YAK 689.11—402.001.4 : 006,354 Tpynna BG9
FTrOCYRAPCTBEHHGBOA CTAHIAAPT COIO3A CCP
A A

NOPOLIOK )XEJIE3HBIA

Meroa (OTOEKTPHUECKOTO CNEKTPAALHOrO
AHAJAMSA KpeMHHdA, Mapranua u dochopa FrocCrt

Iron powder. 16412.9—91
Method of photoelectric spectral analysis of silicon,
manganese and phosphorus

OKCTY 0809

Jara BBeaeHAs 01.07.92

Hacroampuii crangapt ycTaHaBauBaeT (OTOINEKTPHUECKHE MeTOR
onpezenenus kpemuns or 0,01 no 0,129%, mapranna ot 0,02 xo 0,30%
u docdopa ot 0,01 mo 0,04 % B Xeae3HOM NOPOIUIKE.

1. OBINME TPEGOBAHHA
OGuine TpeGoBaHus K MeToRy aHajiusa — mo I'OCT 28473

2. CYILHOCTb METOIA

Merton, ocHOBaH Ha BO30YKIEHHH H3JAYUEHHS ATOMOB aHAJIH3HPYEMO-
ro obpasua 3/eKTPHYECKHM Da3psioM, Da3/IOXKEHHH H3JIY4YEHHA B
CHEKTP, H3MEPEHHH aHAaJHTHYECKHX CHrHAJIOB, NPONOPHHOHAJbLHEIX HH-
TEHCHBHOCTH CNIEKTPaJbHbIX JHHHH, H NOC/IeAYIOLleM ONpeLe/eHHH 3Ha-
YeHHH MAaCCOBOH [OJH 3JEMEHTOB C NOMOMbBIO I'PAAyHPOBOYHBIX Xa-
PaKTEePHCTHK,

3. ANNNAPATYPA K MATEPHAJLI

DoT03/EKTPHUECKHE BAKyyMHbIE H BO3JAYIIHHE YCTAHOBKH WHIUBH-
RyaJbHOH rpalyHPOBKH.

Aprou rasooGpasusiii nepsoro H Buicilero copra mo I'OCT 10157.

daekTponeup MJs CYHIKH M OuHCTKmM aproHa tuma CYOJI-0,4,4/12-
-H2-Y4,2.

Koupnuuonepsl, ofecneyHBajoline MOCTOAHHYIO TeMnepatypy H
BJIaXKHOCTb BO3AYXa B NOMELICHHH.

Mlaudosansubiii cranox 3E881.

Yuupepca/bHblf CTaHOK AJI 3aTOUYKH 37aeKTposos KII-35.

Hsnanne oduuuansnoe

Hacroswuft craupapt He MOXeT GhiTh HOJHOCTHIO HAHM YACTHYHO BOCHIDOHMIBEHEH,
THPAXHPOBaH M pacnpocTpaveH Oes paspemenus Foccranpapra CCCP
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Ikypka wiudoBanbHas GymaxHas THna 2 Ha 6yMare MapKH
1IB-200 (T17) ®3 HOPMAJABHOIO 3JEKTPOKOPYHAA 3€PHHCTOCTHIO
40—60 no I'OCT 6456 unu npyroro THna, obecmeyHBarolas Heo6xo-
JMMOe KauecTBO 3aTOUKH.

IOnst BakyyMHBIX (OTO3JEKTPHUECKHX YCTAHOBOK HCIOMB3YIOT HO-
CTOSIHHBlE 3/JIEKTPOJAR — MeJiHble, cepelpsiHble, BONbGPAMOBHE H THTa-
HOBble HpyTKH nHaMeTpoM 1—6 MM u rpaduroBele crepxnu C-3, aua-
MeTpoOM 6 MM.

g Bo3AywHHX POTONEKTPHUECKHX YCTAHOBOK HCIOJb3YIOT MeX-
Hble npytku Mapku MO0, M1, M2 no 'OCT 858 u snekTpoisl rpagu-
TCBHIE, CMNEKTPaJLHD uAcTHe, Mapkd C-3 MO HOPMATHBHO-TEXEHYeCK di
BOKyMeHTanuy fuamerpom 6 MM anuHOH He MeHee 50 MM,

[pecc, oGecneynBaomui ycuane He Menee 70 kH.

4. MOATOTOBKA K AHAJIH3Y

4.1. Or6op npo6 nposoasT no 'OCT 9849.

4.2. Oro6paHnHyio npo6y TINAaTeJbHO NEepeMeliHBaloT, 0T6Hpas Mep-
K0#1 4acTh XKeJe3HOro nopouika mMacco#t 5—6 r.

4.3. BpuKeTH npeccylOT B CTajbHOH Ipecc-opme c JobaBieHHeM
CBA3KH (MOPOMIOK MelH HJIH rpa¢HTOBHIA NOpOLIOK) Ge3 Hee Ha mpec-
ce B TeueHHe 20 c ¢ AaBieHHeM, 0GeceyHBAIOIHM JOCTAaTOYHYI0 NpPOY-
HocTh. Jluamerp TabJeTKH H ee BHICOTA JOJKHH COOTBETCTBOBAaTh KOH-
CTPYKTHBHHIM NapaMeTpaM (OTO3/JIeKTPHYECKOH YCTaHOBKH,

4.4. Bpukers craiapTHbX o6pasuoB npexnpuatas (COII) xpa-
HAT B 3aKDBITHIX CTEKJISHHBIX GaHKax.

4.5. bpukeTsl CTaHZapTHHIX H aHaJH3HPyeMBIX 06pasmoB mepexg
aHaJIH30M 3aTayHBAIOT HA LIJIH(POBAaJbHOM CTaHKE.

4.6. IToArOTOBKY YCTaHOBKH K BBINOJIHEHHIO H3MepEeHHH NpPOBOAST
B COOTBETCTBHH C MHCTPYKUHel 10 3KCNMJAyaTalHH.

4.7. TIpH $OTO5/MEKTPHYECKOH DErHCTPallHH CHEKTPA YCTAaHOBJIEHHE
rpafyHPOBOYHBIX XapaKTePHCTHK OCYLIECTBJSIOT C IOMOIIBIO CTAHAAPT-
HbIX 06pasnoB (CO), atrecroBaHHbX B cootBercTBHH ¢ I'OCT 8.315.

4.8. Tlpu nepBHYHOH rpalyHDOBKe BLINOJHSIOT He MeHee HATH ce-
pHil H3MepeHHMIH B pasHble OHH DPAaGOTH (DOTOJEKTPHYECKOH YCTAaHOB-
KH. B cepun mas xaxporo CO (npo6bl) nmpoBOAAT NO ABe Naphl napaJ-
JieJIbHBIX (BBIMOJIHAEMBIX OJHO 3a APYFHM Ha OZHOH pabouel moBepx-
HOCTH) H3MepeHnuil; npu 6osbwioM yucie CO (npo6) ponyckaercs Bbi-
fIOJIHATL MO OJAHON Hape mapaJJesbHbIX H3MepeHHH. Ilopsgok map na-
paJieJIbHEIX H3MeDEeHHH paHIOMH3HDPYIOT. BHUMCHASIOT cpefHee apHp-
METHYECKOe aHaJHTHUEeCKOro CHrHasa H3 Bcex 20 H3MepeHHH AJs KaXx-
noro CO (mpo6er). JIJs XaXKAOro aHaJHM3HPYeMOro 3JeMeHTa ycra-
HaBJHBAIOT IPafyHPOBOYHYI0 XaPaKTEPHCTHKY KaK 3aBHCHMOCTb Cpex-
HHX 3HAQYeHUH aHAJHTHUECKHX CHTHAJIOB 3JIeMEHTa OT 3HAUEHHH ero
MaccoBOH J0JIH B CTaHAapTHBIX o6pa3uax (npo6ax) MeTOAOM HaHMeHb+
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IIHX KBaZPaTOB HJIH rpaHuecKHM MeroloM. I paayHpOBOUHBIE Xapak-
TEPHCTHKH BHIPAXXalOT B BHAe rpa(uKOB, TabJHL, ypaBHEHHH.

Ilpn ucrnoab3oBaHHHE (POTO3NEKTPHUECKOH yCTaHOBKH, yNpaBJjsgeMoi
KOMIBIOTEPOM, TPaAyHPOBKY NPOBOJAAT B MNOpPAAKE, NPEeAyCMOTPEHHOM
nporpaMMoH.

JonmyckaeTcss HCIOJb30BaTh TPALyHPOBOUHBIE XapaKTEDHCTHKH C
BBeJCHHEM IONPABOK, KOPPEKTHPYIOUIHX BJHAHHE XHMHYECKOro CO-
craBa.

4.9. TloBTOPHYIO IPafyHPOBKY BHIIOJHSIIOT B COOTBETCTBHH C 1. 4.8,
NIpH 3TOM JONyCKaeTcsi COKpallleHHe YHCJa H3MEepeHHH.

4.10. Tlpu onepaTuBHO!H rpaiyHpOBKe (MeTOJ TPeX 3TAJIOHOB) BHI-
NOJIHAIOT ABa NapaJJejbHbix H3Mepenus kaxaoro CO. Honyckaercs
yBeJIHUeHHe 4HCJa NapaJJelbHblX H3MeDeHHH N0 YeThpex.

5. MIPOBEAEHHUE AHAJIH3A

5.1. YciaoBHs NpoOBefeHHs] aHAJH3a NpPHBElNEHH B NPHJIOXKEHHH.

5.2. uHBL BOJIH CHEKTPaJbHBIX JUHHHA H AMANa30H 3HAUEeHHH Mac-
COBOH ROJIM 3JeMEHTOB NpHBEAEHH B IIPHJIOXKEHHH.

5.3. HonyckaeTcs NpUMeHeHHe ADPYTHX YCJIOBHH NpPOBENEHHS aHa-
JIH3a H CIIEKTpaJbHBIX JHHHH, 00ecleyuBalOIMX TOYHOCTh aHaJH3a,
NpeAyCMOTPEHHYI0 HACTOAIMM CTaHAapPTOM.

5.4. IIns KaxAOTO ONPENeNsieMOro 3JeMEeHTa BHINOJHSIOTCS TpPH
napajiefibHBiX u3Mepenus. [lonyckaeTcs BHIOJHEHHE ABYX WJIH YeTH-
pex napaJlieJIbHRIX H3MepeHHH.

5.5. 3nauenne MaccoBOf JOJH KOHTPOJIHPYEMOTO 3JeMeHTa B INpO-
Ge, npexacraBieHHOl TpeMsi o6pa3unaMH, HaXOAAT KaK cpedHee apHd-
METHYeCKOe Pe3yJIbTaTOB TPeX H3MepeHHH, NOJY4eHHHIX N0 OJHOMY OT
KaXXJoro U3 Tpex o6pasuos.

6. OBPABOTKA PE3YJIbTATOB

6.1. Ecau pacxoxJeHuss 3Haue€HHA aHAJHTHYECKMX CHIHAJOB, BbI-
paXeHHble B €AHHHLAX MaccoBO¥ gouH He Goxee 1,10 dex (cm. Taba. 3
IPHJIOKEHHST) — IJIS1 YeThIpeX NapaJliejbHBIX H3MepeHHH, dcx — AJf
Tpex mapaJiieJbHeX H3MepeHu#t H 0,84 dcx — A ABYX mapaJiiesbHbIX
H3MepeHUH, BHUHCIAAIOT CpellHee apH(pMeTHIeCKoe.

B cayyae mnpeBHIIEHHMS BEJHYHHB [ONYyCKAEMBIX PacCXOXKIAeHHH
MeXAy pe3y/JbTaTaMH NapaJjileIbHBIX H3MEpeHHH, aHajH3 [OBTOPSIOT
nocje HOBOH 3aTOUKH HpOOBL. PacxoxJeHHs He AOJXKHBI IPEBHIIATDH
BEJIHYHH, YKa3aHHBIX B TabJ. 3 IPHJIOXKEHHS.

6.2. 32 oxOHUATEJbHHIH pe3yJbTaT aHAaJH3a NPHHUMAIOT CpelHee
apudMeTHUeCcKoe IBYX, TPeX HJIH YyeThipex NapaJiefbHblX H3MepeHHH,
YAOBJETBOPSIOMEX TpeGopanuio m. 6.1,
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6 3. Eciu npu NMOBTOPHBIX H3MEPEHHSIX PAaCXOXKIEHHs Pe3yJbTaTOB
NEPBHYHOTO M NOBTODHOTO AaHAJH30B NPEBHIIIAJOT 3HAYeHHSA, YKasaH-
Hble B Ta6J. 3, AesaloT Ay6aHpyloyo npo6y.

6.4. Ecan nas ay6aupyiomeil npo6E pacxXOXAEHHS Pe3yJbTaToB
Tpex H3MepeHHil NpeBHIIAIOT JIONyCKaeMble 3HauUeHHst dcx, BHIABIAIOT
U YCTPaHAIOT NPHYHHH, BHI3BaBIIHE NOBHIIEHHOE PaccesiHHEe Pe3yabTa-
TOB H3MEpEeHHH.

7. KOHTPOJIb TOYHOCTH PE3YJIbTATOB AHAJIH3A

71 Konrpoap CcTaGHIBHOCTH TPAAYHPOBOUYHHXI
XapakKTEepHCTHK

7 11. He pexe ueM yepe3 4 4 pa60TH (OTO3JEKTPHUECKOH yCid-
HOBKH OCYIIECTBJSIOT KOHTPOJb CTaGHJIbHOCTH TPaJyHPOBOYHHX Xa-
PaKTEPHCTHK IJIs1 BEPXHEro M HHJKHEro NpefiesioB JAHama3oHa H3Mepe-
HAH

Jlonyckaercs BHITONHATH KOHTPOJb TOJBKO JJsi BepDXHEro Hpenena
HJIH TOJIbKO JJISl CepelMHB AHANa30Ha H3MepeHHH.

7.1 2. Cra6uabHOCTD T'PaAyHPOBOUHBIX XADAKTEPHCTHK KOHTDOJH-
pyioT ¢ nomompsio CO HIH OAHOPOAHHX Npo6, AJS 4ero MPOBOXAT IBa
napajiesibHEX H3MepeHus JlonmyckaeTcsl yBeJIHUeHHe UHCJIa HapaJ-
JIeJIbHBIX H3MepeHHH 10 ueThipex PacxoXJeHHS 3HAUeHHHA aHaJIHTH-
YeCKHX CHT'HAJIOB, BbIPa’Ke€HHBIX B €[MHHIIAX MaCCOBOH [OJH, He HOJXK-
HO NpeBHIIIATh 3HaUeHHH, YyKa3aHHEIX B I 6.1 u Taba. 3

7.13 Ecau pacxoxIeHHe pe3yJbTaTOB NapaJljieIbHBIX H3MepeHHH
IpeBHIIaeT NONycKaeMoe 3HaueHue (cM. m. 7.1.2), mpoBOASAT MOBTOD-
Hble M3MEpeHHsl aHaJuTHYecKoro curuana ajasi CO (mpo6el) B cOOTBET-
cTBHM c 1 7.1 2.

714 Ecam pacxoxkIeHHe pe3yJbTaTOB NpeBHIIAaeT HONVCKaeMoe
3navenne 0,5 d, (cM. Ta6a. 3), To H3MepeHHe NOBTOPSIIOT B COOTBETCT-
BHH ¢ . 7.12 u 713 Ilpy nmOBTOPHOM TIIpEBBIIIEHHH PACXOXKIAEHHS
JIONYyCKAaeMOro 3HAaYeHHsI OCYLIECTBJISIOT BOCCTAHOBJIEHHE I'DaJyHPOBOY-
HOHM XapaKTEepHCTHKH DeryJHpOBKOH NmapaMeTpPOB YCTAHOBKH HJH KOp-
peKIyel pe3yJnbTaTOB H3MePeHHH BBelleHHEM IIONPaBOK

715 BHeouepenHOH KOHTPOJb CTaGHILHOCTH OCYIIECTBJSIOT IOC-
Je peMOHTa MJH MJIaHOBO-NPO(HJIAKTHUECKOr0 OCMOTpa (POTOIJIEKTpHU-
YeCKOH yCTaHOBKH.

72. KoHTpOJNb BOCONPOM3BOLHMOCTH pPe3yJAbTaTOB
aHanusa

721 KoHTposb BOCIPOH3BOAHMOCTH P€3yJbTATOB aHAJIH3a BHINOJ-
HSIOT TIOBTODHLIM ONpEJie/ieHHeM MacCOBOH JOJH KOHTPOJHPYEMBIX
3MIEMEHTOB B NPOaHAJH3HPOBAHHBIX DaHee Npofax He pexe OJHOTO
pasa B KBapraJg

722 Uucino nOBTOPHBIX ONpefnelieHHi DOMKHO OBITh He MeHee
0,39 obmero uncaa onpeaeseHH
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7.2.3. BLIUHCAAIOT GHCIO PACXOXKJACHHH pe3y/bTaToB NEPBHYHOrO
¥ IOBTODHOTO aHaJM30B, NPEBHIUIAIOMHUX HONyCKaeMoe 3HaueHHe d,
(cM. Taba. 3). Ecan pacxoxiaeHHe pe3yJbTaTOB NEPBHYHOTO H NOBTOD-
HOTO aHaJM30B NPeBHILAeT AONyCKaeMoe 3HauyeHHe He 6oJjiee ueM Ha
5% ciayuaes, TO BOCNPOH3BOXHMOCTb H3MEeDEHHH CUHTAIOT YAOBJETBO-
PHTEJNbHOMH.

7.3. KoHTpoJAb nNpaBHJABHOCTH pe3yJnAbTaTOB aHa-
Jqusa

7.3.1. KoHTpoJb NpaBHJIBHOCTH NPOBOASIT BEIGOPOUHBIM CPaBHEHHEM
Pe3yJbTaTOB CHEKTPAJbHOTO aHAJH3a NPOo6 ¢ pe3ysJbTaTaMH XHMHYec-
KOro aHaJjlH3a, BBINMOJIHAEMOro CTaHJapTH30BAHHBIMH HJH aTTECTOBAH-
geiMH B coorBeTcTBHH ¢ I'OCT 8.010 MeToaMKaMH, He pexe OXHOrO
pasa B KBapTaJ.

7.3.2. Uncno pe3y/bTaToOB CNEKTPAJbHOIO aHaiH3a, KOHTPOJHpYye-
MbIX METOJAaMHK XHMHUYECKOrO0 aHaJIH3a, YCTaHAaBJHBAeTCs B COOTBETCT-
BHH C @I. 7.2.2.

7.3.3. BHIUHCJIAIOT YHCAO PACXOXKAEHHH pe3yJbTATOB CIEKTPaJbHO-
TO H XHMHYECKOrO0 aHAJIH30B, NIPEBHILIAIOMIHX JAONycKaeMoe 3HaueHHe
d, (cM. Taba. 3). Ecan pacxoxienue pe3yJbTaTOB CHEKTPaJbHOID H
XHMHYECKOTO aHaJIH30B NpeBHIIIaeT RONMyckaeMoe 3HaueHHe He GoJee
geM B 59, clyyaeB, To TOYHOCTb CHEKTPAaJbHOrO aHaJH3a CUHTAIOT CO-
rJ1aCOBaHHOM C TOYHOCTHIO XHMHYECKOFO aHaJ/IH3a.

7.3.4. JlonyckaeTcs 4acTHYHO BHINOJHATL KOHTPOJb NPaBHJIBHOCTH
MeTOZIOM CHEKTPaJbHOrO aHaJH3a Ha OCHOBe BOCIIPOM3BeJeHHS 3Haue-
HHA MaccoBOH JOJH 3JeMeHTa B CTaHAapTHOM ob6pasie npefnpHATHS.
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Ycaosus NPOBEACHHA aHaJM3a

ITPHJIO)XEHHE
Pexomendyemoe

Ta6aumga 1

BoaaywHble $OTOAEKTPHUCCKHE

BaxkyyMmauie $oTos/1eKTpHIeCKHe

YCTRHOBKH YCTaHOBKH
Konrponupyemeie MOC-4 MOC-6 Konrpoaupyemuie IoC-41 HA®C-51
napaMeTps napaMeTpul
HepaT -
rgApl:cycgp r%iglg;gp Iljllgg; UBC-6
Hanpsxenne, B 220 220 Hanpsxenne, B 600—650 650
Yacrora, I'n 50, 100 50, 100 Emkoctb, MKD 12—40 4—10
Cuaa TOKa, A 2,2 4,0 Unnykrusroctb, MKIH 180—500 15—160
ABanuTHYECKHA TpoMe- Yacrora, T 150 100—50
KYTOK, MM 1,5 1,5 CoupoTtusiaenne, OM 0,1—16,9 1—10
Bpemsa o6xura, ¢ — — Illupuna BeixomHbix mene#t| 0,04; 0,075 0,04; 0,075
BpeMsi SKCNO3HUEH, C 30 30 Bpems nponyskH KamepH
DNEKTPOXH VYronbubifi, 3aTOYEHHBIN  HAalaproHoM, ¢ 7—10 7—10
yCeueHHHH KOHyC ¢ muollafgxkofll AHanuTHYeckKHi TNpOMeXy-
InuamerpoM 1,5 MM TOK, MM 2—6 2
Bpemsi o6xura, ¢ 10—75 10—75
Bpems skcnosumus, 5—20 5—20

8 *D 16—6°CI¥81 L20.I
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Ta6auuna 2

JNAHB BOAH CHEKTPAMbHBIX JAHHHR H AHANA30HH 3HAUeHHHA
MacCOBO# ROAHM aAeMEHTA

OnpenensieMblil sneMeHT

JAnuHa BoAHB omnpenense-

MOrO S/eMEeHTa, HM

Jluanason sHaueHHR
'MAacCOBOA HNONH

saeMeHTOB, %

Pochop
Kpemunit

Mapranen

XKeneso*

* DneMeHnT CpaBHEHHA.

178,29
214,91
251,6
288,16
263,82
293,31
241,33;
259,9;
282,33

0,004—0,15
0,005—0,15
0,01—1,50
0,01—2,00
0,02—-2,20
0,02—2,20

Ta6auma 3

Jonyckaemble PacXOXIeHHS MEXAY pe3yAbTaTaMH NapamiejbHbX H3MepeHud

HonyckaeMnie Jonycxaemule
pPacXOXACHAN pPacXoxmeHust
KouTpoxmpyemm MEXAY Pesyib- uae:mi ge3ym>:
snewerT Maccosant zoxs, % nApaIACIRRMX | HOPO H MOSTOD-
HaMepeHEnf HOrO aHaJHsa
dex» % B’
®ocdop Or 0,01 mo 0,02 Bximou 0,005 0,006
Cs. 0,02 » 004 » 0,008 0,010
Kpemuuft Or 0,01 »002 » 0,008 0,010
Cs. 0,02 » 0,06 » 0,013 0,016
» 0,06 » 0,10 » 0,020 0,024
» 0,10 » 0,12 » 0,025 0,030
Mapragen, Or 002 »005 » 0,007 0,008
Cs 0,06 » 0,10 » 0,010 0,011
» 0,10 »020 » 0,016 0,018
»020 » 030 » 0,025 0,030
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UHPOPMAILUOHHBIE JAHHDBIE
1. PASBPABOTAH U BHECEH Akagnemueii Hayk YCCP
PA3PABOTYHKH

B. H. Kaumenko, kasa. texs. Hayk; A. E. KymeBckuil, Kaua. XHM.
Hayk; B. A. Jly6oK, KaHA. XHM. HayK (pYKOBOZHTENb TEMH);
B. 1. KopHuanoBa, xaui. xuM. Hayk; B. B. T'ap6ys, kana. xHM.
nayk; B. JI. KypoukuH, Kaua. TexH. Hayk; JI. JI. Bepnanxas;
A. K. Tlaiinyyenko, kaHA. TexH. Hayk; JI. M. JpyxuHckas;
A. A. 3asu; JI. I1. CemeHloTHHA

2. YTBEP)XIZEH U BBEJAEH B JENCTBHUE [ocraHoBaeHHeM
Focynapcrsedtoro komutera CCCP no ynpaBieHHI0 KayecTBOM
MPOLYKUHH M craHaapram or 16.05.91 Ne 693

3. B3AMEH I'OCT 16412.9—80

4, CCblJIOYHbIE HOPMATHBHO-TEXHHYECKHE HOKYMEH-
Thbl

OG6oanavenne HTJI, Ha KOTOpH#

ZnaHa cobiKa Houep nyHkra, pasaena

TI'OCT 858-—81 Paszx. 2
I'OCT 6456—82 Pasn. 2
T'OCT 9849—86 4.1
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