YAK 622.346.2-15:543.06:006.354 Fpynna A39
FOCYRAPCTBEHHDLBN CTAHRBAPT COI3A CCP

FOCT

KOHLEHTPATH MONMEAEHOBLIE

Metopa onpefilenenun BONb(HhPamMOBOTO SHTHAPKHAR 2 08 2 _l 0—.8 |
Molibdenum concentrates.
Method for the determination B3ameH
of tungsten anhydride content. rOCT 2082 40—71

IocraHoBnennem locypapcrsedHoro komurera CCCP no cranfpapram ot 27 des-

panst 1981 r. N2 1196 cpok pgeicreusn ycraHoBnen
¢ 01.01. 1982 r.

po 01.07. 1987 r.

HecobnofgeHne cranflapra npecnefyercs no 3aKOHY

Hactoalui craHgaprt pacnpocTpaHsieTcss Ha MOJUOAeHOBhIE KOH-
LeHTPAThl U YCTAHABJIUBAECT (POTOMETPHYECKHH METOH OnpejelIeHUs
BOJIb(PPaMOBOro aHruapunaa (npu comepxkahuu ot 0,2 1o 6 %).

Mero OCHOBaH Ha 00pa3oBaHHHM OKPAIIEHHOro KOMILJIEKCHOrO coe-
IHHEHHUS NATHBAJEHTHOrO BoOJbdpaMa ¢ POJAHHAOM B COJISHOKHCJIOM
pacTBoOpe nnoc¢Jie oTAeJeHuss MoaubaeHa B BUAe CyaAbbuaa.

1. OBUWIME TPEBOBAHMSA

1.1. Obmue TtpeboBaHua k  Meroay anaauza — mo JOCT
2082.0—81.

2. ATNINAPATYPA, PEAKTMBbLI U1 PACTBOPLI

D OTO3J1€KTPOKOJNIOPUMETD Jt06Oro THIIA.

Kuciaora cepuas no FOCT 4204—77.

Kucaora coqnsinas no 'OCT 3118—77, pasbaBnennas 2:1.

Kucsnora BuHHasa (BHHHOKaMmeHHast kucjora) mo T'OCT 5817—77.

AMMoOHHN HazxcepHOKHCAwH (nmepcyabdar) no TOCT 20478—75.

Avmonuit MmostnbaenoBokucablit no FOCT 3765—78.

AmMonuii poganuctelit mo CT C3B 22275, pacreop 250 r/ams3.

Harpus rugpookucs (natp enxuii) mo 'OCT 4328—77, pactsop
200 r/mms.

Harpu#t cepuuctoitt (cynedug natpus) no FOCT 2053—77.

M3ganme othmuymanbHoOE IMepenevuarka soc¢npeuieHa
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rOCT 2082.10—81 Crp. 2

Harpusa nepexucs.

CnupT 3TUJAOBBLIH (FTUAPOJH3HLIN) PEKTH(PUKOBAHHBINA.

Turan Tpexxaopucthiii (pactrop) no 'OCT 311—78.

AHrngpua BoJabQpaMOBHI:

pactBop A; rorosit caeayouwuMm obpasom: 0,500 r BoabdppaMoBo-
TO aHrHApHAA, npokajenHoro npu 750—800 °C, pactBopsitor B 200 cMm3
pacTBOpa eNKOro HaTpa, IlepeJUBAOT B MEPHYI KOJ0Yy BMECTHMO-
cThio 500 cM3, 10JHBAIOT A0 METKH BOAOH H IepeMellUBaloT.

1 cm3 pacTBopa A cozepHT 1 Mr BOJIb(GPAMOBOro aHCHAPHAA;

pactBop b; roroBar caeayoouiuMm o06pa3om: IHIETKOH OTOHPAIOT
50 cm3 pactBopa A B MepHYI0 Koa6y BMecTHMOCTbIO 250 cM3, nosHBa-
IOT A0 METKH BOJAOH H NlepeMelluBaloT.

| cm® pacTBopa b comepxkut 0,2 Mr BOJb(PaMOBOro aHruApHAA.

CraHaapTHble PACTBOPH XPAaHAT B MOJHITHJIEHOBOI IOCYJe.

3. MPOBEAEHME AHAJIM3A

3.1. Hasecky KoHueHTpaTta maccod 0,20 r nomewamT B KeJe3HbIH
rUredb, NpUOABJSIOT 3 T NEePEeKUCH HATPHUS, NIePEeMEIlHBAIOT XKeJe3HOH
NPOBOJIOYKOH, A00aBJASAIOT elle 2 ¢ IepeKHCH HAaTpus H NoMellaioT B
MydenbHyl0 neyb, Harperyio 10 450—500°C. 3areM Temmneparypy ne-
qyu nosbiwaloT Ao 760-—800 °C, nyaB nepeMeluHBalOT H BBIAEPKHBAIOT
IpU TOH XKe TeMmmeparType 0o—&8 MHH. THrespb ¢ MJIaBOM OXJaxKAaloT,
NOMENal0T B  CTAaKaH  BMEeCTHMOCThIO 250 cM3,  HIPHJAHBAIOT
100—150 cM3 Tensod BOAK, HAKPBLIBAIOT CTAKAH YaCOBBIM CTEKJIOM
M HAarpeBaiT COLEPIKUMOE N0 IOJHOrO BHILIeJAYHBAHHUA IJ1aBa. Haco-
BO€ CTEKJO CHHUMAIOT, TUTe€Jb BHIHUMAIOT WIUNIAMH H ONOJaCKUBAIOT
ero HajJl CTakKaHOM BOJOH. EcJuau pacTBOp Haj OCaJAKOM OKpalleH B 3e-
JeHblH WJIM KpacHbId 1BeT, To MNpuiauBawT o—10 kamnesap 3THIO-
BOr0 CHHPTA, KUNATAT 1—2 MHH U OXJaxKAalT. PacTBop BMecTe C
OCaJKOM IEPeJHBAIT B MEPHYIO KOJIOY BMeCTUMOCTbIO 250 cMm3, moJii-
BAlOT M0 MeTKH BOAOH H nepeMemiuBaioT. OCaAKy AalOT OTCTOATLCH,
pacTBOp GUIALTPYIOT 4Yepe3 cyXod (UJABTP B CYXYyKO Ko0J4AOGY, oTOpachl-
Bast nepBble mopuuu ¢duaprparta. Ilumerkoit O0OTOMPAIOT AJUKBOTHYIO
yacTb ucnbityeMoro pacreopa 100 ¢cm3 npm comepxanun 0,2—1 %
BoJsibhpaMoBoro anruapuga uiau 50 cm3 npu cogepxXanuu 1—6 Y% BoJIb-
¢pamMoBoro aHruapHia U IOMeLAlOT B KOHHYECKYIO KOJA0Y BMec-
TUMocThI0 200—300 cM3, npuJiauBaioT BoAy J0 o0beMa pacTBopa
120 cMmd, npubaBaAIOT 2 I' BAHHOH KHCJAOTH H 12 C¢M3 cepHOH KHUCJIOTHL.
PacTBop HarpeBawT A0 KUIEHHUS U IIPH NepeMeIUHBAHHU MPHIHBAIOT
HeDodbwuMU nmopuusaMmu 50 cm3 pactBopa cyiabduia Harpus. Coaep-
JKHMO€e KOJIObl KUIATAT B TeueHHe 20 MHH, CKOAryJHUPOBABUIHHCS OCa-
J0K OT(QHABTPOBBIBAIOT Ha BaTy, VIVIOTHEHHYI0 (PUABTPOOYMAaXKHOH
Macco#, cobupasd GUJILTPAT B KOHHYECKYIO KOJAOY BMECTHMOCTHIO
400—450 ¢cm3. Konby n ¢uapTp ¢ ocajikoM HPOMEIBAIOT 8 pa3 BOJOH,
¢uabTp ¢ ocagkoMm BeiOpackiBaloT. Ecau GuabTpaT OKpauledH B CHHHH
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Crp. 3 TOCT 2082.10—81

IIB€T, YTO YKa3blBaeT Ha MPHCYTCTBHE BOCCTAHOBJEHHOTO MOJIHO-
IeHa, TO pacTBop KHNATAT 1—2 muH. [laJsee K pactBopy npubaBiasior
0,5 r BUHHOH KHCJOTEI, HArpeBawT N0 KHIIEHHS U NPH NepeMellHBaHHuH
npunusator 10 ¢cM3 pacrBopa cyabuzra Harpus. PacTBop KHOATAT 10
IIOJIHOIO TIPOCBETJECHHUA, OXJaXKJAalT, NMepeJHBalOT BMeECTE C 0CaAKOM
B MepHYIO KOJN0y BMecTHMOCThIO 200 ¢M3, DHOJHBAIOT 10 METKH BOAOH
i nepeMemigBalor. OcaiKy AalOT OTCTOATHCA H  PACTBOP DUABTPYIOT
yepes CyXon (OHUJIBLTP CpeAHEH IIJIOTHOCTH B CYXYIO K0JiOy, orfOpachiBast
nmepBble NopiuH ¢uiabrparta. Ilnmerkoil orbupaior 20 cm3 pacTBopa B
MEpHYI0 K0JIOYy BMeCcTHMOCTbIO 50 ¢cM3, nmpuausaiotr 2,5 ¢cM3 pogaHHCTO-
ro aMMOHHA, 20 cM3 pa3baBiieHHOH 2:1 CcOJSTHOH KHCJAOTHI, IepeMelLH-
BalOT, NPHJAUBAIOT 1—2 Kallin TPeXXJOPHUCTOro THTaHAa, JOJHBAIOT J10
MeTKH pa3baBjeHHOH 2:1 COJNAHOU KHCJOTOH M CHOBA IepeMeulHBaIoT.

Hepes 10—15 MHH H3MePSAIOT ONTHYECKYXD IJIOTHOCTh PacTBOpA,
NpHMEHAA CBETOPUALTPH Npu colepxanuu 0,2—1 % BoabdpamoBoro
aHrUApHAA ¢ MAKCHMyMOM cBeTonponyckanus 413 HM u npu coaep-
KaHun 1—6 % BoabdpaMoBOro aHrujpHza ¢ MaKCHMYMOM CBETOINpO-
MyCKaHUS 4503 HM U KIOBETY C TOJIILHHOH KOJIOPUMETPHPYEMOTO CJ0OM
50 MM. PacTBOpoM cpaBHEHHS CJYKHT pAcTBOP KOHTPOJBHOIO OILITA,

IpOBeJeHHBIN Yepe3 Bce CTaJlUH aHaJaHu3a.
ConepxkaHHe BOJAb(PAMOBOro aHrujpujia B MUJAJUrpaMMmax ycra-

HaBJUBAIOT MO KaJUOPOBOYHOMY rpadHKYy.
3.2. lnga nocrpoenns KaJauOpOBOYHOro rpaduka B CeMb XKeJle3HbIX

TUrJaell noMmentawot 1no 0,25 r MOJUOIeHOBOKUCJIOTO aMMOHUS, 1o0aBJIs-
IOT N0 D T NMePeKHCH HaTpud u nepemelinpawT. CHjgapieHue, BHUCA-
YnuBaHue, lepesBeleHe B MepHble KOJOB BMECTHMOCTBIO MO 200 cMS U
buaLTpOBaHHE NIPOBOASAT, KaK YKa3aHo B II. 3.1.

3.3. Huasa noctpoeHuss KaJuOpOBOUHOro rpaduka Mnpu COAepXKaHHH
or 0,2 no 1 % BoJbBhpamMoOBOro aHruApHia B CeMb KOHHYECKHX KOJID
BMeCTHMOCThIO ITo 250—300 ¢M3 oT pacTBOPOB, NOJNYYSHHBIX 110 M. 3.2,
OTOUPAIOT NMHMEeTKOH aJukBoTHhHe uacTtd no 100 cm3. B mectsb kouab
MHKpoO1opeTkoli ormepuBaloT 1, 2, 3, 4, 5 u 6 ¢cM3 cTaHgapTHOrO pa-
cTBopa b, UTO COOTBETCTBYEeT B KOJOpHUMeTpUPyeMBIX pactBopax 0,02;
0,04; 0,06; 0,08; 0,1 u 0,12 Mr ronbdpaMoOBOro auruapuaa. B cegbmyo
KoJ0y cTaHaapTHHH pacTBop B He BBOASIT. BO BCe KOJNIOH NMPHJIHBAIOT
BoAYy a0 oObema 120 cm3, npubaBasioT mo 2 r BAHHOH KHCJIOTHI, IIO
12 cm3 cepHOM KMCJOTH H JaJjiee NMPOAOMKAIOT, KaK YKa3aHo B 1. 3.2.
PacTBopoM cpaBHeHHs CJAYXKHT pPacTBOpP, B KOTOPHIH CTaHZapTHBIU

pacTBOp b He BBOAMIN.
[To HalifeHHBIM 3HAYEHUIM ONTHYECKOH IIJIOTHOCTH H COOTBETCTBY-

IOLIMM MM COMEPIKAHHAM BOJbGOPAMOBOTO AHTHAPHAA CTPOAT Kasud-
POBOYHLIN rpadUK.

3.4. Ina nocTpoeHnss KaJuOpOBOYHOTO rpagpuka Npu cOoACpKaHUU
or 1 1o 6 9% BoJbGbPaMOBOrO aHTHAPHAA B CeMb KOHHUECKHX KOJO
BMecTUMOCThIO o 250—300 ¢M3 oT pacTBOpPOB, MOJYYEHHBIX MO 1. 3.2,
OTMEPHBAIOT NHIETKOH aJHKBOTHHIE yacTH Mo 50 cm3. B wectb KOO
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roct 2082.10—81 Crp. 4

MHKpoOloperkoit ormepuBator 0,5; 1,0; 1,5; 2,0; 2,5; 3,0 cm3 cTanmapTHO-
ro pactsopa A, 4TO COOTBETCTBYET B KOJOPHMETPHDPYEMEIX pacTBoOpax
0,05; 0,10; 0,15; 0,20; 0,25 u 0,30 Mr BoabdpamMoBOro aHruapuza. B
CEABMYIO KOJIOY CTaHAapTHHEIH pacTBOp A He BBoASIT. Bo Bce KoaOwI
IPUJIUBAIOT BOAY L0 obbeMa pactBopoB 120 cMm3, mpubaBasoT mo 2 r
BHHHOH KHCJIOTHI, IO 12 CM3 CepHOHM KHCJOTHl H Jajiee IPOJAOIKAIOT,

KakK YKa3aHo B I1. 3.1.
PacTBOpOM cpaBHEHHs CJAYXKHT pacTBOpP, B KOTOPHIH CTAHAAPTHBIN

pacTBOp A He BBOAUJIH.
[lo HalleHHBIM 3HAYEeHHSM OINTHYECKOH IMJOTHOCTH H COOTBETCTBY-

IOIIHM HM COAEPKAaHUAM BOJb(PPaMOBOTQ aAHTHAPHIAA CTPOAT Kasub-
POBOYHLIH rpa@uk.

4. OBPABOTKA PE3YNbLTATOB

4.1. MaccoByio noaio BosibppamMoBoro auruapujga (X) B mpoueHrax
BHIYHCAAIOT IO (POpPMYJIE
C'V'V1'1OO

X = m-Vy- Vg 1000

rae C — KoJHMYecTBO BOJb(hPaMOBOTO aHrHipuia, HafJeHHOe IO Ka-
JAUOPOBOUHOMY I'paHKY, MT;
V, Vi — o0beMBbl HCOBITYEeMOrO PacTBOPa B MEPHHIX K0Ja0ax, cMm3;

m — Macca HaBeCKH KOHIeHTparTa, r;
Ve — 006beM aJMKBOTHOH YAaCTH HCIBITYEMOI'O pPacTBOpPAa, B3SATHIH

IJ19 ocaxKaeHusd Moaubaena, cMms;
V3 — o6beM aJIMKBOTHOH YacTH HCIBLITYEMOTO pPacTBOpa, B3ATHIHA

JJIs1 KOJJOPUMETPUPOBAHHS, CMS.
4.2. PacxoxaeHue MeXAy pe3yJbTaTaMH IapaJJjefbHbIX onpeaeJie-
HHH NPH JOBepHUTeJbHOU BepossiTHOCTH P=0,95 He HOJKHO NpeBHIIATH
BeJHYUHEl, YKAa3aHHOU B TalJulle.

MaccoBayg 1049 BoJAbPPaMo-

- 0
BOT'O aHruipuza, % HomyckaeMoe pacxoxieHue, %

Or 0,2 go 0,4 0,04
Cs. 04 » 08 0,C6
»> 0,8 » 1 0,(8
» 1 » 2 0,12
» 2 » 4 , 0,21
» 4 » B 0,30
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Usmenenne Ne 1 IFOCT 2082.10—81 KoHueutrparst monndienonsie. Meroa onpene-
JeHUST BONbBPPAMOBOro aHrHAPHAA

Nocranosnennem TocyaapcrBedHoro komurtetra CCCP no cranwpapram or 17.12.86
Ne 3887 cpoK BRejieHus YCTAHOBJIEH
¢ 01.05 87

[lon manmenoBanueMm craungapra npoctaButh xoi OKCTY 1741

Pasgen 2 Bropo# af3an AOHNOJHHTH CJ0OBaMH «H pacTBOp 2 Moab/aMm3 (112 cm?®
cepHoii Kucaotel BauBawT B 500 cM® BoAb, oxsaxkpalwT M AOJHBAIOT BOJOR XO
I am9)»,

TpeTun al3al] JONOJHHUTL CJA0BaMU «pacTBop 250 r/amds,

REBATHIA ab3all LONOJHUTL cJloBaMH «H pactBop 300 r/am’s,

ONUHHAAUATHH ab3an A0oNoJuMTh ciaoBaMUd «ro FOCT 5962—77»,
(ITpodonrscenue cx ¢ 6#)
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{ [Tpodoaxcernue uamenenuna x FOCT 2082.10—81)

aBeHajnaThil af3al JAOLQIKHTH CJI0BaMH: «HJH THTAH CEPHOKHCJBIA, PAcTBOP
25 r/aM°, B MepHYi0o KOA6Y BMecTHMOCTBIO 25 cM® BHocAT 25 cM® THTaHa TpPEXXJo-
PHCTOTO H JO.JHBAKT 10 METKH pa3baBJeHHOH coJdHod kKucjaorod 250 r/am3; uam
THTAH CEPHOKHCJARIL, B MepHY0 h016y BMecTHMocThi0 25 cM® BHOCAT 2,5 cM® THTaHa
CEPHOKHCJIOTO H AOJHBAIOT A0 METKI CeDHOA KHCI0TOH 2 MOJL/AM3»;

AoNONHNTL ab3aiaMu (nochie ABeRaAlaToro): «TpexBaJieHTHHIA THTAH 1ipH Xpa-
HEHHH YacTHYHO OKMCASETCH, BCIEACTBIe gero nepes yrorpebjeHHeM HEoOX0AHMO
NPOBOAHTL €ro BOCcTarOBJeHHe, .19 3Toro 610peTKy BMEeCTHMOCTho 25 cM?® 3anoaus-
T aMaJdblraMipPOBaHHEIM LHMHKOM, HaJIUBaIOT NPUTOTOBJCHHHIA PACTBOP THTaHa H NOC-
Je TOro, Kak pactpop npHobpetaeT 4HCTO (pHOJETOBHHA LBeT, YnoTpebJAIOT B Kade-
CTBE BOCCTaHOBHTENsE (paCTBOPOM MOXKHO NOAL30BAThCA B TeueHne pabogero aHS).

Kucnora asothas no FOCT 446! —77, pacreop 20 r/nms,

1inek rpanvanpoBanswi no FOCT 989—75

(I1poGoamenue cm. c. 61}
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(I1podoancenue usmenerus xk FOCT 2082.10—81)

Pryrb asotHokncoan 3akucHas no 'OCT 4521—78, pacreop 20 r/am3 B asoruoll

kucaore 20 r/am’,
LInHk amaideraMupoBanHHH, MNPHTOTOBJAEHHBEIH caeAyioiiuM obpa3oM: B cTakan

nomemaror 80—I100 r rpaHy/IMpOBAHHOrO LHHKA, NPHIHBAIOT PacTBOP a30THOKHCAOR
3aKHCFOH PTYTH, 9TOOR IHHK ORI NMOJHOCTBIO IIOKPHIT PacTBOPOM H OCTaBJAIOT Ha

(Il podoarxcenue cm. ¢. 62)




(ITpodonrscenue usmenenus k FOCT 2082.10—81)

10 MuH, BpeMA OT BpeMeHH B30aJ/IThIBas COAED¥KHMOe CTaKaHa, 3aTeEM PacTBOD CJIH-
BAIOT U NPOMBIBAIOT LIHHK BOAOH >,

ITyuxr 3.1. Ilepenift ab3al, 3aMeHUTDb CNAOBA: «PacTBOP KHIATAT | —2 MHUH» Ha
«pacTBOp KuUnatdaAt 5—10 muH, nobasiasior 0,05 r HagcepHOKHCAOr0 aMMOHHUA H CHOBA
KAOATAT |—2 MHH», «]—2 Kanay TpexXJODHCTOro» Ha «l—2 Kanjau pacTBOpas,

(MYC Ne 3 1987 r)




Hamenenne N 2 T'OCT 2082.10—82 KoHuentrparl moaudjaeHosble. Meron onpeae-
JeHHs BOoabdPpaMOBOro aHrnApHaa

YreepxKaedo U BBeaeno B pgeficrsHe Hocranopaenuem KomuTera CTaHAAPTH3IALUK
n Metpojorun CCCP ot 04.10.91 Ne 1594

Hara Bseaenus 01.05.92

Beoguas yactb [lepBm#i aG3an  3aMeHHUTb CAOBA <P colepKaHHH oOT 0,2»
HA «OpH MaccoeBOil pode ot 0,1»

(Ilpodorsxcerue cm ¢ 24)
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(I1podoaxcenue usmernenun « F'OCT 2082.10—82)

Pasnen 2. 3amenutn ccuiku: CT C3B 222—75 ma I'OCT 27067--86; TOCT
311—78 na TY 6—09—01—-756—88: TOCT 98975 Ha TY 6—09—5292—§&6;
I'OCT 5962—77 ua T'OCT 5962—67;

([1podorxernue cm c. 25)
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([1podosrmenue usmenenun kK FOCT 2082.10—82)

AecATeIK ab3al AomoAHUTE cehlKof: «mo TY 6—09—2706—79x»;

TpHHRaAUATHA a63aH JAONOJHHTL CCHJAKOH: «no TY 6—09—17—250—88».

Pasgen 3. Ilo BceMy TekcTy 3aMeHHTb CJ0OBa: «NPH COMEPXKAHHHY» HA «NpH MAcC-
COBOH poJie» (6 pas).

IIyHkT 4.2 H3J0XHTH B HOBON penakuHu. <«4.2. Pa3HocTh pe3yJbTaToB JABYX
napajjiefibHeIX OlpefieleHHA M JBYX pe3yJbTATOB AaHAAH3a MNpPH AOBEPHTEJLHON Be-
possiTHOCTH P=0,95 He A0OJXKHaA MNpeBHIUATh aOCOMIOTHHX JOINYCKAaeMHX pacXxoxje-
HUA CXOAMMOCTH (d.x) K BOCNpPOH3BOAHMOCTH ([)), npuBejeHHHX B TalJHLe,

({Tpodoasxcente cm. ¢. 26}



(I1podorscertie usmenenun x F'OCT 2082.10—82)

AGconoTHOE AOITYCK38MO2 DACXOXKIAEHHE, %

Maccosas gona soabr(pPaMOBOrO AHCHAPH -
na, % napanaeNbLHRX Oonpeje-

nexndt (d,,) apanusos (D)

i, B EE——

Ot 0,10 no 0,20 BkJIOY. 0,03 0,04
Cs. 0.20 » 0,40 » 0,04 0,06
» 040 » 0,80 » 0,06 0,07
» 0,80 » 1,00 » 0,08 0,12
» 1,00 » 2,00 » 0,12 0,20
> 2,00 » 4,00 » 0,24 0,28
» 400 » 6 (0 » 0,30 0,32

(UYC Ne 1 1992 r)



