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FOCYJAAPCTBEHHBH CTAHJALAPT COW3A CCP

HUOBHH

CiieKTpPaiLHbi MeTol OmpejeseHus BodabpaMa
H MoakGleHa

FoCT
13385.6—89

Niobium. Spectrai method for the determination
of the tungsten, molybdenum

OKCTY 1709

Cpex pefictesrs ¢ 01.01.91
no 01.01.96

Hacroamuil craupapr ycraHaB/uBaeT CHeKTPadbHLIH METOJ oIpe-
JeJenusi Bosibdpama u monubaena ot 0,002 go 0,05%.

MeToj OCHOBaH Ha 32aBUCHMOCTH HMHTEHCHBHOCTH CHEKTPabHBIX
JUHUH BoJb(ppama U MOJHUGHEHA OT UX MAaCCOBOH AOJH B aHaJU3H-
pyemo#i npobGe npu Bo3OYyXKAeHUM CNeKTpa B Ayre NOCTOSIHHOTO TOKA.

1. OBLIUE TPEBOBAHMHA

[.1. O6wue TpeboBanus K meronam aunanusa —no 'OCT 18385.0.

2. ATIMAPATYPA, MATEPHAJIBI U PEAKTUBLI

Cnektporpag mudpakunonusii JPC-13 ¢ pemerxoit 1200 wrp/vMm
(KOMMJIeKTHAsT YCTAHOBKA ¢ YHHBEPCAJBHBIM LITATHBOM H TPeXJHH30-
BHIM KOHZAELCOPOM).

HcerouHuK [OCTOSIHHOPG TOKa, ofecneuuparouiuil HaOpskeHHe He
Meree 260 B u cuay Toka 20 A.

Ileyp MydesbHas.

Mukpodoromerp THna M®@-2 uau aHaaorguHoro TUma.

Uaniki NJAaTHHOBbIE, KBapleBble HJH anylA0BHe.

Bechl anajquTHYECKHE.

Becnl TopcHoHHEIe.

Hpucnocobrenne AN 3aTOYKH T'PaQHTOBBIX 371€KTPOJOB.

Crynka u necTux HHOOMeBBlE WJH araToBble.

Crynka H NecTHK IJIEKCHTJACOBLIE.

Hzpanne oduumaabHoe Mepeneuarka eocupeitena

*
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TOCT 18385.6—89 C. 2

dnektpoanl rpaduroseie Mapkn OCY 7—3 nuamerpoM 6 MM ¢ yr-
ay6nenneM auaMeTPoM 4 MM M rayO6uHOH 3 MM (HHXKHHeE).

Dnektpons rpaburoBsie Mapki OCU 7—3 puamerpoM 6 MM, 3a-
TOYeHHble HAa KOHYC ¢ INIo[aAKoi auamerpoM | MM (BepxHue).

[Inacturku dororpaduueckue 9X 12 cm Tun Il uaum awansoruunse,
obecneynBaole HOPMaJibHble NOYEPHEHHS aHAMHTHYECKHX JHHHI.

Cepebpo xJa0pucroe, X. .

Kanui#t ceprokucanit mo 'OCT 4145, o.c.u.

Boasdpama (VI) oxucs no TY 6—09—397.

Moanbaena tpexokuce no TY 48—19—134, u.

Hrobust nATHOKNCh (CHEKTpadbio-11CTad).

Kucnora coassuas no OCT 3118, pasGabraennas 1:1.

IIposisutesns no T'OCT 10691.1.

dukcaxk: HaBeCKH CepHOBATHCTOKHMCJOrO HaTpusa Maccokr 300 u
20 r xsopucroro aMMonusi o 'OCT 3773 pactopsitot B 700 u 200 cm?
BOIbI COOTBETCTBEHHO, TNOJYyYeHHble DacTBOPHl CJAHBAIOT H JOBOAHT
obmuit o6bem g0 1 AM3,

Cnupt sTHAOBHHA pekTuhHKOBaHHBIN Texvuueckuit no 'OCT 18300.

3. MIOATOTOBKA K AHAJIN3Y

3.1. Ilpurotosnenne ocHoBHoro obpasua cpaBuenus (OOC), co-
nepxkamero 1% moaubaeHa n 19% Boabdpama (B pacuere Ha Macco-
BYI0 RoJiI0 MonubneHa H BOJbGpaMa B cMeCH MeTaJJHYeCKAX HHOOUA,
MonubgeHa u BoapdpaMa) Wa OCHOBe NSITHOKMCH HHOOMA. Hapecky
NSTHOKHCH HHoOGus Maccod 2,8038 r, 0,0300 r oxucu Moaubaena H
0,0252 r okucu Boab()pava nepeTHpPAOT B HHOOHEBOH CTyNKe NOJ CJ0-
eM cnupTta B Teuenue ',5—2 y (pacxon cmrpTa Ha CAHY OMNEPAILHIO
30 cm?). Cnmech nmpOCyLIMBAIOT MOJA HHGPaKpacHOH JaMmofi A0 NOCTO-
3nHoH MaccwH.

32 TlpurotoBnenne o6pasuos cpaBuenunsa (OC)

OO6pasusl cpapHeHHsI FOTOBAT H3 OCHOBHOrO 06pasuna CpaBHEHHS
nocjaeloBaTeJbHEM pasfaBieHIleM TNSTHOKHCHIO HHOOHS, He collep-
XKaule mMoaubrena H BosbdpaMa (THCTOTY OCHOBHL AJIST NPHrOTOB.Ie-
HHS 06pa3L0B CPAaBHEHHsI KOHTPOJIHPYIOT CUEKTDAJbHBIM MCTOLOM {\ie-
TO0M 106aBOK)), NMTPETHP2H™ M CMECH B IIJIOKCHIIA00B)H CTYNKS oA
cjioevi cHpTa B Teuenue 1,5—2 y (pacxor cnupra Ha O1HY onepalHIo
30 cm®) u nmpocywrra}oT mon wHdpakpacHoR JaMIol A0 MOC105HHOY
Maccel. MaccoBasi 4 o0y GieHa W Boabpama B cOpasmax cpas-
HeHysi (B DPOLEHTON) B pac€r1e Ha comep:KaHue MeTasjla B CVECH
MeTasIoB (MpH MACCE CMECH MeT1amaoB 2 I') H BBOAHVBIE B CMECH
HaBeCKH MNATHOKYCcH HHoOMs u pasbasiasiemoro obpasna ykKasaHubl B
1a60. 1.

33. IInurortoatenne 6ypepHOHd cMeCH

Dydepnyio cmech, conepxamyio 70% xJgopucroro cepebpa u 30%
CEPHOKHKCTOTO KaJis: MEPeTHDAIOT B CTYNKE HaBeCKH YKa3aHHHIX Be-
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C. 3 F'OCT 18385.6—89

mects. [losyueHHylo CMeCh XPaHAT B TJIOTHO 3aKPHITOH CBETOHENpO-
HHIaeMol mocyje.

Tabaunal

Macca HaBeckH, r
OGosnaue e o6pas Maccosasn aons _
ua cpaprenna Kamn(i;éﬁljs%npnue NATHOKHCH HHOGHS pa3GapaseMoro ofpasua
OC! 0,05 2, 71?’0 0,1420 {00C)
OC2 0,02 1,716 1,1444 (OCI)
0C3 0,01 1,4300 1,4300 (0C2)
0C4 0,005 1,4305 1,4305 (OC3H
0C5 0,002 1,7166 1,1444 (G4

4, NPOBEOEHHE AHAJIU3A

HaBecxy cTpyXKH Huobust maccoit 0,5 I NpPOMLIBAIOT cOJIAHON KHC-
JIOTOU B CTEKJAHHOM CTakaHe Opu HarpeBaHHH. KHCAOTY CaAHBAIOT,
[IPOMBIBAIOT CTPYXKKY IAUCTHAJIMPOBAHHOH BOAOH M CHHPTOM (pacxoX
cnupTa Ha oaHy onepauuio 3 cM?). IIpOMBITYIO CTPYXKKY IOMellaloT
B IJIATHHOBY'O YalKy H HPOKaJHBalOT B My(ese X0 IOCTOSHHOH Mac-
chl, mocrenclino mopbMas Temmepatypy o 800°C. M3 1 r Huobus
NOJMKHO TOJgyunThed 1,43 r mathokucd HHOOHS. [losyueHHylo nsTu-
OKHCb TUIATEJNbHO NEPEeTHPawT, 0T6upaloT oT Hee HaBecky 200 Mr H
HepeTHPAIOT B [JIEKCHTWIACOBOMl CTynKe ¢ HaBeckoll maccoii 100 mr 6y-
pepHoit cmecu. IToaroTossenublit oOpasel NJIOTHO HabuBalr B yray6-
JIEHHSI TPeX HUXKHHX 3JCKTpoAoB. M36BITOK MaTepuaJa, BEICTYNAIOWUH
PHILIE BepXHEHl KPOMKH 3JIeKTPOJa, OYHILAIOT lnareneM. DJIEKTPOL C
06p63HOM yCTaHaB/JAHWB&IOT B 3JACKTPOAOAEPKATE/Ib IITATHBE H MEeXAy
3TUM U BEpPXHUM 3JEKTPOLOM 32aMHUrapT AYry NOCTOSHHOrO TOKA, HpPH
3TOM NMOANEPKHBAIOT TOK AyrH paBHbii (15+0,5) A, mexsiaekTpoiHoe
paccTosiHie KoJKHO OBiTb 3 MM, 3Kcnoduuus — 30 c.

HMHpekc mKajabl JAJHH BOJIH CIeKTporpaga ycTaH2BJAHBAWOT 12K,
4yTOOBl yHacTOK CHeKTPa 430 HM OKA3aJjicsi B Cepepuie CHeKTPOrpaMMHL.

Te xe onepamnmuy, 3a HCKJIOUYECHHEeV NepesoJia B NATHOKHCH, BBIINOJ-
HA0T ¢ KaXAHM U3 00Da310B cpaBHeHus.

5. OBPABOTKA PE3VJILTATOB

5.1. B kaxaou #u3 cnekrporpavv (GpOTOMETpHpOBalHeM HaXOAAT
flouepHeHHe aHaAUTFUecKUN JHHHH MoJsubaeHa wuad BOJbppama
(Sa+9) 1 doHA psigoM ¢ auEMell (Sy) I BBI'HCJASIOT PA3HOCTH NOYEp-
vernit (AS=38,,,—3S4). Ilo Tpeyu sHauenusm AS;, AS,, ASs, nosyyen-
HBIM [I0 TpeM CIeKTPOrpaMMaM, CHATHIM JAJS Kaxjoro ofpasua, na-
XOLAT cpenHee apudMeririeckoe 3navenne (AS).
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roCT 18385.6—89 C. 4

AHanvTHYecKHe JIHHWHH W 06JlacTH CNeKTpa AJsi H3MepeHHs (oHa
OpHBeLeHH B TabJa. 2.

Taéauna 2

Al -

ORISR | ARSI e w vom, | actry S S, o
Moviubnen 0,002—0,01 429,32 >429,32
Monu6aen 0,01—-0,05 426,93 >426,93
Boabgpam 0,002—0,01 429,46 <429,46
Bosbgpam 0,01—0,05 426,94 <426,94

ITo pesyapTaTaM (OTOMETPHPOBAHHS CHEKTPOB 0Opa3loB CpaBHe-
HHSi CTPOSIT TPafyHpOBOUHHIA rpaguk B kKooppuHarax lg C—AS, rae
lg C — norapucdmM Maccopoit jgoju MoaubaeHa HJIH BoJbPpamMa B 00-
pasue cpasHenus. MaccoBylo nomai0 MoauSjieHa HJAH BOJbPpaMa B
obpasne HaxOAAT N0 pe3yJbTaTaM (POTOMETPHPOBAHHSA TpeX CHEKTPOB
IpH IOMOII IPpafyupOBOYHOro rpacuka.

Pasnocte HauboJiblllero H HauMeHbLIEr0 M3 pe3yJbTATOB TpeX mna-
pa/jlesbHBIX ONpefieleHufl He QOJKHA NPeBHUIaTh 3HAYeHHH abcoJioT-
HHIX JONYCKAEMBIX pacXoXJeHuil, ykasauHux B Ta6Ja. 3.

Tab6nuna 3

AGconioTHOE JoNycKaeM,
OnpenenfieMuR 31eMeHT Maccosas goast, % pacxoma%nug?l(%e e

0,002 0,001

Mo, 6aen 0,010 0,004
0,050 0,015

0,002 0,001

Bosnbdpam 0,010 0,004
0,050 0,015

Ecau B chnekTpax OCHOBb 06pasioB cpaBHeHHs HMeeTcsl caabas
JIMHHS ONpeJessieMOoro 3JeMeHTa, TO NPH IOCTPOEHHH IPaayHPOBOYHO-
ro rpauka BHOCAT NONPaBKYy Ha 3HayeHHe MaCCOBOH JOJH oIlpefe-
NSEMOro 3JeMeHTAa B OCHOBe. BHeceHue NONPaBKM LOMYCTHMO JHINb
IpH YCJIOBHMH, YTO 3TO 3HayeHHe He IpeBbIlIaeT YCTAHOBJIEHHOrO AJis
MeTOZa HUuKHero Ipeflesia onpejeseHus.

52. [IpoBepKa NpaBHJAbHOCTH Pe3yJbTaTOB

OnuH W3 aHaJu3upyeMbix o6pasioB NPOBePAEMOH CEpHH INEepeBo-
IAT B NATHOKHCh (cM. pas3a. 4). K HaBecke NMATHOKHCH HHOOMA Mac-
coit 0,5 r gobasasoT HaBecky Maccoit 0,5 r BTOporo obpasma cpas-
Henus (4as mepBOHAUAJNbHO HAWZEHHOH MaccoBOW 10aUM MOJHOAeHA
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C. 5 TOCT 18385.6—89

uaM BoJbdpaMa B aHanusupyemom obpa3sue, pasnoii 0.01% uau Menn-
mweil) uaM HaBeckKy Mmaccoil 0,5 r nepBoro o0pasua cpaBHeHHS HJsA
MaccoBOi AoJH MouGleHa B aHaausupyeMmoM obpasue 0,01—0,03%.
Cmech THIaTeJbHO NepeTHPalOT B IJEKCHIJIACOBOH CTYNKe MOJ CJI0eM
cnupra (pacxoX coupTa Ha OJHY omepaunuio 3 cM®), BLICYHIHBAIOT HO,
HHGPaKpPaACHON JaMIiOi H aHAJH3UPYIOT No pasf. 4, 5.

Ananusbl NPaBHIbHBL, €CJM AJisi nepBod cMecH oOpasua u aobas-
KH, 34 Bbl4eTOM TOJNOBHHBI NepPBOHAUYAJbHO HaHAEeHHON MaccoBOil 10-
ai B obpasue, wnoayueno (0,010%0,003) %, a mas Bropo#i cmecH
(0,025+0,005) % monubaena uau BoJbdpama.

Ecau pesy/bTaTht BHIXOJIAT 32 YKa3aHHble Npeaesbl, TO KOHTDOJb
APaBHJbHOCTH pe3YyJbTATOB AaHAJNH30B TMOBTOPSAIOT, YBEJHUHBasg ulic-
JIO TiapadJedbHblX onpenesnelni o wecTd. [lojyyennble cpeanue 3na-
YeHHS JO0JMXHB GbiTh: Ajast neppoit cmecu (0,01%0,002) %, mas sro-
poit cmecn (0,025+0,004) %.
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WHPOPMALUOHHBIE JAHHbBIE

. PABPABOTAH U BHECEH Munncrepcteom meranaypruu CCCP
PA3PABOTYUKH

A. B. Emorun, JI. H. ®uaumouncs, A. A. Huxkntuna, B. I'. Muc-
kapbsauu, . C. baunHoBa, A. C. TepexoBa

. YTBEP)KAEH U BBEJEH B JEMCTBHUE IlocranoBiecHueM
TFocynapcreennoro komurera CCCP mo yfpaBieHMI0 KaueCTBOM
NpOAYKUMH M cravAapram or 11.12.89 Ne 3644

3. BBEJEH BNEPBbIE

4. CCbIIOYHBIE HOPMATUBHO-TEXHHUYECKHE NOKYMEH-
Tbl

O e;\;;j‘&iﬂ;: s vTopih Homep ny inta
'OCT 311877 ‘ Pasn. 2
T'OCT 3773~ 72 Paan. 2
FOCT 414574 Pasp. 2
FOCT 10691 1—84 Paan. 2
TCCT 18300—87 Pazgp. 2
T'OCT 18385.0—79 | L1
TY 6—09—397—75 \ Pasy 2
TY 48—19—134—85 | Pasz 2
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