CRAABbl M NUTATYPbI HA OCHOBE BAHAAMA

MeTtop onpepeneHus mblllibgKa roc.r _
Vanadium base alloys and alloying elements. 26473.7—85 |

Method for determination of arsenic

OKCTY 1709

Mocranosnennem locypapcrsentoro xomurera CCCP no CTaHpBpTaM OT 25 Mmapra
1985 r. N2 751 cpox pelcreua ycranosnen 01.07.86
‘ 1! "

Ao 01.07.91

Heco6niogenne cranpapra npecnegyerca no 3akoRry

Hacroamuit cranzapr ycraHaBiuBaer (HOTOMETPHUECKHA MeTOx
onpejeneHuss Mbimbsaka (ot 1-1073 no 1-10-1%) B cnaaBax u Jura-
Typax Ha OCHOBE BaHaJH{, COJepXKaHHEe CONYTCTBYIOIUNX KOMIIOHEHTOB
B KOTOPHIX NpUBexeHO B Tabi. 1.

Tabaamga 1

ConyterByromufl Maccosan nons, %. ConyTrersyomust MaccoBan noan, %,
KOMIIOHEHT He Gonaee KOMITOHEHT He Goaee
AnoMunuit 50 Monu6aen 25
Boasppam 8 Huo6ui 25
Keneszo 5 Turan 25
Kpemunuii 1 Xpom 40
Mapranen 2,5 Ilupxonwuii 3

Meron OCHOBaH Ha S3KCTPAKUHOHHOM OTAEJEHHH MBILIbAKA OT
OCHOBH B BuAe Aslz ¢ mocaexyomeit pe3KcTpaknued Boaol, Ha o6pa-
30BaHHH B BORHOH (paze BOCCTAHOBJIEHHOA (POPMHB MEIIUILSIKOBOMOJIHG-
JICHOBOH reTepPONOJHKHCIOTE H (OTOMETPHPOBAHHH OKPacKH pacr-
BOpa.

1. OBLLME TPEBOBAHMS

1.1. O6mue 7TpeGoBaHHs K MerojaM aHaanza —no T[OCT
26473.0—85.

M3panwe opmumanbHoe Mepeneuarka Bocnpeujexa

*
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DoTo3jiekTpoKoJOpHMeTp THna DIK-56.

Bechl aHanuTHuecKwHe.

Becn Texnuueckue,

TlnuTka ssnekrpuyeckas.

bBana BoasiHas.

Cexynjaomep.

BopoHkHn penurennHule BMecTHMocThbio 50 um 100 cm?,

Koabu MepHHE BMecTHMOCThIO 25, 50 u 100 cm?,

IInnetkn BMecTHMOCTBIO 1 H b cM® ¢ AesieHUAMH.

IIunetkn BMecTHMOCTBIO b M 10 cM? Ge3 meneHwui.

MiukpoblopeTka BMeCTHMOCTbIO 5 cM3® ¢ ueHo#t genenns 0,02 cm3,

Mensypkn MepHuie BMecTHMOCTbIO 25 B 100 cMm3.

Turanu creknaoyriaepoaibie Mapkun CVY-2000 Bmectumoctbio 50 cMm3,

Crekna yacoBbele guaMeTpoMm 40 MM.

Kucnora coasuas no F'OCT 14261—77.

Kucnora asornag no I'OCT 11125—84 u pasbaBiennas 1:1.

Cnupt STHNOBHI peKTH(HKOBaHHHA TexHuueckuii mno T[OCT
18300—72.

Yraepo 4eTHPexXXJOPHCTHH, OC. 4.

Kanu#t fiogucThi#i, oc. 4, HaCHIEHHBIA PacTBOpP.

Kanuit maprasuoBokucanit mo I'OCT 20490—75, pactBop koH-
nentpauues 100 r/om3,

Ammonu#t Monu6aenoBokucabii no F'OCT 3765—78, pacTBop KOH-
neHtpauueit 50 r/am?,

Kaauit cypbMsHOBHHHOKHCIBIfl, pacTBOP KOHHEHTpauHe# 3 r/ame,

Kucnora  ackop6uHOBasi muileBas, pacTBOpP KOHUEHTpaiuel
0,1 Moan/am3®: 1,76 r ackop6HHOBOH KHCJOTH pactsopsior B 100 cm3
BOAH. CMech peakTHBOB A (roToBsT Nepel ynorpe6JeHHEM): CAHBAIOT
12 cM® consimolt KucaoTH, 15 cM® Monubaata amMonus, 12 cm3 pacr-
BOpa CYPbMSIHOBHHHOKHCJIOTO Kajaust H 15 cMm® pacTBopa ackopGHHOBOM
KHCJIOTHl, NepeMemHBaloT H pasbasasiior Bojod go 100 cm3.

Hatpuii MHIIbAKOBOKHCAHN ABy3amemenHuf, Na,HAsO,- 12 H,0.

CranpapTHbifi pacTBOp MHIUbAKAa (3amacHoit), coaepxamuil
I mrfcm® Mbnnbska (V): 0,420 r asysaMemensoro 12-BOIHOTO MBIMIb-
AKOBOKHCJIOIO HATPHSI pacTBOPSIOT B BOAe, NEPEBOASIT B MEPHYIO
Koy BMecTHMOCTbIO 100 cM3, ZOBOAAT KO METKH BOJOH, IepeMellH-
BaIOT.

PactBop  Mbimbaka  (palGounit), coxepxamuit 0,01 wMr/cm3
(10 mxr/cm?®) Mbtuibsika (V), TOoTOBAT B AeHb ynoTpelGieHHa pasbas-
IEHHEM 3anacHoro pacreopa Bogo# B 100 pas.

3. NTOATOTOBKA K AHANMU3Y

Hasecky ananusupyemoit npo6n Maccoft 0,5 r (mpH  MaccoBoil
o1e MblbaKka ot 1:1073 mo 1-10-2 %) wuau 0,1 r (npu MaccoBoit
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A041€ MBbIIUbAKa OT 1-1U = JO 1-1Y " “p ) IOMEWAaT B CTEKJAOYrJIC-
POAHBIA THreJb M PacTBOPAIOT HPH  OCTOPOXKHOM  HATPEBAHHH
B 10 cm® asorHO#i KucaoTsl, paszbasaenno#t 1:1, B 3 cm® dropucroso-
JOPOAHOH KHCJAOTH (NPH PACTBOPEHHM JHraTyp, COAEpKAUUX THTAH, '
XpoM, HHOOHH, BoabdpaM M UMPKOHHHA) ¢ 3 KanassMH pacTtBopa Map-
raHNOBOKHCJAOTO Kanaus. [lonydeHHBIE pacTBOP ynapuBalOT Ha BOASA-
HOM GaHe gocyxa.

OcTaToK pacTBOPSIIOT HPH HArpeBaHHH B CMeCH 7 cM® KOHLEHTPH- -
POBAHHON 'COMAHOK KHUCJAOTH ¥ 5 cM?3 3THIOBOro CNpPTa, HAKPHIB YaIlKy
JacOBHIM CTekJoM. PacTBop HarpeBaioT OO TNOJAYUEHUA SAPKO-CHHEH .
OKpPacKkd (B NPHCYTCTBHH XpOMa LIBET PACTBOpa SIPKO-3€JeHbIH), IIe-
peHocsaT B MepHylo ko0j0y BMecTHMocTbio D0 cm?, npuauBaior 15 cm?
KOHIEHTPHPOBAHHOH COJSIHOH KHUCJOTBl M AOBOLAT JO METKH BOMOH
(OCHOBHOH pacTBOp), KOTOPHIH HCIONIb3YIOT JJIl ONPEAC/IEHUS pocdo-
pa o TOCT 26473.9—85.

4. MPOBEAEHME AHAJIN3A

4.1. B meauTeqbHyl0 BOPOHKY BMECTHMOCTbIO 100 cM® oTOHpaT
NUNeTKOH aJUKBOTHYIO uacTb pactBopa (b cm3), comepxamyio 0,5—
10 Mxr Mplmbsaka, npunruwsanT 10 ¢M® YeTHIPeXXJIOPUCTOrO YIJIepoaa,
3 cm® HachlleHHOro pacrBopa Hoaucroro kajud, 40 cM® KOHUEHTpH-
POBAHHOH COJIIHOH KHCJOTH H BCTPsXHBalOT B Teuenue 2 muH. Opra-
HHYeCKYI0 a3y (HHXKHHUHA CJOH) NEePeHOCAT B AEJNHTENLHYIO BOPOHKY
BMecTHMOCThIO O0 cm®, npuauBawT 0,0 ¢cM® HaCHIEHHOTO PpacTBOpa
HOMHCTOrO Kaausa, 9,5 ¢M3 KOHUEHTPUPOBAHHOH COJAHOH KHC/AQTH H
BCTPSIXHBAIOT BOPOHKY B TeYeHHE D C.

Oprannyeckyio (asy (HHXHHH CJOH) TNEPEHOCAT B Je/IHTEJSbHYIO
BODOHKY BMECTHMOCTbIO 50 c¢M® u peskCcTparupywT Mbubsk 10 cm?3
BOABl B TeUeHHE ] MHUH.

Peskcrpakr (Bepxuuii cjiofi) NepeHOCAT B MEDHYIO KOJ0Yy BMECTH-
MOCTBIO 25 cM® ¥ N06aBAsOT MO KamasM PacTBOP MApPraHUOBOKUCAO-
ro KaJHs 10 YCTOHYHBOIO $APKO-MAaJHHOBOTO OKpamuBaHus., UYepes
5 MHH R06aBJaAIOT PAacTBOP acKOpOHHOBOH KHCJOTH X0 o6GeciBeYyHBa-
HUSL pactBopa M 5 cM® cMecH peaktHBoB A. OO6beM pacTBOpa HOBO-
AT J0 MeTKH Bonoi H uepe3 30-—D0 MUH U3MeEPSIOT ONITHYECKYIO ILIOT-
HOCTL pacTBOpa Ha (POTOIIEKTPOKOJOPUMETPE, HCIOJb3Yys CBETO-
QHUABTP C MAKCHMYMOM CBETONPOINYCKAHHUS NPH AjaKuHE BOJHB 630 HM
H KIOBETY C TOJIIHHOH nordoixampmero cset c¢jos b0 MM 1o OTHOLIe-
HHIO K PACTBOPY KOHTPOJBHOIO OMHITA.

KOHTpOMBHBIA ONBIT Ha COJNepXKaHHE MBHIIbAKA B PeaKTHBAX IIPO-
BOJAAT 4Yepe3 BCE CTaJHHU aHAJH3a OJNHOBPEMEHHO C aHaJH30M CepHH
npo6. 3HaYeHHe ONTHYECKOHN TIOTHOCTH PacTBOPa KOHTPOJBHOIO OIIbI-
Ta, H3MEPEHHOE MO OTHOINEHHMIO K BOJe, He JosxKHO mpessimath 0,05,
B IPOTUBHOM CJIy4ae MCHSIIOT PEaKTHBBL.

Maccy Mpimibgka Haxo[sT MO rpagyHpPOBOYHOMY rpaduky.

92



".l.ld--l.-l.\.l\wltlv\'l.lll\.- LFHAJlltIUUU'lllUI.U A -t 44 4% L4

B meaurenpHble BOpOHKH BMecTHMOCThI0O 100 cM® mnpuiauBaioT u3
mukpobioperku 0,05; 0,1; 0,5; 1,0; 1,5 u 2,0 cm® paBouero cranpapr-
HOTO pacTtBopa Mbimibsika (V), uto coorBerctByet 0,0; I; 5; 10; 15 n
20 mMkr Mbuubsika. IIpuauBator mo 10 ¢M® 4YeTHIPEXXJOPHCTOrO YrJjie-
poAa W JaJjiee NOCTYIAIOT TaK, KaK ONHCaHO B I. 4.1, mpoBoas HU3Me-
peHHEe ONTHYECKOH IJIOTHOCTH IO OTHOLIEHHIO K OLZHOBPEMEHHO NPHTO-
TOBJIEHHOMY <«HYJEBOMY» PAacTBOPY, COZepxkKalleMy BCe PEeakTHBH, 3a
HCKJIOUEHHEM CTaHAApPTHOr'O PacTBOpPa MHBIIbsKA.

Ilo mafiieHHBIM 3HAYEHHUSIM ONTHYECKOH IIJIOTHOCTH H COOTBETCT-
BYIOIIHM UM MaccaM MBIWbLSIKA CTPOAT IPaLyHPOBOUYHHIA rpaduxk.

5. OBPABOTKA PE3YJIbTATOB

5.1. MaccoByio nonio Mbinbsika (X) B IpomeHTax BBIYHCASIIOT 1O
bopmyae
— m'V1
m;+ Vye10¢’

rie m — Macca MBILbSKA, HafifleHHAas [0 TCpPaAyUPOBOUHOMY rpa-
(PUKY, MKT;
Vi — BMeCTHMOCTb MEPHOH KOJOH, cM3;
Vo — o0beMm aMUKBOTHOH YacTd pacTBOpa, B3ATHIA AAd ONpeje-
JEeHHs, cM?;
m; — Macca HaBEeCKH aHaJHU3HDPyeMOH npolwl, T.
5.2. Pacxoxjenue MexXAy pe3yabTaTaMH J[ABYX MapaJjelbHBIX
ONpele/IeHUH He JOJIKHO HPEBHIIIATb 3HAUEHHH, YKAa3aHHHIX B Talu. 2.

Tabavuna 2

Maccopas nonada Mbliubsaxa, % Jonyckaemoe pacxoxiense, %

1-10-3 5
5-10-3 1,5
1-10—2 2.
5-10-2 1
1-10-! 2
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Wsmenenne Ne 1 TOCT 26473.7—85 CnaaBuy ¥ JUraTypsl Ha ocHOBe BaHanusa. Me-
TOJ, OnpeleleHHs] MbIIIbLAKA

YTeepaeHo u seeneHo B Aelicteue [ocraHoBaennem IocynapecTBEeHHOro KoMHTETa
CCCP no ynpaBieHni0 XKauyecTBOM MPOAYKUHM H cTanaapram oT 14.05.91 Ne 677

Hara seepenua 01.01.92

Paznen 2. 3aMennurs cenaky: TOCT 18300--72 na T'OCT 18300—87.
(I1podorscenue cm. c. 38)



(Ilpodornerue usmenenus & IOCT 26473.7—85)

IIyukt 5.2. Ilepsuil a6sam H3/10XKHTh B HOBOH pemakuuu: «3HaueHHA [ONYCKa-
©MBIX pacx0xXKJeHHH yKa3aHH B TalJ. 2»;

rabngna 2. I'pada «MaccoBas posisg MHIbAKA, % ». 3aMeHuTb 3HageHns: 1-10-3
g#a 10-10—% 5-10—3 ga 50-10—-%; 1-10—2 5a 10-10—3; 1-10—! na 10-10—3,

(UYC Ne 8 1991 r.)



