOAT TPafyMpPOBOYHbLIA rpaduk.
Jonyckaetca MoCcTpoeHWe rpaflyMpoBOYHOrO rpamka B KOOpAMHATaXx:
OMTUYECKas MA0THOCTb — MaccoBas 40NS alOMUHUS.

25. 0ObpaboTka pe3ynbTaToB

251, MaccoByto om0 antoMuHua (A') B MpoOLEHTax BbIYUCASE
no copmyne

rae TX— macca aftoMUHWSA, HalfjeHHas Mo rpagyypoBOYHOMY rpadu-
, T
T — Macca HaBeCKw npoobl, T.
25.2. HOpMbI TOYHOCTM W HOPMATWMBLI KOHTPO/SIA TOYHOCTU OMpe,
NEeHNs MacCoBOW AONM aNtOMWUHUA NpUBEAEHb! B Tabn. 1

3. ®OTOMETPUYECKU METO[ OMPEAENEHNA AIKOMUHNA
KNCNOTOPACTBOPUMOTIO

3.1. CywHocTb MeTOfa

MeTof OCHOBaH Ha Pa3fiOKEHUU HaBEeCKW CTain B pa3baBneHHON
CepHOI K1cnoTe npu cnaboMm HarpeBaHuu Ans  Haubonee MOMHOrO pas-
[leleHNA K1CnoTopacTBOPUMOro  aMtOMUHMA W antlOMUHUS, BXOAALLEro
B COCTaB BK/OYEHWI, pacTBOPUMOCTb KOTOPbIX 3aBUCUT OT KOHLEHTpa-
LMK KUCMOTbI 1 TeMnepaTypbl PacTBOPEHNS.

ANIOMWHUIA  KNCNOTOPACTBOPUMbIA  OMpPeAenstoT (DOTOMETPUYECKNM
MEeTOZOM C a/IIOMUHOHOM UK ¢ Xpomasyposiom C.

3.2. AnnmapaTtypa ¥ peakKTuWBHI

Annaparypa, peakTuebl 1 pacTeopbl no nn. 2.2.1 n 2.3.1.
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33. NMpoBepgeHne aHanusa

HaBecKy cTanu maccoit 1 r momellaoT B KOHMYECKYH KOnby BMec-
TumocTbto 100 cm3, npunmeatoT 30 cM3 cepHoii  kucnoTbl (1:20) H
HaKpbIB KO0y 4acOBbIM CTEK/IOM PacTBOPSIOT Ha BOASHONW GaHe mpw.
Temnepatype 50—60 °C.

MMocne MOMHOrO Pas3fnoXeHWs HaBecKU npubaBnAldT HEMHOro 6e3-
30M1bHON (PUNLTPO-OYMaXKHOI Macchbl, pa3baBnflOT pacTBOp BOAOW [0-
50 cM3 ¥ UAbTPYIOT Yepes UNbLTP CpeaHeil NAOTHOCTW B MEPHYHO KOn-
6y BmecTumocTbio 100 cm3. Ocagok U uabTp npombiBatoT 8—10 pas
ropsiveii Bogoii. PunbTp C ocafkoM 0TOpacbiBatoT. PUALTPAT OXaax-
[atoT, [ONNBAOT BOAOW 40 METKM 1 MepeMeLLvBatoT.

Ecnn B aHanusupyemoli npobe NpUCYTCTBYET TUTaH, TO ero oTge-
NAT TMAPOKCUAOM HaTpusa. [ns 3TOro pacTBop MoCne PacTBOPeHUs
HaBeCKW (UNbTPYIOT B CTakaH BMeCTUMOCTb0 200—300 cm3 uepes
thmnbTp cpefHeil NnoTHocTU. Ocafok H uabTp npombiBaloT 8—10 pas
ropsiueii Bogoid. ®unbTP € 0cagKom OT6packiBaloT. CofepXUMoe cTa-
KaHa HarpesaloT, OKUCNSIOT Xene3o, npubasnss 2—3 cM3 a30THOW Kuc-
NOTbI, pacTBOp ynapueawT L0 o6bema 15—20 cm3 npubasnsawT 5 cm3
pacTBOpa X10PUCTOro LuHKa 1 0,7 T 60PHOI KNCNOTbI.

lopAuMii  pacTBOpP OCTOPOXHO, HEGOMbLIMMK NOPLMAMM, NpW Tlia-
TENbHOM MepeMeLlBaHUM BIMBAIOT B MEPHYK KO0y BMECTUMOCTbIO
100 cm3, cofiepxKallyto ropsunii pacTBop MMAPOKCUAA HATPUA C Macco-
BOV KOHUeHTpaumen 200 r/gm3 B kKonuuectBe 30—bH0 cM3, oxnaxgaorT,
[ONMBAIOT J0 METKM BOLOW W nepemelunBatoT. [ocne oTcTamBaHus pa-
CTBOP (UNbTPYIOT Yepe3 Cyxoii uAbTp CpefHel NIOTHOCTW B CyXOi
KBapLEeBbIi CTakaH, 0TbpackiBas nepBble NopuuM huabTpata.

[anee aHanu3 BbINOMHAKOT B COOTBETCTBMU C M, 2.2.2.2 NPU UCNOJb-
30BaHUN @1tOMUHOHA WM C N. 2.3.2.2 Npu UCNONb30BaHUM Xpomasypo-
na C.

34. NMocTpoeHMe rpagyumMpoBoYyHOro rpathuka

B BoCEMb KOHMYECKMX K0n6 BMecTumocTbio 100 cmM3 nomellaroT Mo
1 r kap6oHUIBHOTO >Kenesa. B ceMb U3 HWUX nocnefosatenbHo A06aB-
nawoT 0,3; 0,5; 1,0; 1,5; 2,0; 2,5; 3,0 cM3 cTaHfapTHOro pacTsopa X/o-
pucToro antomMuHus, 4to cootsetcTeyetr 0,00003; 0,00005; 0,00010;
0.00015; 0.00020; 0,00025; 0,00030 r anoMuHKsA. Bocbmas konba cny-
XUT ANS NPOBEAEHUSA KOHTPO/ILHOMO OMbITa.

B cnydae npucyTCcTBUS B aHanu3Mpyemoi npobe BaHaaust B KOnG6bl
[06aBNSOT PacTBOp BaHaAWs B KOMMYECTBE, COOTBETCTBYIOLLEM COfEp-
XKaHMI0 ero B HaBeCKe aHann3nMpyemon npoobl.

Bo Bce kon6bl npunmeatoT 30 cM3 cepHoid Kncnotbl (1:20) u, HakpbIB
KONBbl 4acoBbIM CTEK/IOM, PacTBOPAIOT Ha BOAAHOW GaHe mnpu Temne-
patype 50—60°C. [lanee aHann3 BLIMOJIHAIOT KaK YKa3aHO Bbille B
n. 3.3. lonyckaeTcs NOCTPOeHMe rpagyvMpoBOYHOr0 rpaguka B KOOpAu-
HaTax: onTuyeckas MI0THOCTbL — MaccoBas [0NA.
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35 O6paboTka pe3ynbTaToB
3.5.1. MaccoByto [0f1l0  KHCNOTOPAcTBOPUMOrO antoMuHms (X?) B
MPoLeHTax BbIYUCAIOT HO hopmyne
v T-10
X*= — .
rge T — Macca afloMWHWA, HaldeHHas Mo rpagyvmpoBOYHOMY rpagu-
Ky, I,
T| — macca HaBecku npobel, T.
3.5.2. HopMbl TOYHOCTU M HOPMATWBLI KOHTPOAS TOYHOCTWU Omnpeje-
NeHNs MaccoBOR LONN aNlOMUHUA NpuBeLeHbl B Tabn. L

4. ATOMHO-/IBCOPBELUMOHHDbIM METO/A

41 CywHoOCTbL MeTOfa

MeToz ocHOBaH Ha m3mepeHuu npu X=309,3 HM CTeneHn nornoLle-
HWA' PE30HAHCHOrO M31y4YeHUs CBOOOAHLIMKM aTOMaMun antomMuHus, obpa-
3ylOLWMMUCA B pe3ynibTaTe pachblieHns aHaiM3Mpyemoro pacTtsopa B
nnameHu 3aKuUCb a30Ta — aueTUseH.

42. AnnapaTtypa U peakKTuBbl

ATOMH0-a6COPOLMOHHBIN CMEKTPOPOTOMETP C MAAMEHHbIM  aTOMM-
3aTopoMm.

Namna ¢ nonbiM KaToLoM AN onpefeneHnus aitoMUHUS.

bannoH c auetuneHom no NOCT 545“ —75.

BanfioH ¢ 3akuncbio asoTa.

Kucnota congHasa no MOCT 3118—77 vam no NOCT 14261—77 n
pas6aBneHHas 1:1 n 1:100.

Kucnota cepHas no FOCT 4204—77, pasbaBneHHasa 1:4.

Kucnota asotHasa no MOCT 4461—77.

Kucnota dropuctosogopogHas no FOCT 10484—78.

Kanwuii-Hatpun yrnekucnbii no FOCT 4332—76.

Conb AuHaTpHeBas aTwuneHAnamHH-J1/, N, V', iV'-TeTpayKCyCHo
KucnoTbl, 2-sogHas (rpHnod b) no MFOCT 10652—73, pacTBop C mac-
COBOIi KOHLeHTpauumein 50 r/gm3.

AntoMuHUKM - MeTannmdeckuii no FTOCT  11069- 74, mapku A999,
A995, A99, A97.

CTaHJapTHble pacTBOPb! alOMUHNS.

Pactsop A: 0,5 I MeTa//IM4eCcKOro atOMUHUA MOMELLAT B CTa-
KaH BMecTUMOCTbHO 250—300 cM3 1 pacTBOPAIOT MU YMEPEHHOM Harpe-
BaHMM B 40—50 cm3 consHoli KucnoTbl (1:1). OCTOPOXHO MO Kan/sm
npn6aBnAoT 5—7 cM1 a30THON KMUCNOTbI U KANATAT 40 YAQNEeHUS OKUC-
nos asoTa. 3atem npunmMBardT 100—150 cm3 ropsueil Bofbl, pacTBOp
OXNaXJakT, MEPEHOCAT B MEPHYK Konby BmecTMMOCTbio 500 cm3 go-
NNBAIOT A0 METKMN BOAOW 1 NepeMeLLBatoT.

1 cm3pactBopa A cogepxut 0,001 r antoMuHUA.
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PactBop B: 10 cm3 pacTBopa A MOMELLalT B MEPHYH Konby BMec-
TMMocTblo 100 cM3, 40NMBatOT 4O METKU BOAOWA M NepeMeLLMBAtOT.

1 cm5 ctaHgapTHoro pacteopa b cogepxkut 0,0001 r antoMuHUA.

43. MoarotoBka npubopa

Mpubop roToBAT B COOTBETCTBWAM C NpWIAaraeMoin  WMHCTPYKLUMEN.
HacTpavBaloT CNeKTPO()OTOMETP Ha Pe30HAHCHYI MHUI0 309,3 HM.
MMocne BK/OYEHWUSA CUCTEMbI MOAAYM Tras30B W 3aXWUraHUA TOpenkv B
nnams pacnbinAlT BOAY W YCTaHaBAMBAIOT HY/IEBOE MOKa3aHue npu-
6opa.

44. MpoBefjeHne aHanusa

441, HaBecky cTanun mam yyryHa maccoi 1 r momewjatoT B CT:
KaH BMeCTUMOCTbIO 250—300 cM3 1 pacTBOPAIOT MpW HarpeBaHUM B
20—50 cm3 consHoi KMCNOoTbl. 3aTeM OCTOPOXHO, MO Kannasm, npubas-
naT 5—10 cm3 a30THOW KMCNOThl. PacTBOp BbimapuBaloT focyxa. Co-
N pacTBoOpsAOT B 5 CM3 CONMAHOM KMCNOTbI MpU CNaboM  HarpesBaHuu,
nobasnaT 40—50 cM3 ropsueit BoAbl M QUNLTPYHOT pacTBOp Yepe3
ABa (unbTpa «benas neHTa» ¢ [o6aBneHMEM  (UIbTPO-OYMaKHO
maccbl. ®UNLTP C 0CaAKOM MPOMbLIBAOT HECKOMbKO pa3 ropsadveil cons-
HOW kucnoToli (1:100) K ABa-Tpu pasa ropsueid BOoLoW. ®unbTpaT COX-
paHsoT.

®PunbTp C 0CagKoM MNOMELLAOT B NIATUHOBOW TUTe/b, BbICYLLNBAIOT,
0301410T U NpoKanusatoT B TeyeHne 7—10 MuH nipn 800—900 °C.

Turens oxnaxgjawT, nNpu6aBnAOT HECKONbKO Kanenb Bofbl. 3—4
Kannu cepHow KucnoTsl, 4—5 cM3 (PTOPMCTOBOAOPOAHOW KWCNOTbI W Bbl-
napvBatoT A0 YAafeHNs napoB CEPHOW KUCNOTbI.

3aTemM TUrenb NpoKanuMeatT B TedeHue 5—7 mMuH npu 800—900 °C,
oxnaxparT, 06aBnAlT —1,5 r yrnekucnoro Kanua-HaTpns v cnnas-
NAT cogepxumoe TMrns npyu 1000—1100 CC. Mocne oxnaxaeHus nnas
BblLLeNaunBatloT ropsveii BOAOMW, fo6aBnAloT 10 cM3 CONAHOW KMCNOTbI
1 PacTBOPAIOT NPY HarpesaHun.

PacTBOp nNpMCOEAMHAIOT K MepBOHavanbHOMY (uabTpaty, ynapu-
BatoT o 20—30 cm3, gobasnstoT 10 cm3 pacTBOpa TpwaoHa B. oxnax-
[alT 1 NepeBoasT B MEPHYHO KONOY BMeCTUMOCTbIO 50 cM3.

[Jonyckaetcsa apyroe pasbasneHue pacTBopa TakuMm 06pas3om, uTo-
Obl OKOHYaTeNbHAsA KOHLEeHTpauus antoMUHWUSA HaxoAunacb B Ananaso-
He, COOTBETCTBYIOLLEM NPAMOMMHEHOMY Y4acTKy rpagyypoBOYHOro
rpaguka.

P qIgacnaop (hUNbTPYHOT uepe3 cyxoii unbTp «6enas neHTa», oTbpa-
CbiBas nepsble fiBE MOpuuM ubTpaTa.

O[JHOBPEMEHHO C BbIMO/IHEHVWEM aHann3a MPOBOAAT KOHTPO/IbHbIN
ONbIT Ha 3arpsA3HeHne peakT1BOB.

PacnblfftoT KOHTPO/bHBIA U UCMbITYeMble PacTBOPbI B NOPSAAKE yBe-
NNYeHnss abcopoummn 40 MOMyYeHMs CTabu/bHbIX MOKa3aHU ANns Kax-
foro pactsopa. lNepef BBefileHMEM B MaMs KaX[oro aHaiM3vpyemoro
pacTBopa pacnbingaoT BOAY AN MPOMbIBAHUA  CUCTEMbI U NPOBEPKM
HYNeBoro nokasaHus npubopa.
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M3 cpegHero 3HaueHus abcopbumm  Kaxgoro W3 aHannsnpyembix
pacTBOPOB BbIYMTAKOT CpeAHee 3HauyeHue abcopbuuyM  KOHTPOSIbHOMO
onbITa.

Pe3ynbTaTbl aHann3a BbIYUCAAIOT MO rPagynpoBOYHOMY Tpaduky.

4.4.2. TocTpoeHue rpagynpoBOYHOro rpaguka

B lwecTb cTakaHoB BMecTumocTbio 250—300 cm* nomewarot no 1 r
KapOOHWBHOTO Xenesa. B nATb U3 Hux gobasnstot 5; 7; 9; 10; 12 cm*
CcTaHgapTHoro pacTtsopa b, uto cootsetctByeT 0,0005; 0,0007; 0,0009;
0,0010; 0,0012 r anomuHuA. [anee nocTynalwT Kak MpPMBEAEHO B
n 441

LLlecToiA cTakaH CMY>XWT AN1A NPOBEEHWS KOHTPO/ILHOrO OnbITa.

PacTBopbl pacnbinfloT B MOpAAKe yBenuyeHus abcopbumu, Hauw-
Has C KOHTPO/IbLHOro pacteopa. epes pacnblieHMEM KaXoro pacTBo-
pa pacnbingT nogy. M3 cpegHero 3nadveHms abcopbumm Kaxgoro pa-
CTBOpa BbIYMTAKOT CpefHee 3HayeHMe abcopOLUMU KOHTPONBLHOrO pacT-
Bopa. Mo HaigeHHbIM BennyMHam abcopbuum pacTBOPOB U COOTBETCT-
BYIOLLMM HM 3HA4YeHWSIM MacCbl aJlOMUHWS CTPOAT rpajynpOBOYHBINA
rpaguk.

45. O6paboTKa pe3ynbTaToB

4.5.1. MaccoBylo fonto antoMuHua (3) B NpoueHTax BbIUYMCASIOT
no gopmyne

rge m —wmacca allOMUHKS, HalifileHHass No rpajyvwpoBOYHOMY rpadu-

Ky. T;
m| — Macca HaBecKu npoobbl, T.
45.2. HopMmbl TOYHOCTM 1 HOPMATKBbLI KOHTPO/IA TOYHOCTU OMpes

NEHWs MacCcoBOI AONM aNtOMUHUS NPUBEAEHbI B Tabn. 1
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NVH®OPMALWVMOHHBLIE OAHHBLIE
1 (F;é(?i%ABOTAH M BHECEH MuHMCTEPCTBOM YepHOl MeTanyprum

NCNONHNTENN

HayK; C. W. PyaloK, KaHfi. TexH.

HayK (pyKOBOAMUTENb TEMbI);
I-?/ H. I)F/)I/ILI,EHKO, KaHg. Xvm.

O. K HecTepoB, KaHf. Tex»,
Hayk; C. B. CnupuHa, KaHfg. XuMm.

B. ®. KoBaneHko, KaHA. TeXH. Hayk;
Hayk; A. M. Mowuceesa; J/1. V. Bepe3oBas

2. YTBEPXJEH W BBEAEH B JEWCTBWE [ocTaHoBNeHWeM [o-
Cy,anCTBeHHOI'O komuteta CCCP no craHgaptam oT 25.08.88
F« 3018

3. BBAMEH I'OCT 22536.10—77

4. CCbINOYHBLIE HOPMATWBHO-TEXHUWYECKWE OOKYMEH-

O6o3HavegHre UTJ1. an *
KOTOprIlVIe [aHa CeoUiKa HOF'\I/(?EH)HIXETK; ' %goﬁg%%%ﬁ*paqg’ HOI'IMC?EI'I%ETKA-&’
CCbKa
OCT 61-75 221 OCT 6691—77 231
FOCT 83—79 221 OCT 9656 -75 221
FOCT 199-78 221 FOCT 10484-78 2,2.1. 42
OCT 3117—78 221 FOCT 10652—78 4.2
OCT 3118—77 221 42 FOCT 10779-73 23.1
OCT 3760-79 221 OCT 11069-74 22.1, 42
FOCT 4204-77 221. 42 FOCT 11125-84 2.21
FOCT 4328-77 221 231 FOCT 11293—78 22.1
FOCT 4332-76 4.2 OCT 13610-79 221
FOCT 4461—77 221.42 FOCT 14261—77 22.1, 42
OCT 4529-78 221 FOCT 14202-78 22.1
FOCT 5457—75 4.2 [OCT 18270—72 22.1
FOCT 5962-67 221 OCT 18300-87 22.1
OCT 22536.0—87 11
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