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Mocranosnennem TocypapcrsenHoro kommrera CCCP no <cranpapram ot 20 pe-
xalpa 1985 r. N 4474 cpok AeHcTBMA YCTAHOBAGH'
c 01.01.87

Hecobniogenue craHpapra npecnegyerca nNo 3aKOHy

Hacrosmui cranjapT yCTaHABJAHBAET THTPUMETPHUECKHH KOMILJIEK-
COHOMETPHUECKHH MeToJ ONpeleseHHs OKCMAA KaJbLus (OPH Macco-
- BOH poJe okcuaa kadnapius ot 1,00 1o 60,0 %) u oxcuga marHus (npH
MaccoBoit noJse oxkcuga maruus ot 0,50 mo 20,0 % ) u atomHo-ab6cop6-

IHOHHBIA METOJ OIpeAe/ieHHsd OKCHAA MarHus (TMpH MaccoBoil aoJe OT
0,50 o 5,00 %).

1. OBLUME TPEBOBAHUSA

1.1. O6uine TpeboBauusi kK  MerogaM aHanuza — no- [OCT
22974.0—85.

2. TUTPUMETPMUECKMH KOMNIEKCOHOMETPHUECKMA
METOJZ1 'ONPEAENEHMS OKCMAA KAMNbLMSA

21.CymuocTr MeTOZA

Meton ocHOBaH Ha THTPOBAHHH HOHOB KaJblLHS TpHJIOHOM b B
wenoyHol cpene (pH=12—13). das ay4mel HHAKKAUHK KOHLA THUT-
POBaHHUA NPUMEHSIOT CMecCb HHIAMKATOPOB (ayopekcoHa H THMoadTa-
JenHa. B sxkBuBaJeHTHON TOuKe 3ejieHass (uayopecuupylouias okpacka
H3MEHSIeTCsT Ha DPO3O0BYIO.

Onpegnensor MaccoByl n0Ji0 OOLIEro KaJblUHs B mepecyere  Ha
OKCHJ, KaJIbI[Hsl H BBIYMTAIOT MACCOBYIO AOJMIO (PTOPUCTOTO KAJbLUL.

22.PeaKTHBB M PacTBOPH

M3paHne opuuManbHOe Mepeneuarka Bocnpelwena

*
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FOCT 22974.5—85 Crp. 2

Kucnaora consinas nmo I'OCT 3118—77, pas6Garnensas 1:1.

Kanusa rugpookuce no 'OCT 24363—80, pactBop ¢ MaccoBOH KOH-
neHTpaunuei J,2 r/0M3

Kaani xaopuctuiii mo FOCT 4234—77.

Hatpus N, N — nusTHauTHOKap6amar no IOCT 8864—71, paCT-
BOp ¢ MaccoBoii KonllenTpauuei 0,1 r/em®.

Conp JauHaTpHEBas aTnJleH,uHaMHH-N N, N’, N’-tetpayKCyCHOH
KHCJOTHl 2-BoAHas (TpHJIOH Bb) no I'OCT 10652-—73 pacTBOp ¢ MO-
JAPHOH KoHIeHTpauuei skBuBagenta 0,025 moan/nam®: 4,65 r Tpu/IOHA
b pacrBopsior B 300 cm® BoIHL ParCTBO'p fO’I‘(bHJIprOBbIBaIOT B MEPHYIO
KkoJ10y BMecTuMmocThio 1000 cMm3, 10BOJAT BOLOH 10 METKH H Hepeme-
HIHBAIOT.

ManaxuToBH# 3€JeHBi (HHAWKATOP), pPacTBOpP ¢ MacCOBOH KOH-
nentpanuei 0,01 r/em3.

®ayopekcoH (MHAHWKATOD).

TuMondpranenn (HHIHKATOD).

Cmech nuaukaropoB: 0,2 r ¢ayopekcoHa u 0,05 r Tumondranenna
pacTHpamT B cTynke ¢ 20 I XJO0pHCTONO KaJaHsl.

Kaabuusa okuce no I'OCT 8677—76, npeasapHTenbHO l'IpOKaJIeH-
Has npua 950—1000 °C B Teuenue 1 u.

CrangaptHbiéi pacteop: 0,5 r OKHCH KaJblHA NMOMeLlal0T B CTaKaH
BMectuMocThio 300 cm?®, cMauuBawT BOJo#, nmpubajsior 10 cm® co-
asHo#t kucaorel (l:1), HarpeBalOT 10 MOJHOTQ PACTBOPEHUS HABECKH,
NEPEHOCAT B MepHyio KoaOy BmectuMocTbio 1000 cm® m pasbaBasior
BOJOR A0 MeTKH. PacTBOp C MaCCOBOH KOHUECHTpauue#d OKCUAA Kajb-
nus 0,0005 r/em3.

YcranoBka MaccoBo# KOHIeHTPalluh pacTBopa Tpuiona b.

Jas ycTanoBkM MacCOBON KOHIEHTPAUWH pacTBopa TpujaoHa b or-
6upalor no 25 oM® CTaHAApTHOrO pacTBOPa OKCHIa KaJablHs B  TPH
'KOHHYeCKHe KOJ0bpl BMecTHMOCTbIO 250 cM®, nmpHauBalT nmo 5—6 ka-
neJib HHAHKATOpPa MaJaXHTOBOIO 3€JEHOTO H TOHKOH CTPyeH Nnpu 3Hep-
THYHOM NEPEeMeIUNBAHHA PACTBOP THAPOOKHCH KaJHsl C MacCOBOA KOH-
neHtpanveit 0,2 r/cm?® po obecuBeuuBanHus pacrtBopa, gobasaswTt 0,1r
CMeCH HHAHKATOPOB H THTPYIOT pacTBOpPOM TpU/oHA B a0 mepexona
3eJieHo# dayopecuHupylolllell OKpacKH pacTBOpa B PO30BYI.

Maccoryio koHueHTpauuio tpuioHa b (C), BuHpaxeHHyw B r/cm?
OKCHJAA KaJdbUWs, BHUUCAANT 1o gopMyae

C=—
TAe m -—Macta HaBeCKH, COOTBETCTBYWOLlAA aJHKBOTHOH YacTH pacrt-
BOpa, T;
V —o6bem pacrtBopa TpuJIOHA B, H3pacxoJ0BaHHBIH Ha THTPOBA-
HHe, oM3.

23. llpoBegenve ananusa \
K ¢uaprpaty B mMepHo#ii koa6e BMectuMmocThbio 500 cm3, nocae or-
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Cip. 3 FOCT 22974.5—85

JeseHust noayTopHuelX oxkucaoB mo TOCT 22974.4—85, npubaBasiior
50 cM3 pactBopa AMITHAAHTHOKAap6aMaTa HaTpus (IIPH MaccoBOH Ho-
jge okcuna mapranua (II) mo 25 %) wuam 75 cM® (mpu maccoBod gonae
okcuna mapranua (II) 25—30 9% ). Komby sakpbiBaloT OpolKoit
SHEpruyHo B3GANTHIBAIOT B TeueHHe 4—5 MuH anas GeicTpoft KoaryJs-
U Kap6amara maprasua. Pactsop B kKoafe HOBOAAT BOJOH OO MET-
KH H JAK0T OTCTOSTHCA B TeueHHe 1 4, mocje yero OoTHIbTPOBHIBAIOT
yepes ABa CyXux GuabTpa B CyxXywo koualy, or6pacwBasf IepBhe NOD-
uuy puaprpara.

Or6uparor 100 cM® pacrBopa B KOHHYECKYI0 KOJOY BMECTHMOCTHIO
500 cMm3, npuauBatoT 5—6 KaneJp HHAHKATOpPa MaJaXHTOBOTO 3€JI€HO-
ro ¥ TOHKOH cTpyeli IpPH 3HEPTHYHOM NOMEIINBAHHH TIPUOaBAAIOT pac-
TBOP THAPOOKHCH KaJus ¢ MaccoBOH  kouuenrpanuein 0,2 r/cm® no
obecupeyuBanus pacrsopa. K pacrsopy npubasnsiotr 0,1 r cMecu uH-
JAKAaTOPOB H THUTPYIOT PacTBOpPOM TpHaoHa D m0 nepexoia 3eseHOi
¢ayopecuHpyollell OKPack® pacTBOpa B PO30BYIO.

24.06paboTka pe3yabTaToOB

2.4.1, MaccoBylo noJio 0OOlNero Kajbliisg B Nepecuere Ha  OKCHI
Kaabnus (X) B NpOLEHTAX BEIYHCJAIOT M0 GHopMYyJie

X=V C,,:OO :
rpe C—MaccoBass KOHIlEHDpalHs TpuroHa B, BelpaxenHass B r/cm®
OKCHJa KaJbIlUS; _
V —o6bem pacrBopa TpusoHa b, H3pacxomoBaHHBEIH Ha THTpO-
BaHHWe aJIMKBOTHOH YacCTH PacTBOpa, cM3; |
m — macca HaBeCKH, COOTBETCTBYOWlasi aJHKBOTHOM 4acTH pacrT-
' BOpA, T.

2.4.2, AGCONIOTHBIE AOMYyCKAaeMble PaCXOXIEHHS pe3yJbTATOB Ia-
pannenbHbIX ONpefeseHHH NpU NOBepUTeNbHOH BeposTHOCTH P=0,95
He JOJKHBI NpeBhIUIATh 3HAUEHHH, NPUBEAECHHBIX B TabJu. l.

Tabanunal

Macc?{?ﬂifg,ﬂ ﬂ%? Kenaa AGConioTHBIe JONyCKaeMble pacxomiaenus, %
Or 1,00 ao 2,00 BkmOU. 0,15
Cs. 2,00 » 4,00 » 0,20
» 4,00 » 10,00 » 0,40
» 10,0  » 200 » 0,6
» 200 » 60,0 » , 0,8

2.4.3. MaccoByio RoJil0 cBOOGOJHONO OKCHAA KaJjbuus B npobe (X))
B [POLEHTaX BHIYUCAAIOT O POpMYyIe

X, =X—(X,-0,718),

rie X — MaccoBasi 10Js1 OGUIEr0 KaJbUUs B mepecyeTe Ha  OKCHJ
Kajawuus, %;
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rOCT 22974.5—85 Cp. 4

X;—MaccoBasi 1oasi QTOPHCTOrO KaJbIlus, HaI{,ILEHHaH no [OCT
22974.11—85, 9.
0718—1{03@)@)111114&1{1‘ nepecyera cpTopHcmro KaJblUsi Ha  OKCHZ
KaJbLus.

3. THTPUMETPUYECKMA KOMNIEKCOHOMETPHUYECKWH
METOJ] ONPERENEHMA OKCHMIA MATHUA

3.1.CymHocTh MeTOXA

MeTos ocHOBaH Ha 00pPa3oBaHWM B PACTBOPE WOHAMH KaJblHsig H
MarHis KOMIJIEKCHODO COeJMHEHHS ¢ IPHOXPOM 4YepHbiM T, oxpaiueH-
HOro B CcHpeHeBHIH IBeT. IIpH BBeJeHHH B pacTBOP TPHIIOHA b (pH
9—10) koMmexcHOe COeAHHEHHE Pa3pyluaercs, a KaJjblud U Maraui
CBA3LIBAKTCA C TPUJIOHOM B B mpouHOe coenuHenue.

B skBHBaJleHTHO! TOUKe CHPeHeBass OKpacKa KOMIJIEKCHOTO coe-
AWHEHHSl KaJblHsl M MarHus ¢ pHOXpoM 4epHoiM T paspywaerca H
nosiBagercs roayboit uBer cBo60AHOr0 HHAXKATOPA.

O6bem TtpuaoHa b, u3pacxomZoBaHHOrO Ha THTPOBaHHE  OKCHJAA
MarHus B npo6e, BHIYHCJAAIOT 1O 'Pa3HOCTH 00beMoOB TpuioHa B, H3-
PacXOXOBAHHOrO Ha THTPOBaHHe CYMMbI OKCHAA KaJbLMs M OKCHAA
MarHHs, H OKCHAa KaJbLus.

3.2. PeakTHBBH H pacTBOpH

Kucnora consinas no 'OCT 3118—77, pasbasaennasn 1:1.

Amwmuak sBoansiit no FOCT 3760—79.

Ammonnit xnopucrhiii no T'OCT 3773-—72.

Kanui xnopucruit no TOCT 4234—77.

Conbp munarpueBas stuaeHAuaMuH-N,N,N’.N’-teTpayKcycHOl KHuC-
A0TH, 2-BoaHas (tpuaon B) mo I'OCT 10652—73, pactBop ¢ Moasp-
HOH KOHIEeHTpanuen skBuBajseHta 0,020 MOJb/AM®, NPHUrOTOBJIEHHBIH
mo m. 2.2,

Opuxpom uepuHblH T, HHAukarop: 0,2 © HHIHKaTOpa PACTHPAIOT B
crynke ¢ 20 r XJOPHCTOTO KaJIHusl.

Ammuaunnit 6ydep: 20 r XJOPHCTOrO aMMOHHSI PacTBOPSIOT B
600 cM?® Boaml, moOamasitor 100 ¢cm®  ammuaka, ©pasbaBasioT 10
1000 cm® u mepememuBalor.

Maruus oxucs mo FOCT 4526—75, crangaprusiii pactsop: 0,5 r
OKHCH MarHus, ImpeiBapuTeJbHO npokKateHHod npu 850—900 °C mo
TMIOCTOSIHHOH MacChl, MOMEIAaOT B cTaKaH BMecTHMocThio 200—300 cMm3,
cMagnBalot 10 cm® Boawl, npubasasior 25 cM® consinoit kucaoth (1:1).
Pacteop HarpeBaloT X0 MOJHOTO PACTBOPEHHS OKHCH MarHHs, OXJaX-
HaoT H pa3baBjadl0T B MePHOH KoJa6e BmectUMocThio 1000 cm3. Pacr-
BOp C MacCCOBO#i KOHUeHTpauHeil oxkculda MarHus 0,0005 r/cm®.

YcTanoBka MaccoBOH KOHUEHTpAaUWM pacTBOpa TpHAOHA b.

YcTaHaBAMBAIOT MaCCOBYI0 KOHIEHTPAUHWIO pacTBopa TpHJaoHA B:
B TPH KOHHYeCKHe Ko0JOb BMecTHMOCTBIO mo 250 cm® or6upaior 1o
25 cm® CTaHAAPTHOTO PacTBOpA OKCKAA  MarHuf, NPUIHBAIT 1O
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Crp. 5 TOCT 22974.5—85

100 cm?® Boaml, 20 cm® ammuauHoro 6ydepHoro pacrsopa, A00aBJAIOT
mo 0,1 r HHAMKaTOpa 3PHOXPOM 4YepHOro T H THTPYIOT PacTBOPOM TDPH-
noHa B 10 mepexoha OKpaCKH H3 cepeHeBOH B roayoylo.

MaccoByo KOHUeHTpauuio pacrBopa TpuaoHa b (C), Buipaxes-
HYyj0 B T/OM® OKCHAa MarHus, BHIYHCAAIOT Mo Gopmyse

C= -,
rie m — Macca HaBeCKM OKCHJa MarHHf, COOTBETCTBYIOILAasl aJHKBOT-
HOM YacTH pacTBopa, I,
V —obbem pactBopa B, H3pacxolOBaHHHH Ha THTPOBAHHE, cm®,

33.IIpoBegenne aHaaHu3a

Jns ompeneseHHsi CyMMbl OKCUJOB KaJIblHf M MarHus OTOHpaloT
100 cm?® pactBopa (oM. m. 2.3 mocie OTAe/eHHs MapraHila) B KOHHYe-
cKywo konby BMmectMocTbio 500 cm3, npuauBaiot 50 cM?® Boawl, 20 om3
amMuauyHoro Oydepuoro pactsopa, pobasiasior 0,1 r  HHAHKaTOpa
3pnoxpoM uepnoro T M TUTPYIOT pacTBOpOM TpuJaoHA b 10 mepexoia
OKpacKH pacTtsopa-B roayobylio.

34.06pab6oTKa pe3yabTaTOB

3.4.1. Maccosyw noai0 okcuga marius (X) B NpOLEHTAaX BHIYHC-
JAIOT o popmyJie

—Va-C-1
x_ Vl)m C-100 ’

rae V —obbem pacTBopa TpuioHa B, u3pacxoloBaHHBIA Ha THTpOBA-
HUEe CyMMbl 00llero KaJbUUsl U OKCHAA MarHus, oMm3:
Vi—obbem pactBOopa TpuJOHA B, M3pacxogoBaHHBEIN Ha THTpOBa-
HUe O6ILero Kaabuus, cM3;
C — MaccoBasi KOHLeHTpalusi TpwioHa D, BepaxeHHas B r/cm®
OKCHIAa MarHus;
m — Macca HaBeCKH, COOTBETCTBYIOLIAs aJUKBOTHOH 4acTH pacT-
BOpa, T.
3.4.2. A6couIoTHBIE IOYCKAEMBIEe PacXOXeHHS Pe3yJbTaToB: q1a-
Pajie/IbHbIX ONMpe/lesleHuii NpH JNOBEPHTEJILHO! BEPOSTHOCTH P=0,95
He MOJIXKHBI NPeBLILIATL 3HAYEHUH, NPUBEAEHHBIX B TabJa. 2.

4. ATOMHO-ABCOPBLIMOHHBIA METOL, ONPERENEHMA
OKCHAA MATHMA

41.CymHocTh MeTOdA

Meton ocHOBaH Ha H3MeDEHHH CTeNEHH IIOIJIONIeHHS Pe30HAHCHOTO
H3JyueHHs CBOOOAHBLIMH aTOMaMH MarHus, o0pa3yioLIHMHCH B pe3yJb-
TaTe pacnblieHHs aHAJH3HPYEMOro pacTBoOpa B INJaMf BO3AyX —
aleTHJIEH.

42. Annapartypa, peakKTHBH M PacCTBOpPH

AromHuo- a6copOUHOHHBIA CieKTPOoQOTOMETP.
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roCT 22974.5—85 Crp. 6

Jlamna ¢ noJHHM KaTOAOM IJIA ONpeje/ieHHst MarTHHS.

AuetHneH pacTBODeHHHIH # rasoobpasuniii Texuuueckuii mo 'OCT
5457—175.

Kucnora coasinas no 'OCT 3118—77, pasbasnennas 1:1.

Kaanit xnopucraiit mo 'OCT 4234—77, pacTBOp ¢ MaccoBOf KOH-
uexntpauue# 0,35 r/omd. |

Marunua oxkuce no I'OCT 4526—75, cranaapTHbIE pacTBOp; rOTO-
8AT, KaK yKa3aHo B T. 3.2. H pasbaBasior Boxoit B 10 pa3. Pacteop ¢
MacCOBOH KoHUeHTpauuei okucu maruua 0,00005 r/om3.

43.IToaroTOBKAa K aHaJAH3y

Ilepen paboroii HacTpamBalOT NMpHOOP HAa PE3OHAHCHYIO  JIHHHIO
285,2 HM.

44.ITpoBegeHne aHaJau3a

[Tocae pasnoxenus ¢puoca mo F'OCT 22974.1—85, 5 cm® pacrso-
pa nepeHocsT B MepHylo KO0y BMecTumocTbio 500 cMm®, mo6aBasioT
50 cmM® pacTBOpPa XJOPHCTOrO KaJus JAJd NOTalleHHs MOHH3AllHH Mar-
Hus, 10 cm? coasiHo#t kucjaoThl (1:1), moBoasAT BOZOH IO METKH H me-
peMelluBaloT. Pacnuiigior B NJaMsA pacTBOP KOHTPOJILHOTO ONBITa, a
3aTeM aHaJIH3HpYeMbIH PacTBOp.

[Tepen BBedeHueM B maaMs KaxKAOro pPacTBOPA PACHBIASIOT BOLY
JUJISl IPOMEIBAHUS CHCTEMKEl M TIPOBEDPKH HYJIEBOH TOUKH. '

45 IlocTpoeHHe TPafyupoOBOYHOro Tpadpuka

B Mephble k041661 BMecTaMOcThi0 100 cMm3? nmomemaror 0,2; 0,4; 0,6;
0,8; 1,0; 1,2; 1,4; 1,6; 1,8 m 2,0 cM® cravaapTHOro pactBopa, 4To CO-
orBercrayer 0,00001; 0,00002; 0,00003; 0,00004;  0,00005; 0,00006;
0,00007; 0,00008; 0,00009 u 0,000l r okcuaa MaruHusi, A06aBJAAIOT
10 cm?® xnopucroro kanus, 2 cM® consHo#f KucaoTh (1:1), moBoasAT
BONOH 1O MeTKH H mnepeMmelinBaloT. [lanee moctymaior mo m. 4.4.

46. O6paboTka pe3yabTaToOB

[TofcuuTHIBAIOT OpeiHee 3HAYSHMWE ONTHYECKON MJIOTHOCTH PacTBO-
POB KOHTPOJILHOI'O ONBITA H BBIYHTAIOT 3TO 3HAUYEHHE M3 CPEAHEro 3Ha-
YeHHs ONTHYECKOH IJIOTHOCTH MCNbITyeMblX pactBopoB. [lo rpaayupo-
BOYHOMY rpaHKy HaxXoAsIT Maccy (T) OKCHAA MarHHs B HCIBLITyEMOM
pacTsope.

4.6.1. Maccosyio monto okcuia MarHuss (X) B NPOLEHTaX BHIYHC-
JAI0T 110 hopMyJe

X=22.100,
m

1
rie m—mMacca OKCHAA MarHHs, HaljeHHas Mo  TPafiyHPOBOYHOMY
rpaguky, r; |
m; — Macca HaBeCKH ¢Ji0ca, COOTBETCTBYIOWAA aJUKBOTHOH 4dac-
TH pacTBopa, T.
4.6.2. AGCONIOTHEIE HONMyCKaeMble PacXOXKAeHHs De3yJbTaroB Ta-
paJJieJbHLIX ONpeJeJeHHii NpH A0OBepHTe/bHOH BepoaTHocTH P=0,95
He JOJIXXHH NPeBHINAaTh 3HaYeHHH, NMPpHBEeAEHHHX B Tabu. 2.

37



Crp. 7 TOCT 22974.5—85

Tabaunua 2

Maccopas nons oKcHia

MArHud, % AGconoTRuIEe HonyckaeMue PacxXoXAerus, %
Or 050 ao 1,00 Brmou 0,10
Ce. 1,00 » 2,00 » 0,15

» 200 » 5,00 » 0,20

» 500 » 100 » 0,4

» 10,0 » 20,0 »

0,6
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