Y[IK 669.4:543.42:006.354 Mpynna B59

FOCYOLAPCTBEHHbBIN CTAHOLAPT COK3A CCP

CBVHEL, BbICOKOW YACTOTHI

roCcT

CI'IeKTpaIIbeIVI METO/ onpefeneHHa HaTpu4, 29518.2-77

kaneuua, MarHna, aNtoMUHKA, Xenesa U TANInA

Lead of high purity. Spectral method for the determi-
nation of sodium, calcium, magnesium, aluminium,
iron and tallium

OKCTY 1709

[ara BBegeHus 01.01.78

Hactoswwnii cTaHgapT yCcTaHaBMBaeT CMeKTPa/lbHbIA MeTog onpeje-
NEHWsi MacCOBOI [ONW aIlOMUHMSA, XXenesa, KaibLus, MarHus, HaTpus u
Tannms B CBUHLE BbICOKOIN yMcTOThl Mapok CO000, C000, CO0 B uHTep-
Basie oT 5-10'-6 o MO"4%.

MeTof OCHOBaH Ha M36MpaTeNlbHOM X/IOPMPOBaHMM NMPUMECEN NyTem
npesBapuTeNbHOrO CM/1aB/EHNSA CBUHLA C X/TOPUCTLIM CBMHLLOM B KpaTepe
YrofbHOr0 371EKTPOAa NPU HarpeBaHUM W NOCNeayroLWweM CnekTpasbHOM
aHanmn3e NOAroTOBMEHHbLIX Mpoo.

1. OBLWWE TPEEOBAHNA

11. O6wume TpeboBaHUa K mMeTody aHann3a —no MFOCT 22518.1.
(N3veHeHHas pegakums, Vam. Ns 2).

la. TPEBOBAHUNA BE3OMACHOCTHN

la.1. TpeboBaHus 6e3onacHocTy —no MOCT 22518.1.
Pa3g. la. (BsegeH gononHutensHo, M3m. Ns 1).

2. ANMAPATYPA, MATEPUA/bI 1 PEAKTVBbI
CnekTtporpad gudpakymoHHbii Tuna AP C-8  (komnnekTHasa ycrta-
HOBKa).

MuKpPO(OTOMETP NH060r0 TUNa, NO3BONAIOWMIA M3MEPATL NAOTHOCTL
MOYEPHEHNS aHANUTUYECKUX NIMHNIA.

W3paHue oduumansHoe MepeneyaTka BocrpeLleHa
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C. 2TOCT 22518.2-77

[eHepaTop NOCTOAHHOIO TOKA, MO3BO/IAOLLMIA NONYYUTh HAMPSHXKEHME
200—400 B v cuny ToKa 20 A

AnekTponnuTKa HarpesartesnbHaa no MOCT 14919.

CTaHOK /19 3aTOYKM Yro/bHbIX 3/1eKTPOLOB.

AnekTponeyb TpybuaTas BepTUKasibHas Ha 300 BT (cm. uepTex).

Becbl aHanuTUyeckue C MOrPELIHOCTHI0 B3BELUMBAHWUA He 6onee
0,0002 1 1 Becbl TOPCUOHHbIE C MOrPELLHOCTHI0 B3BELLMBAHWSA HC Gonee
0.001 .

Kon6bl mepHble no FOCT 1770 BmectumocTbio 100 cm3.

MuneTkn BmectmocTbio 1, 2, 51 10cm3no MOCT 29169—91.

CrakaHbl KBapLeBble BMecTMocCTbio 50, 100 1 500 cm3

| —anekTpog ¢ Npoboit; 2 — KuapLesas TT>)6xa; 3 —HarpeBarte/b Ha 300 Br,
4 —Kopryc neuu; 5 —TonKaTenb; 6 - dwmkcaTop

Yallkn BbiMapuBaTtesibHble KBapLeBble BMeCTUMOCTbIO 75, 100 wu
200 cm3,
MWHUETLI XPOMUPOBAHHbIE C HAKOHEYHMKaMK 13 (hTOPOMACTa.
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FOCT 22518.2-77 C. 3

LLinaTenu n3 opraHM4eckoro crekna.

MoacTaBKky 419 3N1EKTPOS0B M3 HEPXKABEIOLLE/ CTanm 1 OPraHNYecKoro
cTeKna.

HoX 13 TUTaHa WM TaHTana.

BaHOUYKM MOIMITUNEHOBbLIE WN MNaCTMACCOBbIe C KPbILIKaMu BMec-
TMMOCTbH 50—100 cm5.

CekyHfomep.

3NeKTpofbl YroNbHble 0CO60I YNCTOTbI AMaMeTPOM 6 MM C KpaTepom
anameTpom 4.5 mm, rny6buHoii 10 MM M KpaTepoMm AvameTpoMm 4 MM,
rnyouHoi 4 MM, a TakXKe KOHTP3NMeKTpoabl AMHOM 50 MM. OAMH KOHeL,
KOTOPbIX 3aTOYEH Ha YCEUYEHHbIN KOHYC.

doTonnacTuHkKM cnektporpaguyeckne tunos 1, ill nam YOLU-3 u
«MaHXpPOM™,

Boga auctunnuposarnHad no FOCT 6709, neperHaHHas B KBapLeBoM
MeperoHHOM annapaTe, CBEXenpuroToBneHHas.

Kucnota asotHasg no FOCT 11125 (npu HEo6XO04MMOCTU ABaX[bl
MeperoHsOT B KBapLIEBOM anmnapare).

Kwucnota consHaa no MOCT 14261, oc. u.

CBUHel, BbICOKON 4ncToThl No TOCT 22861.

XNOpUCTLIA CBUHEL,; FOTOBAT CregytowmmM o6pasom: 15 r cnekTpanb-
HO-YWCTOro HUTPaTa CBMHLA pacTBopsaoT B 150 cM34MCTUNNMPOBAHHOMN
Bofbl. K pacTtBopy npuamBatoT 3 cM3 COMSIHOW KucnoTbl. [Mpu 3TOM
BbINaJaeT X/0PUCTbI CBMHEL,. PacTBOp fekaHTupytoT. OcafoK ABaxabl
npombiBatoT 30 cM3AUCTUNNMPOBAHHON BOAbI U BbICYLLUMBAKOT. XNOpuUC-
ThI CBUHEL, XPaHAT B NOMMATUIEHOBOW GaHOuYKe.

HuTpaT CBMHUA; roToBAT crefytowmm o6pa3oM: 40 I CBMHLA MapKu
C0000, Hape3aHHOro Kycoukamu Maccoit 50—500 Mr, NomeLlaloT B KBap-
LeBblli CTakaH BMecTMMOCTbO 500 cm3 (Ha cTakaHe npeaBapuUTenbHO
fenaroT MeTky Ha 200 cmd, npunvBatoT 150 cm3 a30THOM KWCAOTHI,
pasbaBneHHON 1:2, n npy HarpeBaHUW pacTBopstoT. K ropsayemy pactBopy
[806aBnaoT 150 CM3 KOHLEHTPMPOBaHHOM a30THOM KUCMOThI, HarpeToi 4o
KuneHus, nopymsmm no 10—30 cm3 [onyyeHHbIn pacTBOp BMeCTE C
06pa30BaBLUMMCS OCaJKOM HWTpaTa CBMHLA BbiMapuBaloT O 06beMa
200 cm3 CTakaH ox/laxAatoT B MPOTOYHOI BOAE Y OXNTXAEHHbIA pacTBOp
fekaHTupytoT. Ocagok ABaxabl NpomMbiBatoT B 30 CM3 KOHLEHTPUPOBAH-
HOI a30THOI KWUCNOTbI, MOC/E YEro BbICYLUMBAIOT W HArpeBatoT Ha nauTe
[0 npekpaLeHuns BblgeneHus napos NOj.

PactBop xnopuctoro Hatpus, cogepxawmii 0,01 mr Hatpus B 1cm3

PacTBop xnopuctoro Kanbuus, cogepxawmii 0,01 mMr kanbums B 1cm3
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C.4TOCT 22518.2-77

PacTBOp xnopucToro mMarHus, cogepxauwmini 0,01 mr maramns B 1cm3

PacTBOp X/1I0pMCTOro antoMUHKSA, cogepxalimii 0,01 Mr altoMUHUS B
lcm3

PacTBop xnopucToro >kenesa, cogepxawuii 0,01 mr >xenesa B | cM3.

PacTBOp XxnopvcToro Tannus, cogepxawmin 0,01 mr tanims B 1 cm3

MepeyuncneHHble pacTBOPbI FOTOBAT PACTBOPEHMEM PACCUUTAHHBIX KO-
NINYECTB METaNNoB, WX OKUCMOB UM X/IOPUCTbIX CONeli B CONAHON Kunc-
nore.

MonyyeHHble pacTBOpbl Pa3baBnAlT BOAON, MEPEHOCAT B MepHble
Konbbl, JOBOAAT 4O METKM BOLOW W MepemeLuBatoT.

PacTBop 1, roToBAT Cnefytowmm 06pasom: B MepHYt Konby BMeCTu-
MocTbto 100 cM3 0TOMpatoT nuneTkoi no 10 cM3 pacTBOPOB X/I0PUCTOrO
HaTpua, KanbLua, marHus, atoMUHUA, Xenesa, Tanavs W [0BOAAT [0
METKW BOJOW.

PacTBop 2; rotoBAT creaytowM 06pa3oM: B MEPHYH KOGy BMeCTu-
mocTbto 100 cm3 oTomparoT nunetkoin 10 cm3 pactBopa 1 v foBOAAT A0
METKMN BOJON.

MposBuTeNb METONTUAPOXVHOHOBBIN.

PurKcax KUCnbIi.

O6pa3sLpbl cpaBHeHUA.

MpumMmeyaHue. [onyckaeTcs NpUMeHeHUe NpUBOPOB C (HOrTO3NEKTPU-
UecKOii perucTpauueil cnekTpa u Apyrux crnekTpaabHbIX NPM60POB, MaTepUaos,
peakTWBOB U (POTOMNACTUHOK, 06ECMEUMBAIOLLMX NONMyYeHWe NoKasaTeneli Tou-
HOCTU, pernaMeHTMPOBaHHbIX HACTOALLMM CTaHAapTOM.

(N3meHeHHasa pegakums, M3m. Ne 1, 2, 3).

3. NMOAroTOBKA K AHANN3Y

3.1 OCHOBOI AN NPUroTOBNEHNS 06Pa3LL0B CPABHEHWS CYXUT X/10-
PUCTbIA CBUHEL,

B KBapueByl0 u4allKy BMecTMMOCTbiO 100 cM3 nomeLyatoT HaBecky
XNOPUCTOr0 CBMHLA 1 BBOAAT NOMYYeHHbIe pacTBopbl. [14 NpuroTosne-
HVs 06pa3L0B ¢ MaccoBoit foneit npumeceii MO"5u 3-10 5% Ha Kaxaplii
1 r xnopuctoro ceuHUa 6epyT cooTBeTcTBEHHO | 1 3 cM3 pacTBopa 2.
[ns  npuroToBneHns 06pasLOB C MaccoBoii goneit npumeceit MO-4 n
3 10~4 % Ha Kaxgplidi | T X10pnucTOro CBMHL,A GepyT COOTBETCTBEHHO 11
3cm3pactBopa 1 [lonyckaeTcs rotoBuUTb 06pasLbl CpaBHEHUA, COAepKa-
e TONbKO OTAefbHble onpefensemble npumecu. B 3aBucumocTv OT
YNUCTOTHI aHANN3MPYEMOTO CBMHLIA JOMYCKAETCA U3MEHATb COAepKaHue
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FOCT 22518.2-77 C. 5

npumeceli B obpasuax. CofepxaHue NpUMeceil B OCHOBE OMNpeLenstoT
MeTofoM [06aBOK M BBOAAT MOMpPaBKy B pacyeTHYH MacCOBYH [O/t0
npvmeceii. [1ns 3Toro 0T NOArOTOBNEHHbIX 06pa3L0B CpaBHEHMS 0TOMpa-
FOT Ha TOPCMOHHBIX Becax HaBecKW Maccoii mo 50 Mr M MOMeLLaloT UX B
KpaTepbl Yro/bHbIX 31eKTPoA0B (pa3mepbl kpatepa 4 x4 Mm). OneKTpopl
npefBapuTeNbHO 0OXUralT BMECTE C YrofibHbIMU KOHTP3/MEKTPOAAMM.
CnekTpbl (hoTorpatmpyoT, KakK yKasaHo B pasg. 4.
(N3meHeHHas pepakums, 3m. Ne 3).

4. NMPOBEAEHWE AHA/IN3A

4.1. YronbHble 3M1eKTpofbl ¢ pasmepoM Kpatepa 4,5 x 10 mm npegga-
pUTENLHO 06GXUraloT B Ayre MOCTOSHHOrO Toka cunoli 15 A B TeueHue
30c.

OnpefeneHne npuMeceli BeaeTcs MeTogom pAobaBok. OT 06pasuos
CpaBHEHNs 0T6MPalOT Ha TOPCUOHHbIX Becax HaBeckKu Maccoit no 50 Mr u
MOMeLLalT UX B KpaTepbl YrofibHbIX 3/1eKTPOAOoB. B mepsyto rpynny
3NeKkTpoaoB (6 LUT.) MOMELLAOT CNEKTPaSIbHO-YUCTbIA XNOPUCTLIA CBU-
Hell. BO BTOPYHO rpynny 3nekTpodos (6 wwT.) ob6paseL, ¢ MaccoBOi foneit
npumecein MO-5 %, B TpeTbi0 —o06paseL, ¢ MaccoBOi Joseil NpUMecel
3 KO-5 %, B 4eTBepTyt0 —O06pa3seL, C MaccoBoii gonei npumecein M O '4 %.
B kpaTep KaXJoro afektpoja nomeLuatoT cBepxy no | r aHannsmpyemoro
CBMHLA B BWAe KYCOYKOB. [1OArOTOB/IEHHbIE 3M1EKTPOAbLI HarpesaloT B
BePTUKa/IbHOW Tpy6YaTOoil Neumn (cM. YepTex). MNpeaBapuTensHO ce BK/HO-
4aloT B CeTb Yepe3 aBTOTPAHCHOPMATOP U HarpesatoT 4O Temreparypsbl
500—600 'C. TosikaTenb NOAHUMAIOT B BEPXHEE MOMIOXKEHWNE. DNEKTPOL C
npoboi NMUHLETOM YCTaHaB/MBAKOT B OTBEPCTME W OMYCKAaOT BMECTe C
TO/NKaTeNleM B HUXKHee MosnoXeHue. BolgepxmsaloT 1—2 MuH. MogHuma-
IOT 3M1EKTPOS, BBEPX, YOMPAtOT B NOACTaBKY.

(N3meHeHHas pepakums, Wsm. Ne |, 3).

4.2. [InA onpefdeneHuns KaibLus U MarHus CrnekTpbl oTorpadupytot
Ha nnacTuHKy Tuna | npu wupuHe wenu cnektporpaga 0,01 mm. Wenb
OCBELLAOT TPEX/IMH30BbIM KOHAEHCOPOM, MPOMEXYTOuYHas Aauadparma
3,2 MM.

[na onpegeneHun antOMUHUA, >Kenesa, TaIUA U HATPUA CMEKTPbI
thoTorpagumpytoT Ha nnacTuHky Tuna Il n «MaHxpom™* (gns HaTpusa) Npu
LMpuHe wWwenu cnektporpadga 0,02 mm. LLenb cnekTporpada ocselyaot
[BYX/IMH30BbIM ~ KOHAEHCOPOM. HeaxpoMaTu3npoBanHbIl  KOHLEHCOP
F - 75 ycTaHaBnuBaloT OT UCTOYHMKA CBETA Ha paccTosHuM 100 MM 1 OT
wenn —Ha 316 mm. Bpems akcnosuumm —30 c. VcnapeHue npobbl v
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C. 6 FOCT 22518.2-77

BO30Y>K/ieHWe CNeKTpa NPOu3BOAAT B Ayre MOCTOSHHOMO TOKa cunoid 15 A,
Ha Te e hoTonnacTuHKM hoTorpadimpytoT CReKTp CBMHLLA Yepe3 AeBs-
TUCTYNCHYATbIA WAKM TPEXCTYMeHYaTblii ocnabuTens ANs NOCTPOEHNS Xa-
PaKTepUCTUYECKO KPUBOM MAACTUHKW.

(M3meHeHHas pepakums, M3m. Ne 1, 2).

5. OBPABOTKA PE3Y/IbTATOB

5.1. CneKTpbl KaXAoi npobbl 1 06pasLoB cpaBHeHUS hoTorpagupy-
0T MO TPX pasa Ha OAHON NnacTuHke. C NOMOLLbI0 MUKPO(OTOMETpa Ha
MOJYYEHHbIX CMEKTPOrpamMmmMax U3MepstoT NOYEPHEHNUS NMHWI onpegens-
eMbIX 3/IEMEHTOB U MMHUMAaNbHOE MOYepHeHKe (hoHa cnpasa W cfesa OT
Hux. CpefHee W3 ABYX M3MepeHWi ()oHa NPUHMMAOT 3a WCTUHHOE
noyepHeHve hoHa. CTPOSAT XapaKTePUCTUYECKYIO KPUBYHO (DOTOMNMACTUH-
K. M0 Heil HaxoAAaT COOTBETCTBYHOLLME W3MEPEHHBLIM MOYEPHEHUAM
3Ha4yeHua norapudmos uHTeHcusHocTw lg(/,, + /) n lg/”, 3atem npu
nomowy Tabnuy norapupmoB UAM NMHERKN Haxogat /, + /o wn /d un
BbluncnatoT /n " (/n + /d) —/d. MpagympoBOYHble Fpadku CTPOST B
koopamHatax /, C, rage C—maccoBas foNs npumeck B 06pasuax cpaBHe-
HMWS B MpoUeHTax. [paduky NPOAO/IKAOT A0 MEepeceyeHnsi € OCbo
abcymcce. UncnoBoe 3HavyeHMe NoayYeHHOW KOOPAMHATbLI Ha ocu abeumce
(maccoBas gons npumeceil) ymeHbliaoT B 20 pas:

K a macca CBMHLa _10r _ijq
macca xnopuctoro ceuHua 0,05 r

®OTOMETPUPYIOT CeaytoLLye aHaNNTUYECKNE TNHIW (4/IMHA BO/HbI B
HaHoMeTpax):

HaTpuii Na | 588.99

Kanbumnil ... .. Ca 11396.85; C 1422.67
MarHui Mg 1 285,21

Xeneso Fe 1 302,0

antoMuHNA AJl 308,21

TANMMNM vt et TL 1 276,78.

OTHOCUTeNbHOE CpefiHee KBafpaTUuYecKoe OTK/IOHEHWe, XapakTepu-
3yloLLiee CX0AMMOCTb Pe3ynbTaToB Napas/ieNbHbIX ONpeAeneHunid u BOCNPO-
M3BOAMMOCTb  Pe3ynbTaTOB aHanmsa, He npesblwaet 0,1, 3a
OKOHuYaTe/lbHbI/ pe3ynbTaT aHann3a NpUHUMAOT CpefHee apudmeTuyec-
KOe pe3ynbTaToB ABYX MapaifebHbIX ONpeAeneHnii, NoMyYeHHbIX Ha ABYX
(hoTOMNaCTUHKAX.

(N3veHeHHaa pegakums, N3m. Ne 1, 2, 3).
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[OCT 22518.2-77 C 7

5.2. PacxoxpaeHus pes3ynbTaToB ABYX napannenbHbix onpegeneruii (d)
1 pe3ynbTaToB ABYX aHann30B (D) npu goBepuTenbHoit BeposiTHOCTM 0,95

HE O/KHbI MPEBbILLIATL [OMYCKAEMbIX PACXOXKAEHWNA, YKa3aHHbIX B Tab-
NVLe.

PacxoxaeHve PacxoxaeHve
Maccosas ,OM MpUMECH, % PE3YNbTATOB MAPAIENbHLIX  pe3ynbTaTos [BYX aHa/IM308
onpeaeneHuii d, % D. %
510 e 2106 2106
MO's 0.310-; 0Nt0’5
2105 0,610'5 0.810'5
4105 no's MO*5
810s 2 10-* 310's
110* 0,3-Hr4 04-10"*

LlonycKaemble pacxXoXaeHust A1 MPOMEXYTOUYHbIX MAacCOBbIX [onei
NpUMeceit paccuUMTbLIBAIOT MO opMynam

d« 0,3?; D- 0,4 C,
naee (? —cpeaHee apuMeTMHECKOE Pe3ybTaToB NapansesbHbIX onpe-

” [eneHnii;
C —cpeaHee aputMeTNYECKOE ABYX PE3YNbTaToOB aHam3a.

(MN3meHeHHas pepakums, M m. Nt 3).
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