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YIK 669.15.295.198:546.18.06 I'pynna B19
FTOCYIJDAPCTBEHHBMYM CTAHAAPT CO3A CCP

SEPPOHUOBHH
Metopn, onpeneaenus ochopa rocTt
Ferromobium Method for determination 15933.3—90

of phosphorus

OKCTY 0809

Cpox pedicTBus ¢ 01.07.91
no 01.07.2001

Hacroamuit crasgapr jcraHaBauBaeT (OTOMETPHUECKHE MeTOX
onpeleqeHus Qochopa B ¢deppoHHobHH HPH MaccoBoii JpoJe ero or
0,03 1, 0,6%

Meion ocHoBaH Ha peaknHH 00pa3oBaHHS meaTol docporinovo-
JHOAeHOBO: TeTe ONOJHKUC.IOTH € HOCAEAYIOIM [ BOCCTANOBJIECHHEM
€e B COJSHOKHCIOH CPefe THOMOYEBHHOH B NMPHUCYTCTBHH CEPHOKHCIOH
MeAH [0 KOMILIGRCHOTO COeliheHHs, OhpAalleHHOro B CHHHI{I UBeT.
Dochop OrfensoT T MEWANMHA JIEMEHTOB CIJIABJACHHEM C MePOK-
CHIOM HaipHs C NOCJAeAYIOIMM BhIIleJaYyHBaHHEM MJiaBa PacTBOPOM
XJOPUCTOrO HATPHA.

1. OBLIHE TPEBOBAHHY

11, O6wwme tpeGoBanus K MeToay aHajausza—no ['OCT 28473.
1.2. Jlabopatopuass npoba poJixua ObiTb NPUIOTOBJEHA B BHUAC
TOPOIKa ¢ MaKCHMaJdbHEIM pasMepoM uactuy 0,08 mm no FOCT 20515.

2. ANMAPATYPA, PEAKTHBBI H PACTBOPbI

CnekrpodoromeTp uaIH GOTOJIEKTPOKOJOPUMETD.

Hatpus nepokcun,.

Hartpuit xaopuctoii mo T'OCT 4233, nacpiiieHHbIH pacTsop.

Harpuit yraexucanit no TOCT 83.

Kpacun xene3oaMMOHHIIHBIE, PacTBOp' 87 T KBacLOB PacTBOPAIOT
apu marpesanun B 400 cM3 Boahl, comepxauieii 15 cM® coasiHof Kuc-
JIOTHI, OXJ4XKJAAlOT, PAcTBOP MNEPEHOCSAT B MepHYyI0 Koaby BMeCTHMO-
cThi0 1 AM®, HOJNHBAIOT 4O METKH BOLOI H NepeMeIUUBaIoT.

H3nanue oduunansHOE ITepenevatka BocnpeuieHa

*
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C. 2 TOCT 15933.3—90

Kucaora coasras mno T'OCT 3118 u naot"ocreio 1,105 1/emi:
500 cm® cossiHOH KHCJOTHI pa30aBiAlT A0 METKH BOAOH B MepHOIl
Kosi6e BMecTHMOCTbIO 1 n1M% H mepeMelIHBaIOT.

AwmMonnit dropucteiii mo 'OCT 4518, pactBop ¢ maccoBol KOH-
ueHtpauueir 20 r/am®.

Kucsnora 6Gopuas no I'OCT 9656, pactBop ¢ vaccoBoifl KOHUEHT-
pauuneii 50 r/am®,

Ammuak soanwit no F'OCT 3760.

Tuomouesuna no [OCT 6344, pacTBop ¢ MaccoBoH KOHIEHTpaLH-
ef1 80 r/am?e,

Menp (II) cepuokucsaas 5-soanas nmo 'OCT 4165, pacrBop ¢ mac-
COBOU KORueH1pauueh 10 r/avs.

BoccranoBurenbHass cmech: 150 cM® pacTBOopa CepPHOKHCAOH MenH
cmewnBaior ¢ 700 cMm® pactBopa THOMOueBHHBI. [locae oTcTamBanuA
B TeueHHe 24 u cMeCh (QUJABTPYIOT H OCALOK OTGpachHIBAIOT.

Ammonuit monubaeHoBokuchinit mo ['OCT 3765, cBexenpHroTOB-
JEeHHBbIH pacTBop ¢ MaccoBoil koHuentpauueir 50 r/am®. [lpu HeobXo-
JUMOCTH MOJUOJEHOBOKHC/BIH aMMOHHH NepeKpHCTAJIH30BbIBAKOT!
250 r Monu6GaEeHOBOKHCAOrO aMMOHHsl pacteopsiiot B 400 cv’ Boawl
npu HarpeBasuu ao 80°C. PacTtBop (HABIPYIOT uepe3 NJOTHBIH
¢buabtp, oxsaxaatoT, npuauBaioT 300 cm?® cnupra, nepeMellNBAIOT
u yepe3 | uy ocagok OHUIBTPYIOT 1A BAaKyyMoM Ha QHABTP cpcaHed
IJIOTHOCTH, INOMEIEHHbIH B BOpPOHKY Dbloxhepa. Ocalok NpoMBIBAIOT
2—3 pasa cnuprom (nopuusivg no 30 cv®) H BLICYLIMBAIOT Ha BO3-
Ly xe€.

Cnupr 31un08bI pekTHOUKOBaHHBI TexHnuyeckud mo [OCT 18300
HJIM COHPT 3THJAOBHINA pekTadukoBanubii no FTOCT 5962.

Kanuit dochoprokucaniit onnozamewensniii no F'OCT 4198,

ITpu nHeobGxoanmoctTH (GocPopHOKHUCIBI KaJuil NepeKpHCTaljiH30-
BuBaloT: 100 r onHo3amelieHHOro MhocPOPHOKHUCAOTO Kaaus pacTBO-
psor B 150 cm® ropsiueit BoAwl npH HAarpeBalHH, MOC/Te 4ero BbLIHBA-
101 Pac1BOp 10HKOH cTpyel B (ap(opoByI0 UYalIKy, IHEPrHYHO fepc-
MEIHBas CTeK.IfHHOII maJjoukoil. [locae oxJgaxaeHuss pactsona [0
KOMHa rFOH TeMHNepalypsl YaluKy C KpHClajulaMvH OXJaxIAalT 3 Mpo-
TOYHOM XOJIOJHOII BOJE MJIH XOJIOJUJIbHHKe, TepeMelIMBasi CO,IepKH-
Mmoe, [lo oxsaxineHuw Kpucraaant oTQHUALTPOBBIBAIOT MOJ BahyyMOM
Ha BOPOHKY C NOPHUCTOH CTEKJSIHHON NJIACTHHKOR H NPOMBIBAIOT Jeas-
HOM BOAOH aBa&kabl 1o 5 cv’. OcaldoK NePeHOCAT B CTAKaH H pacTBO-
paoT B 80 cm’ 1opsiuell BoJALI NIPH HArpeBaHHH, MOCJE Yero MoBTOPS-
IOT NepeKpHCcTa/.llH3auynio, KakK yKkazaHo Bolie. Kpucrauaasl docdop-
HOKHCJIOTO KaJus BwicViIUBaioT npu temueparype (110x5)°C B dap-
(hopoBoi ualiKe Jo NOCTOSHHOH MacChI.

CranpapTabie pactBopsl docdopa

PactBop A. 0,4394 r ¢ocopHOKUCIOr0 Kajusi MOMEUIAloT B Mep-
Hylo xon6y BMectuvoctbio | av?, paciBopsiior B 100 cM® Boawl, 10-
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rocCr 15933.3—90 C. 3

JHBAIOT BOAOH 1O METKH M NepeMelIHBalOT. PacTBOp XpaHAT B NOJIH-
3THJEHOBOH HNOCyAe.

Maccosass KoHmentpauus ¢ochopa B pacteope A papua
0,0001 r/cm3.

Pacreop b: 10,0 ¢cM® crangapTHoro pactsopa A mepeHOCAT B Mep-
Hyl0o Kosa0y BMecTuMmocTblo 100 cMm3, nonuBaloT BOROI A0 METKM H
nepemewinBanT. PacTROp rotoBAT B J€Hb NPHMEHEHHUH.

MaccoBass  KouueHTpauus ¢ocpopa B pacTBope B pasha
(,00001 r/cmd.

3. NPOBEAEHHE AHAJIU3A

3.1. Hasccky npoOel, oTo6paHHyo corsiacHo Ta6u. 1, noMeilaior
B JKEJIE3HBIH HJIH HUKEJeBBIH THIeb U CONABASAIOT ¢ 4—6 T nepexu-

cH HATpHs, cofepxamedl [—2 r HATPHA YrAEKHCJIOro IPH TeMIepaTy-
pe 650—700°C.

Ta6aupa 1

Maccosaa poas docdopa, % Macca uasecku, r
Or 0.03 xo 0,10 Bratoy, 0,5
Ce. 0,1 » 02 » 0.25
» 02 » 06 » 0.1

Tlocae oxsaxpenus 1naag  BLIEJAAYHBAIOT BO (DTOPNIACTGROM
crakane B 100 cM® machimenunoro pacrBopa xjopucroro natpus. Tu-
res» H3BJIEKalOT M3 CTakaHa H OOMBIBAIOT ero BoRofl. PacrBop xung-
TSET 70 pPA3PYIICHHA NEPOKCHAA HATPHs, 3aTeM OXJAaXKAAT, KojHue-
CTBCIHHO NMEPEHOCSIT BMECTE C 0CaJKOM B MEPHYIO K0.10y BMECTHMOCTbIO
250 cm’, monusawT n0 MeTKH BOJoH u nepemeimnnsator. [lawoT ocai-
Ky OTCTOSITbCSL M 3aTeM pacTBOp (PUAbTPYIOT uepe3 cVXoid (UIAbTP B
cyxyio Konby, orbpacsiBas neppble Nopuxd Guibrpara.

3.2. B aBe xoHHueckue KoJAGH BMectHMOcThIO no 100 cM® nowue-
maioT 1o 25,0 cM® duabTpara, npuaupawt no 2,0 cv® pacrsopa xe-
JC30aMMGHHITHLIX KBacuos, no 0,0 c¢M’ pacrBopa (ropuHcTOro amMmo-
Huag 1 1o 2,0 cm® pactBopa OGopHOH KHCJOTH. BhinaBnmit ocanok
THADOKCHAA JKesne3a pacTBOPSiOT B COMsiHON  EHCJOTE IIOTHOCTLIO
1,105 r/cm’. 3atem pacTBOp HEHTPAJW3YIOT aVIMHAKOM JO Hauana Sbl-
najenud ocalka rHAPOLCUAA Kene3d. BemasBuinil ccallok FHAPOKCI A
J)KeJjesa DacTBOPAIOT, A00aBJAAsA N0 KANJASAM PacTBOpP COJAHOH KHCJIO (LI
miaoTtHoCIbIO 1,105 rfecM® H ente 2 cv? B u30BITOK. 3aTeM MNPHJIUBAIOT
10 ¢t} BoccraHoBUTeBHONE cyecH. [PacTBopy 20T NOCTOATE 8 MUH,
nprausaor 10 cM® codsnoil kucaoTsl miaotHocinio 1,105 r/em® u B on-
Hy 13 Koaf Mo KamjisiM U Npu fepeveuidnBanyuy npuausaoT 8,0 cm?
pactBops MOJHOGLEHOBOKHCJIOIO aMMOHHS. 3aTeM pacTBOPH NepeHo-

Ox
2 3



C. 4 TOCT 15933.3—90

CAT B MepHble KoJObl BMecTHMOCTBIO no 100 cM3, nonuBaloT A0 METKH
BOJOH M MepeMelIHBaloT.

Uepes 15 MWH H3MepsIOT ONTHYECKYI0O MJOTHOCTh pacTBopa Ha
cnekrpodorone:pe npi AnHHe BOJHH 830 HM HaH Ha (OTO3JIEKTPO-
KosiopiiMeTpe B o6JacTu cBeTompomyckanus oT 680 mo 880 uw.

B kauecTBe pacTsopa CPaBHCHHS NPUMEHSIOT PacTBOP BTOPOH Mep-
HOil KoJIOB, He COJepKalLfuil pacTBopa MOJHOJEHOBOKHCJIOrO aMMO-
HHSAL.

Maccy docdopa HaxomAT DO rPaAyHPOBOYHOMY rpaduKy HOCIC BH-
YHTAHHS 3HAYEHLSA OITHYECKOH MNJIOTHOCTH pPacTBopa  KOHTPOJBHOTO
OMBbITA W3 3HAYEHHS ONTHUECKON NJOTHOCTH PacTBOpa NPOOH HJN Me-
TONOM CPaBHEHHS CO CTAaHAAPTHBIM 00pasuoM, OJH3K'IM L[O COCTaBy
K aHaausupyeno#l npobe W NPOBeJeHHBIM yepe3 BCe CT2[HH aHAJH3A.

33. [TocTpoenue rpaayupoBoYHOro rpacduka

B mects Konumueckux Kuib w3 cemu BMecTHMocTbio 100 cm® no-
mewmatr 1,0; 2,0; 3,0; 4,0; 5,0 u 6,0 cM® cilanpaptHoro pacreopa b,
yro cooteercrayer 0,00001; 0,00002; 0,00003; 0,00004; 0,00005 u
0,00006 r docdopa. Bo sce xoa6b npuanBaT no 25 cM® BOMH, MO
2,0 cv® pactBOpa Keje30aMMOHHHHBIX KBacLOB, HEHTpaJH3YIOT pac-
TBOp aMMHAaKOM JO BBIAEJCHHS OcajkKa FHAPOKcHAa xeqeza. Ocagok
PACTBOPSAIOT B COJISIHOH KHC/10Te MIOTHOCThIO 1,105 r/cy’ m paror eure
2 cM® 3T0M Ke KHCJOTH B E30BITOK H Jallee aHajJH3 NPOBORST, KaK
yKasano B m. 3.2.

PactBopoM cpaBHEHHs CJIY:KHT DacTBOp KoOJOLI, He COAeprKalluit
CTaHAAPTHOro pacteopa ¢ocdopa.

ITo monyyeHHBIM 3HAYEHUSIM ONTHYECKOH IMJOTHCCTH PacTBOPCB H
COOTBETCTBYIOLIHM MM MaccaM ¢ocdopa CTPOAT TPaLyHPOBOUHBIH rpa-

¢dHEK.
4. OBPABOTKA PE3VJIbTATOB

4.1. Maccosyo noaw ¢ochopa (X) B mpoueHTax, onpeeasieMyio
METOJOM TPajydpOBOYHOrO rpaduka, BEIYHCJASIOT N0 (opmyie

X= -1 .100,

m

rre mp — macca doccdopa, HalileHHAs MO rpaiyHpoBouHOMy rpacdH-
Ky, T;
m — Macca HaBeCKH, COOTBETCTBYIOIlasfl aJHKBOTHOH 4acTH pa-
cTBOpa npolsl, T.
Maccosyw posio ¢ochopa (X;) B npcueHTax, onpelelsieMylo Me-
TOAOM CPaBHEHHSl CO CTaHJAapTHBIM 00pa3noM, BHUHCJAAT 1o ¢op-
My#ne

D,—D,

X,= X2 (=D
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FOCT 15933.3—90 C. 5

rie X, — maccosas pojs pocdopa B ctranazapTtHom obpasue, %;
D — onrtuyeckas NJIOTHOCTh aHAJH3HPYEMOro pacTBopa npoObH;
D, — onTHyecKas NJO0THOCTb pacTBopa cTaHAapTHoro obpasua;
D, — onThyeckasi VIOTHOCTk PACTBOpPa KOHTPOJIBHOTO OMBITA.
4.2. HopMbl TOYHOCTH M HOPMATHBBEI KOHTDPOJS TOYHOCTH OINpeje-
JIeHHsi MaccoBOH Aonu pochopa npuBeLeHH B Tadha. 2.

Tabaunma 2

JonyckaeMble pacxoxaeHud, %
Horpem-
HOCTb pPe3vabTaToOB
Maccosad aonasn pe3yab- pesyib- ABYx Ia- TpPeX Na- aHanmn3a
docthopa, % TaTOB TarTon Paniedbs | pangenbHbIX CTaHnapT-
aHaau3a, JBYX HbIX OII- onpene- HOro oOpasua
% adanuiop | PeAene- JIeHRH OT aTTecro-
HH# BaHHOTO
3HAYCHHA
Or 0,03 10 0,05 BKAW0OY 0,005 0,006 0,005 0,006 0,003
Ce 0,00 » 0,1 » 0,007 0.0C9 0,007 0,009 0,005
» 0,1 » 02 » 0,010 0,013 0,010 0,013 0.006
» 02 » 05 » 0,016 0,020 0,016 0.020 0,010
> 05 » 06 » 0,022 3,028 0,023 0,028 0,014




C. 6 T'OCT 15933.3—90

UH®POPMALHOHHBIE NAHHBIE
1. PASPABOTAH U BHECEH MuuucrepcrBoM mertaaaypruu CCCP
PA3PABOTYUKH

B. I'. Musun, T. A. Mepguanepa, C. U. Axmanaes, B. M. ay-
xoBa, I'. U. I'yceBa

2. YTBEP)KAEH U BBEAEH B JEWCTBUE HNocraHoBjieHueM
FocynapcrBenHoro kxomurera CCCP no ynpaBiieHHI0O Kad4ecTBOM
NpoAykuun H ctangapram ot 30.03.90 e 791

3. Cpok nepeoii npoepku — I k. 2000 r.
TepHoanuHOCTL NPOBEPKH — 5 JieT

4. B3AMEH I'OCT 15933.3—70

5. CCbIJIOYHBIE HOPMATUBHO-TEXHHYECKHE JOKYMEH-
Thbl

O6osuayenue HTJ, Ha KOTODBIH

JaHa CChlJIKa Homep nyHKTa, pasje.’a

I'OCT 83—79
TI'OCT 3118—77
I'OCT 3760—79
I'OCT 3765—78
TI'OCT 4165—78
FOCT 4198—75
TOCT 4233—77
I'OCT 4518 —75
T'OCT 5962—67
T'OCT 6344—73
T'OCT 9656—75
TOCT 18300—87
TOCT 20515—75
T'OCT 28473—9)
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