YAK 669.85/.86.018 : 543.06 : 006.354 rpynna B59
TOCYALAPCTBEHHBH CTAHBAPT COH3A CCP
S e S

CNJIABbY M JIMTATYPbI PEAKMX METANNIOB

CnexrpanbHbiii MeTog onpefieneHHs KPeMHMS,
Kenesa, anlOMMHMSA, THTaHa M Kanbyua B cnnasax rOCT
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Spectral method for determination of silicon,
iron, aluminium, titanium, calcium
in alloys on niobium base
OKCTY 1709

Cpox pgejicrens ¢ 01.07.83
Ao 01.07.93

HecobmopeHse cranjjapra npecnepyercs no 3aKOHY

Hacrosmuili crannapr ycraHaBJAHBaeT CHEKTPaJbHbI METOJ oOmlpe-
AeJleHHs KpeMHHs, KeJje3a, aNlOMHHHs, THTaHa # KaJjbinusa ot 0,01
no 1,0% B cniaBax W JHratypax Ha OCHOBe HHOGHsI (KOMIIOHEHTBI:
BaHajaus He Gosee 5%, Boabdpama ne Goaee 10%, Moanbaena He
Gonee 5%, uupkonus He Gojee 2%).

Meros ocHOBaH Ha 3aBHCHMOCTH HHTEHCHBHOCTH CIIEKTPaJIbHBIX
JMHHH KpeMHHs, XeJe3a, aJIOMHHHS, THTAHA M KaJbUHA OT HX Macco-

BOit po1H B o6pasile rpH Bo36Y:KAEHHH CIEKTPa B Ayre INOCTOSHHOrO
TOKa.

1. OBW{ME TPEBOBAHUS

1.1. O6wmue rpeGopaHus K meromaM aHaju3a H TpeGoBaHus Oe-
sonacHocT — o 'OCT 26473.0—85.
(MUsmerennas penakuug, Him. Ne 1),

2, ANNAPATYPA, MATEPUANDBI U PEAKTMBBI

Cnekrporpad nuppakumontwii JPC-8 ¢ pemerkoii 600 witp/mm
(KoMIJIEKTHAs] YCTaHOBKAa C YHHBEPCAJbHBIM HITATHBOM) HWJIM aHalo-
FHUHBIH eMy npHOOp.

VIcTOUHHK [IOCTOSHHOTO TOKa, o0ecneyuBalOMii HanpsKeHHe He
MeHee 260 B u cusny Toka He menee 20 A.

DieKTporneds MydesnbHass ¢ 1€pMOperyasTopoM, obecneynBaiolInM
remnepatypy 800—900°C.

Muxkpodoromerp MP-2 uin aHaJOrHYHBEIA eMy npHGOD.

Cnexrponpoekrop tina I1C-18 uan aHaJOrHYHOrO THINA.

Yauwky NIaTHHOBHIE.

Mapanre ohuuuanbHoe Nepeneuarka Bocnpewjena
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Bechl aHaJauTHYECKHE.

Becu TopcHoHHbIe THAa BT-500.

Ilpucnocobnenne 475 3aTOUKH yroONbHBIX 37€KTPOLOB.

duaexrponrt rpadurospie Mapku OCH-7—3 nuamerpom 6 mMm, 3a-
TOYeHHHE 10 AHaMerpa 4,4 MM (AaHHA 3aToyKu 10 MM) ¢ yrayGieHu-
€M B 3aTOUEHHOH yacTH AuaMmerpoM 2,5 MM H ray6uuoii 2,0 MM (HuXK-
HHE).

daekrpoxn rpaduroBue mapkn OCY-7—3 guamerpom 6 MM, 3a-
TOYEHHBIE Ha YCeUeHHHIH KOHYyC ¢ NMIOmAfKo# auamerpom 1,5 Mm.

Iopouwok rpapurosuit OCU-7—4.

Crynka c necTHKOM HHOOHeBasi HJIH H3 OPTraHMYeckoro CTeKJa.

doTONNACTHHKH cHeKTpajbHbie pasmepoM 9X12, tunm 2, 4yBCTB.
15 ex. uau anasoruunbie, obecrneynBaloliie HOPMaJbHble NOYEPHEHHS
AHAJUTHYECCKHX JIMHHH.

Huo6us nsaTHOKHCH CEKTPaNbHO-YHCTAS.

Kpemuus psyokucs no 'OCT 9428—73, u.x.a.

JKenesa okucs no 'OCT 4173—77, u.n.a.

Turana aByokucor no 'OCT 9808—84, x.u.

AJIIOMHHHSI OKHCb, X.4.

Kauabiusa okuch no TOCT 8677—76, x.u.

Koobasabra okucy no 'OCT 18671—73, u.n.a.

Kucnora consinas mo 'OCT 3118—77, pas6aeaennas 1:1.

Cnupt STHNOBBIH  peKTHOUKOBaHHHIA TexHuuecknii no TI'OCT
18300—87.

[Tposiurens mo TOCT 10691.1—84.

Hartpuit cepnosarucrokucauii ne FOCT 27068--86.

Amwmonnit xnopucraiit no FOCT 3773—72.

@uxcax: 300 T cepHOBATHCIOKHCIOr0 HAaTpus H 20 ' XJOPHCTOrO
aMMoHHSI pacTtBopsaioT coorBerctBeHHO B 700 u 200 cm3® Boahl, ciauBa-
I0T MOJIyyeHHEle PACTBODH BMecT€ H HOBOAAT o6liuii o6beM BOROH a0
1 am3.

IloacraBKH H3 OPraHAYECKOro CTEKJIa H JiepeBa A 3JEeKTPOJOB C
1poGoi.

Cexyungomep.

Kaubka.

Bara.

OInareas.

CkaJgbnedns.

IMunuCT.

Jlamna unHdpakpacHas MK3-500 c perynsTopoM HanpsiKeHHs TH-
na PHO-250—0,5 uiu peryasaropomM aHaJOTHYHOrO THIA.

(M3menennas pepakuns, Ham. Ne 1).

3. NOAFOTOBKA K AHANKU3Y

3.1. IIpurortoBieHne ocHoBHOro oGpasua cpasHemna (OOC), co-
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Repxautero mo 2% xpemHHs, XKeJe3a, aJIOMHHHS, THTAaHAa H KaJbLHf
(B pacyere Ha cMech MeTAJIIOB).

O6pa3ubl cpaBHEHHSI FOTOBAT HA OCHOBE, NpeicTaBjsOLiel co6oi
HJIH YHCTYIO NATHOKHCHh HHOGHs1 (IIDH CyMMapHOM COJep3KaHHH JerH-
PYIOUINX KOMHOHEHTOB B CIlIaBe A0 5Y%) HJIH HCKYCETBEHHYIO CMeCk
OKHCJIOB, HMUTHPYIOIIYIO COCTaB aHAaJH3HPYeMOro cijasa (OCHOBa).

1,2870 r ocHoBH, 0,0428 r asyokucu kpemuus, 0,0286 r okucu xe-
Je3a, 0,0378 r okucu amomuuunsa, 0,0334 r okucu tHrana u 0,0500 r
VIVIEKHCJIOTO KaJblidsi NepeTHpaloT B CTYNKe MOoJ  CJAOeM  CIHpPTa
(30 cM3) B Teuenne 1,5-—2 u. Cmech mpOCYIIHBAIOT Nojy HHOpakpac-
HOH JaMnoil jo mocrosHHO# MaccH. [lepen B3siteM HaBECOK OKCHAB
npokannsaoT npH Temmeparype 400°C 10 NMOCTOSIHHOH MacChl.

Maccy HaBecOK B3BelIHBAIOT HA BecaX, HINares]eM [€pechNaioT B
nakers H3 KaJjbkd. Hlmarenn, J0Z0YKy BecoB, CTYNKY NPOTHPAIOT
BaTOH, CMOueHHOH cnupTOM. i1 NIPUTOTOBJIEHHS NAaKETOB KaJbKy
paspesalor CKaJablieJeM.

(U3meHennas pepakuusg, Uam. Ne 1).

32. NpuroTroBinenne ob6pasuos cpasHeHus (OC)

O6pasunl cpaBHeHHsi TOTOBAT IIOCJeXOBaTeJbHBIM pa3baBiicHHeM
OCHOBHOro ofipa3ma cpaBHEeHHs, a 3aTeM KaxJjoro nocjieaywomiero o6-
pasua oCHOBOM.

MaccoBas gonsi kaxao#l u3 onpejensieMbix npuMeceii B o6pasue
CpaBHeHHS H BBOJHMBIEe B CMeChb HaBECKH OCHOBH H pa3baBiisaeMoro
cbpasna ykasaHno B ta6j. 1.

Ta6banpa 1
Macca HaBecok, T
Maccosas nana npu-
OG6oznazeHne o6pas- MECH KPeMHHS, he-

Ha chashemia ;‘ﬁii;{:‘”fgﬁﬁﬂ;’; OCHOBHL pasGapasemMoro o6pasua
OCl1 1,0 1,0000 1,0000 (OOC)
0C2 0,5 1,0000 1,06000 (OC1)
0C3 0,2 1,2000 0,8000 (OC2)
0C4 0,1 1,0009 1,0000 (OC3)
0Cb 0,05 1,0000 1,06060 (OC4)
0C6 0,02 1,2000 0,8600 (OC5)
oC7 0,01 1,0000 1,0000 (OC6)

CMmecH mepeTupaloT B CTynKe IO caoeM cnupra (30 cm®) B Tede-
uue 1,5—2 v y BHCYWIHBAIOT NOA MHQpPaAKpaCHOI JaMIOH.

O6pasubl CpaBHEHHS XPAHAT B INOJHITUIEHOBBIX YaIIKaX € KPBIWI-
KaMH 13 IOJHITHJIEHA,

3.3. ITpuroroBnenue GydepHoii cMmecH, cocrosueil u3 89% rpadu-
10Boro nopoika, 10% xJopucroro Hatpusa U 1% okucH kKabanabra.

8,9 r rpaduroBoro nopomka, 1 r xaopucroro Harpus K 0,1 r oru-
¢ KoGaJbTa MepeMelIHBAalOT B CTyIKe mox cioeM cmupta (150 cm?)
B TeuenHe | 4 W BHICYWIHBAIOT MOJ HHOPAKPAaCHOH JAMIIOH.

(M3meHnennas pepakuus, Ham. N 1).
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4. NPOBEAEHUE AHAJNIU3A

Hasecky ananusupyemoii npoGul Maccofi 0,5 ' mpombiBalOT CO-
JISHOM KHCJIOTOH B CTEKJISIHHOM CTaKaHe NPU HAarpeBaHHM Ha IJIUTKE,
Kucaory cnuBaro1, NpOMBIBAIOT CTPYXKKY AHCTHJIIHPOBAHHOH BOHOH H
cnuproMm. [IpOMBITYIO CTPYXKy NOMeEILAalT B IVIATHHOBYIO YalIKy
# [pOKaJuBalOT B Mydese N0 NOCTOSHHOH Macchl, IIOCTENEHHO MOBHI-
mas rtemneparypy o 800°C. Oxuciaennyio npofy TIaTeJbHO Iiepe-
MeLIHBAKT, oTO6HpPalOT OT Hee HaBecky 20 Mr u cMmemuBa-
10T B crynke ¢ 80 Mr O6ydepHoit cMmecH (B3BeIIHBaHHE IIpO-
H3BOASIT Ha TOPCHOHHBIX Becax) B TeueHHe 15 MuH nog
CJ0€M CIHpPTa H 3aTeM BBICYIUHBAIOT NOJA HH(PPAKpPacHOH JaMIoH.
IloproroBiieHHyo cMech MJOTHO HaOHBAIOT B yIVyOjeHHe TpeX HHXK-
HHX 3JIeKTPOJOB, NPeABAPHTENbHO OGOXKIKEHHHX B JAyre NOCTOSTHHOTO
ToKa npHu (740,5) A B TeueHue 5 ¢ MOTPYIKEHHEM JIEKTPOLA B CMECh,
BBICHLIMAHHYIO HA KaJIbKY.

DJeKTpoabi (BepxXHHH ¥ HHXKHHA ¢ 06pasloM) YCTaHABJIHMBAIOT B
3JIeKTPOAOJepKAaTeNH HITATHBA ¢ NOMolulplo nuHuera. CBeneHdneM H
NoCaeyIOUHM pa3BefleHHEeM 3JIEKTPOJOB 3aXKMTalT Ayry IOCTOSTHHO-
ro ToKa u QororpadupyiorT CHEeKTphl TpeX Nap 3JEeKTPOJOB HAa CIEKT-
porpade, MOAbL3YSACh TPEXJHH30BOH CHCTEMOH OCBEILEeHHS MHiesu. B
LeHTDP KacceTbl BHIBOAAT obmacts 290 HM.

Tox pyru noaaepxusaiotr paBubM (15:40,5) A.

MexaneKkTpojHoe paccTosinke 3 MM, 3Kcnosuuusa 60 c.

[IpoMexyrouHylo puadparmy Ha KOHJeHCOpe BHIOUPAIOT TaKHM
o6pasom, uroGbl o0ecneunTh HQPMAaJbHBIE MOYEpHEHHsT aHAJTUTHYECKHX
auHui. Te e omepanuy BBIIOJHSAIOT ¢ 06pas3llaMH CpPaBHEHHS, CIEKT-
Pl KOTOpbIX (pOTOTPaHPYIOT HA Ty Xe (POTOIJIACTHHKY.

(M3menennas pepakuusi, Uam. Ne 1).

5. OGPABOTKA PE3VJIbTATOB

5.1. B kaxpoft W3 MOJIyUEeHHBHIX CHEKTPOrpaMM (HOTOMETPHPOBA-
HHEM HaXOAAT NOYEPHEHHS AHAJTUTHYECKOH JHHHH npuMecH (San) H
JMHHH 3jeMeHTa cpaBHeHusT (Scp) (Tabi. 2) u BBHYHCAAIOT Pa3sHOCTH
noyepHeHUH (AS =S8an—Scp)-

Ta6numa 2

AHalHTHYECKHE JIUHUH OnpeAeasieMbIX 3JeMeHTOB| AHAJHTHYECKHME JIMHHH 3JIEMEHTa CPaBHEHHs

DaeMeHT JnnuHa BOJIHBI, HM DJ1eMeHT Jnuna BOJNHBI, HM
Kpemuui 251,92 Kob6anst 251,98
JKeneso 259,84 Ko6aabt 259,17
Automuruf 257,51 Ko6ambr 257,44
Turan 307.86 Ko6aJsbT 307,94
Kaabunit 318,13 Ko6ansT 318,21
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ITo Ttpem 3naveHnsaM ASi, ASs, ASs, NONyueHHBIM 1O TpeM
CIEKTPOrpaMMaN, CHATHIM JJs KaxAOro ofpasia, HaxousdT CpelHee
apudmeTuyeckoe 3HaueHue (AS).

Ilo pesyabraTam (OTOMETPHPOBaHHs CIEKTPOB 00pasuoB _CpPaB-
HEHHsl CTPOAT I'PajfyupoBOYHHI rpaduk B Koopaunarax 1gC—AS, rae
1gC — norapudm MaccoBoil foaH oONpefeNseMOro sjeMeHra B obpas-
lle cpaBHeHHsi. MaccoBy [0Ji10 KDeMHHs, KeJle3a, aJIOMHHHS, TH-
TaHa H KaJjblHsd B o0paslle CniaBa HaXoAAT NO pe3yabraTtaM (oro-
METPHPOBAHHA CHEKTPOB aHaju3upyeMoro obpasua npy NoMoIlH rpa-
JlYHPOBOYHOTO rpadHka.

5.2, PacxoxaeHus1 MEXIY pe3yJbTaTaMH TPeX onpeiejeHHH (pas-
HOocTb 6OJIbLIErO H MeEHblIero) H pe3yJbTaTaMH IBYX aHaJH30B He
JIOJKHBl IIPEBHINATL 3HAYEHHH AOMYCKaeMbIX PAacXOXKAEHHH, IpHBe-

LeHHpix B Taba. 3.
Ta6auua 3

OnpeaenseMplii 5JeMeHT Maccosas aoas, % JlonycKaemsle pacxoxaenus, %
Kpemuii 0,010 0,004
0,10 0,03
1,0 0,3
XKeneso 0,010 0,004
0,10 0,03
1,6 3
AnoMuHUE 0,010 0,004
0,10 0,03
1,0 0,3
Turan 0,01C 0,004
0,10 0,03
1,0 0,3
Kanbuuh 0,010 0,004
0,10 0,03
1,0 0.3

(UaMeneHuas pepaxuus, Ham. Ne 1).

53. [IpoBepKa 3HaUeHHsT KOHTPOJBHOTO ONKITA

JLnst IpOBEPKH 3HAueHHS KOHTPOJBLHOIO ONHTA B yrayGJjenua mec-
TH Ipa(UTOBLIX 3JIEKTPOJAOB NOMEILA0T CMeCh OCHOBHI aHaJH3HPYEMO-
ro cnaaba ¢ OydepHoll cMecblo H (GOTOrpadupyioT CHEKTPH 1o I 4.
B TIOJYUEHHBIX CIEKTpOrpaMMax (OTOMETPHPYIOT IJIOTHOCTH NOdep-
HEeHHH aHAJHTHYECKHX JIMHHH KpPEeMHHMS, XKeJe3a, aJIOMHHHS, THTAHA M
Kanpuusi (cM. Taba. 2). PasHocts mouepheduit (Siirq — Sp) HE jpoa-
xHa npesbiunath 0,02 exunuubl nouepHenns (GoH HaMepsieTcs B CTO-
poHy 6oJiee KOPOTKHX [JIHH BOJH OT aHaJIUTHUECKOH JIHHHH).

(H3Menennas pepaxuus, Ham. Ne 1),
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UHDOPMALMOHHLIE AAHHbBIE

1. PABPABOTAH M BHECEH MMHMCTEPCTBOM LBETHOW MEeTannypruu

ccep
MCNONTHUTENM

10. A. Kapnos, E. I. Hamepuna, B. I. Muckapbsauy, I, H. Angpwanosa, E. C. fla-
HuauH, M. A, JecsarkoBa, J1. M. Kupcanosa, T. M. Mamortusa, E. ®. Mapkosa,
‘B. M. Muxainos, Jl. A. Hukuruua, JI. I. O6pyukosa, H. A. Pasumuuna, H. A, Cy-

sopoea, Jl. H. dunumonos

. YIBEPXXJAEH ¥ BBEJAEH B BEMCTBME NocraHoBnennem Focynaper-

BeHHoro komMrera CCCP no crangapram or 26.05.82 Ne 2120

3. Cpok nposepku — 1993 r.
TNepuoguuHocTh NPOBEPKU — 5 nerT.

4. BBEREH BIMEPBbIE

5. CCbiIOYHbIE HOPMATUBHO-TEXHMYECKUE AOKYMEHTHI

O6o3nayene HTII, na KOTOpbIH
AdHa CCbliiKa

Homep paspena, nyHkra

T'OCT 3118—77
TOCT 3773—72
TOCT 417377
I'OCT 8677—76
I'OCT 9808—84
T'OCT 9428—73
TOCT 10691 —84
TOCT 18300—87
T'OCT 1867173
T'OCT 25473.0—85
T'OCT 27068—86

6. Cpok peiictBua npogneH go 01.07.93 Mocravosnenwem loccranpap-

Ta CCCP ot 29.10.87 Ne 4096

7. NEPEU3JAHMUE {Hos6pb 1988 r.) ¢ UsmeHeHnem N2 1, yTBepKAeH-

HbIM B OKTs6pe 1987 r. (MYC 1—88).

Pasn.
Pasn.
Paszx.
Pasn.
Pasn.
Pasg.
Pasn.
Pasa.
Pazn.

1.1

Pasn.
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