FOCT 13637.9-83

Mpegucnosue

1. PASPABOTAH MexrocyAapCTBEHHbIM TEXHUYECKMM KOMUTETOM
104 «MonynpoBogHMKOBaA H peAKomeTannmyeckas npogykuus. Oco-
6OYHCTbIC MeTanbl», OCYAAPCTBEHHbIM WHCTUTYTOM PeaKuX  Me-
Tannos (rHpesMmeT)

BHECEH T[occtaHgapTom Poccum

2. MPNHAT MexrocygapctseHHbIM COBETOM M0 CTaHAapTu3auuu,
meTponorun u ceptndmkaumm (npotokon Jb 4—93 oT 19 okTa6ps
1993 r.)

3a NpuHATHE NPOrosI0CoBasIN:

Halllo "">»anu* WaLHEWUANbHOTO

HavmeHoBaHWe rocysapcTe* opraHa o CTaHaapTV3aummn

Pecny6nuka ApmeHus ApmroccTaHgapT

¥ccnyf>nwa btnapyn, blacTmMafo

Pecny6nuka Kasanetam roccrtaHgapT Pecny6nvku KasaxctaH
Pecnybnuka Mongosa MongooartaHgapt

Poccuiickasa ®epepauuns FocctaHgapT Poccumn

TypKMeHuUcTaH TypKMeHi’\CCTaH,qapT

Pecny6nuka YsbekuctaH Y3roccrainBpT

YKpanHa FoccTtaHAapT YKpauHbl

3. MoctaHoBneHnem Komwuteta Poccwuiickolt depepaumm no craHpap-
TU3aumMu, Metponornm u ceptugukaumm ot 02.06.94 Ne 160 mexro-
CyfapcTBeHHbIN cTaHgapT TOCT 13637.9—03 BBefieH B [AeiicTBue
HenocpefCTBEHHO B KayeCcTBe rOCY[apCTBEHHOro craHgapta Poc-
cuiickoin depepauyun ¢ 01.01.95

4. BSAMEH I'OCT 13637.9—77

© UMK WN3paTenscTBo cTaHapTos. 1996

Hactoswmii ctaHgapT uve MOXeT ObiTb MOMHOCTbI0 WMAM YacTUYHO  BOCMPOW3BELEM,
TUPaXMPOBaH W PacrnpocTpaHeH B KayecTBe O(ULMANBLHOIO M3jaHWA ua TeppuTopun
Poccuiickoin degepaunn 6e3 paspeweHunst FocctaHgapta Poccum
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YK 669.871:546 18.06:006.354 Mpynna B59

MEXTIOCYAAPCTBEHHBIN CTAHAOAPT

AN
MeTog onpegeneHus docgopa rocT
Gallium 13637.9—93

Method for the determination of phosphorus

OKCTY 1709
[Oata BBegeHus 01.01.9S

Hactosawumidi  cTaHfapT ycTaHaB/MBaeT MeTOAbl 3KCTPAaKLMOHHO-
(hOTOMETPHYECKOTO U BU3YasIbHO-POTOMETPUYECKOTO OrpefeneHns ¢o-
copa B rannmm B UHTepBasie MaccoBbix goneit ot 1. 10-~ go 1. 104« .

V ObILNE TPEBEOBAHNA

O6Lme TpeboBaHUA K MeTofaM aHanusa u Tpe6oBaHWsA 6e3onacHo-
ctn—no MOCT 13638.0.

2. METO[, SKCTPAKLUMNOHHO-®OTOMETPUNYECKOIO
OMPEAENEHUNA ®OCPOPA

2.1. CyuwHocTtb MeToda

MeToz ocHOBaH Ha MpeABapuTENbHOM MepeBefeHUn ranimsa B pac-
TBOP B aHaMTMYECKOM aBTOK/aBe, 3KCTpakuum xnopuga rannus
3mpom, M3bupaTenbHOW 3KCTpakuum gocdopa CMecblo H-OyTaHona ¢
X/10pOhOPMOM M NOC/eayroLiem OMNpeseneHn ero B BUAE BOCCTaHOB-
NeHHON Monnba0dhochopHOI reTeponoNKNCIOTSI.

2 2. Annapatypa, peakTuBbl 1 pacTBopbI

ABTOKNIaB aHanuTUyeckuiAi M167  KOHCTpyKuuu upegmeta wumm
aHanornyHbln  (yeptex). Mpu paboTe C aBTOK/IaBOM cnegyeT CTPOro
co6nt0aTh npunaraemyto K Hemy WHCTPYKLMIO MO 3KChayaTaumu.

Becbl nabopatopHble 1-ro knacca no NOCT 24104.

LLkath cywmnbHbIA ¢ TepMOperynsaTopom, 0b6ecneymBaroLLnii Temmne-
patypy Harpesa fo 250 °C.

W3gaHve oduumansHoe



C. a IOCT 13637.9—93

| —KOpNyC aBTOKNaB». 3 —peakKuMOHHaa omKocn,. J—C6OpHUK.

«—KpbILIKA PeaKMOHHON eMKOCTW. 5—KpblHKa Koprnyca akToK/a-

Ha. 6 — 3anopHoe YCTpOWCTBO, 7 HaTsa.Man raiika, B—pONKbIS]
X0N0A*N3NKX

BeHTUNATOP KOMHATHBIN.

MuHLET 13 oprcTekna wam hToponnacra.

®oT03neKkTpokonopumeTp ®IK-56 1nm aHanorMYHsI.

BopoHKK fienntenbHble BMECTUMOCTLI0 50 cm3.

Konbbl MepHble BMecTUMOCTbIO 25; 100 cm3m 1am3

MuneTkn ¢ geneHnsamu emectumocTbio 1; 5 1 10 cm3

PuUNbTPbl BYMaxHble «KpacHas NneHTa» guamMeTpom 70 M.

LinnuHapsl MepHble BMeCTUMOCTbIO 10; 25 cwv»

Kucnota consiHasa oco6oit umctotbl mo MTOCT 14261, KOHLEHTpU-
poBaHHas U KOHUEHTpaumeid 6 monb/gm3.

Boga fenoHun3oBaHHas C yAefbHbIM 3/1IEKTPOCONpPOoTMBIeHneM 10—
20 MOM e cMm.

AMMOHWIA Monn6aeHOBOKMCbIA no TOCT 3765. BoAHbIA pacTBop
KOHUeHTpauwuein 100 r/gm3
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FOCT 13637.9—93 C. 3

Xnopogopm TexHuueckuin no TOCT 20015.

CnupT 6yTUNOBbIA HOPManbHbIV TexHuyeckuidA mo FOCT 5208.

3dmp LHITWUNOBLIH, HACBILLEHHbI PAaCTBOPOM CONSIHON KUCAOTbI KOH-
LeHTpauven 6 mons/gm3.

CMecb A1 3KCTparmposaHua: cMecb 6yTWI0BOrO CnupTa U X1opo-
thopma B 06LEMHOM COOTHOLLEHUU 3 :7.

MyuepvH no FOCT 6259.

O/NI0BO ABYXNOPUCTOE 2-BOAHOE, PacTBOP B T/MLEPUHE KOHLEHTpa-
g,meﬁ) 100 r/gm1 (pacTBOpeHMe MPOBOASAT NPU HarpeBaHWM Ha BOASHOWA

aHe).

Kanwuii docthopHOKMCAbI 0fHO3aMeTeHHbI no FTOCT 4198.

PactBop hoctopa ocHoBHOM: 0,438 T Kanus  (OCHOPHOKKCIOrO
0[JHO3aMELLUEHHOr0 PacTBOPSOT B BOAE, MEPEHOCAT B MEPHYIO Kooy
BMECTMMOCTbIO 1 AM3, AOBOAAT BOAOW A0 METKW WM MepemeLLBaloT.

1cm3 pacTeopa cofepXut 100 Mkr gocgopa.

PactBop ¢hocthopa paboumii: 10 cM3 ocHOBHOro pactsopa hocgopa
3a11MBalOT B MepHyt Konby BmecTumocTbio 100 cm3, foNMBatOT BOAOMN
[0 METKV W NepemMeLLBatoT.

I cm3 pabouero pactBopa cogepXxuTt 10 MKr ocdopa.

Bonee pas6asneHHble paboune pacTBopbl hocdopa roToBAT NOc/e-
[loBaTeNbHbIM pa3baBneHneM BOAOW B 06bEMHOM OTHOWeHWM 1:9 B
JeHb ynoTpebneHus.

2.3. lMposegeHwve, aHannsa

2.3.1. HaBeoky npobbl ranius maccoit 2 © nomMeLlaioT Bo (hTOpo-
MnacToBbll  BKNafbILL — COOPHWMK aHaIMTUYECKOro aBToKnaBa  (CM.
yepTex), npuamsaroT 5 cM3 Bogbl. BKnagpllw ¢ COAepXMMbIM YCTaHaB-
NNBAIOT NUHLETOM B PEaKLMOHHO eMKOCTW, B KOTOPYIO NpefBapuTe/ib-
HO 3anmBatoT 20 cM5 CONAHOM KCMOTbl KOHLEHTPUPOBaHHOW. Peakuu-
OHHYIO €MKOCTb 3aKPbIBAlOT KPbILIKOV W repMeTusvpytoT B MeTaniun-
UeCcKOM Kopnyce aBTOK/1aBa. ABTOK/IaB MOMELLAIOT B MpeABapuTeNibHO
NPOrpeThii  CYLW/bHBLIA LWKah U BbILEPXMBAIOT MpU  Temnepatype
200°C B TeueHue 3 4. ABTOKMAB BbIHUMAOT W3 CYLUMILHOMO LUKaga,
OXNaXJalT A0 KOMHATHON TemnepaTtypbl C MOMOLLbIO AOHHOrO XO0/0-
OUNbHUKA.  PasrepMeTU3NpYyOT, W3BMEKaKT PeakLMOHHYK eMKOCTb,
MpPOTMPalOT ee CHapyXwW BaTol, CMOYEHHOM BOAOW, a 3aTeM ChMPTOM.
OTKpbLIBAIOT KPbILWKY, BbIHMMAOT MUHLETOM BK/1aAbILW-COOPHUK.

2.3.2. PacTBOp M3 BKNafbllla-C60PHMKA MEPeHOCAT B MEpPHbIA Ly-
nnHAp BMecTUMOCTbIO 10 cm3 1 foBoAAT 06beM 0 10 cM3 pacTBOpOM
CONSIHOW KMCMOTbI KOHUEHTpaumeid 6 Monb/aM3. PacTBop M3 LuaMHApa
MepeHOCAT B AeNNTENIbHYIO BOPOHKY. [aninidi aKcTparupyrot Tpems
nopuusmm acpupa no 10 cM3 B TeyeHUe 2 MUH. DQUPHLIA cnoii oT6pa-
CbIBAOT, @ BOAHYIO (ha3y MepeHOCAT B [e/INTE/IbHYI0 BOPOHKY, Npuu-
BalOT 8 cM3 pacTBopa aMMOHUS MONH6AeHOBOKHenoro, 10 cmM3 cwmecu
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C 4 TOCT 13837.9-93

ONA 9KCTparnpoBaHus. BCTpaxuBalOT BOPOHKY B TeueHue 2 MUH. Op-
raHnyeckyto asy (HWKXHWIA cnoid)  GuabTPYHOT uvepe3  ByMaXKHbIRA
(hunbTp B KONMOy, NprbaBnalOT OAHY Kanjw pacTBopa ABYX/IOPUCTOro
0/10Ba W MepemeLLnBatoT. 3MeparoT ONTUYECKYIO MIOTHOCTb pacTeopa
Ha (hOTO3/EKTPOKONOPHMETPE B KIOBETE C TOMLUMHOW MOrMOLLAIOLLErO
cnos 50 Mm npu gnuHe BoniHbI 630 HM. B KayecTBe pacTBOPOB CpaBHE-
HMS MCNONb3YKOT CMEecb AN 3KCTparuposaHusa. Maccy ¢octhopa B
npobe onpegenatoT Mo rpaLympoBOYHOMY rpatmky.

MapannenbHO uepes3 BCe CTafMKM aHa/in3a MNPOBOAAT [ABa KOHT-
PONbHBLIX OMbITa. BesmMunmHa Nonpasku KOHTPOLHOIO OMNbITa He A0/HKHA
npeBbiwats 0.02 MKr gocgopa.

233. MNMocTpoeHne rpagyupoBOYHOro rpaguka

B pag fenutensHbix BOPOHOK BHocAT 0,00; 0,02; 0.05; 0,10; 0,20;
0.50; 1,0 cm3 pabouero cTaHfapTHOro pacteopa ocgopa, 4TO COOT-
geTctByeT 0.0; 0,2; 0.5; 1,0; 2,0; 5,0; 10,0 mkr ¢octhopa. [ob6aBnstoT
o 10 cm1 pacTBOp COMSIHOM KWCMOTbl  KOHLEHTpauweid 6 mMonb/am3,
8 cM3 aMMOHMA MonnMb6aenoBokHenoro, 10 cM3 cvmecu AN SKCTparupo-
BaHWA. BCTpAXmBalOT BOPOHKM B TeueHne 2 MUH. OpraHuyeckyto (asy
(UNLTPYIOT B KONGY, NpMbasnaoT 1 kanno pacTeopa ABYX/10PUCTOro
0/10Ba; nepemelLnBaloT. ONTUYEOKYIO MIIOTHOCTL MOJTYYEHHbIX PacTBO-
POB U3MEPSAOT Kak B M. 2.2.2. pagynpoBOYHbIA rpadiuK CTPOAT, HaHO-
cA 1o ocu abecumcc maccy gocgopa B MKr. @ Mo OCU OpfAMHAT COOTBET-
CTBYHOLLME 3HAYEHWUS OMTWUYECKON NAOTHOCTU PacTBOpPOB (hoctopa 3a
BbIYETOM OMTUYECKOW MIIOTHOCTW HY/IEBOro pacTBopa.

O6paboTKy pe3ynbTaToB BeAyT B COOTBETCTBUM C M. 4.

3. METO/[, BU3YAJIbHO-®OTOMETPUYECKOIO
OMPEAENEHNA ®OCPOPA

3.1. CywHocTtb MeTofa

MeTof, oCHOBaH Ha peakuun 06pa3oBaHVs MOMHOA0(OCKHOPHON
reTeponosIMK1CIIOTLI C MOCNeAyIOWMM BOCCTAHOB/IEHWEM €€ B COMIAHO-
KWUCMON cpefile aCKOPGMHOBON KMCNOTOW B MPUCYTCTBUW CYpPbMAHOBHH-
HOKHENOro Kanus, 3KCTPaKLMOHHOM KOHLEHTPUPOBaHWM B M30aMWII0-
BOM CMUPTE W MOCNeAyIoLeM BU3yasibHO-(DOTOMETPUYECKOM OMpefene-
HuM hocdopa.

lFannnii npefBapuTeNbHO YAANAOT M3 pacTBopa 3KCTPakuuen ero
xnopuaa athupom.

.2. Annapatypa, peakTuBbl 1 pacTBOPbI

AnnapaTypa, peakTuBbl W PacTBOPbl MO M. 2.2 C JONO/IHEHWEM:

Mnutka anekTpnyeckas nabopatopHas mowHOCTLI0 400 BT.

CrakaHbl KBapLieBble BMECTUMOCTbIO 50 cm3,

CTekno yacosoe AvametTpom 50 mm.
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LlmnmHapsl A4S KONOPMMETPMPOBaHUA BbicoTol 180 vim mn gnameT-
pom 15 Mm.

Kucnota consiHasa oco6oit unctotel no FOCT 14261. KOHLEHTPUPO-
BaHHas U KOHLEHTpauwein 2 n 6 mons/gm3

Kucnota  ackop6uHOBas,  BOAHbIA PacTBOP  KOHLEHTpauuei
17,6 r/igML

AMMOHUIF MonH6ACHOBOKUCbIA Mo TOCT 3765. BOAHLIA pacTBop
KOHUeHTpaumein 40 r/gm3,

/Kanvu7| CYPbMSIHOBMHHOKMC/IBIA, BOAHbIA PacTBOP KOHLEHTpauuen
3 rigw*

CnupT n3oamunossblii no MOCT 5830.

Kucnota a3oTHas ocoboii umctotbl no MOCT 11125.

Cmecb a30THOI 1 CONSHOWM KUCMOT: TOTOBAT Nepes ynoTpebneHvem

CMeLUMBAHNEM 06BLEMOB KMUCNOT, B3ATbIX B OTHOLUEHWN 1 :5.

3.3. TlpoBefeHue aHanusa

3.3.1. HaBecKky rannuMs Mmaccoil 1 r pacTBOPSOT, KaK YKa3aHO B
n 221 nwm 3.3.2.

3.3.2. HaBecky rannus maccoii 1 r nmomeluatoT B KBapLeBblii CTa-
KaH. NMPUAMBAKOT O CVJ pacTBOpa CONMSHOW KUCNOTbI  KOHLEHTpauuen
6 MOonb/AM3. 0nonackMBatoT MeTans, KWCNOTY OCTOPOXHO CAMBAKOT W
0T6pachIBatoT.

B ctakaH npunmsatoT 10 cM3 CMECU KMC/OT, HaKPbIBAKOT YacoBbIM
CTEK/IOM W NPOBOAAT PacTBOPEHME HABEeCKU MNpu cnabom HarpeBaHWW.
MonyyeHHbI pacTBOp ynapuBatoT gocyxa. Cyxoli 0CTaTOK pacTBopsi-
KOT B 5 CM* COMSIHOM KWUCNOThbl  KOHLEHTpauuen 6 Monb/am*. pacTBop
NepeBoAAT B Ae/IUTEe/IbHYO BOPOHKY, CTakaH OnosiackmeatoT ele 5 cm3
pacTBopa COMIIHOM KMCNOTbl TOW K€ KOHLEHTpauuun, Bce MEepeBoasT B
LennTeNIbHY0 BOPOHKY.

Fannuid akcTparmpytoT 10 cm3 ahrpa B TeuyeHue 2 MWH. DKCTpak-
LMIO NOBTOPSAIOT, 3(UPHbLIA Cnoii 0TOpackiBaloT, a BoAHYK a3y nepe-
HOCAT H CTakaH ¥ ynapuBaloT gocyxa. Cyxoil 0CTaTOK pacTBOpPSAOT B
2 cM3 pacTBOpa COMISIHOM KWCMOTbl KOHLEHTpaumein 2 monb/gm3. pact-
BOpP MepeBOAAT B LUUAUHAP 418  KONOPHMETPMPOBAHWS, CMbIBas He-
60/bLUMM KOIMYEeCTBOM BOAbl, 3aTem fJo6anstoT 0.25 cm3 pacTBopa
MONN64EHOBOKMCAOrO0 aMMoHus, 0.5 cm3 pacTBopa acKOpOWHOBO Bo-
cnotel. 0,1 cm3 pacTBopa CypbMAHOBUHHOKWMCNOrO Kanus, AOBOAAT BO-
poih 06bem o 10 em3 TMocne fobaBneHMs KaX4oro peakTuBa COAep-
XMMoe TLaTenbHO nepemewvBatoT. [o6asnsoT | cM3 130aMUN0OBOro
CMNWpTa, BCTPAXUBAOT B TeueHne 30 C U CpaBHMBAIOT UHTEHCUBHOCTL OK-
pacxH OpPraHMYeckoro CNosi CO LUKanoi pacTBOPOB CPaBHEHUS  Yepes
5 muH. OgHOBPEMEHHO Yepe3 Bce CTafun aHanu3a NpoBOAAT fBa KOHT-
PONbHbLIX OnbITa.



C. 6 FOCT 13637.9-93

3.33. MPpM TroToBNEH UC-WIKaNbl CPpaBHEHNA

B uvnuHgpbl gna  konopumetpuposaHum BsogaT 0,00; 0,05; 0.10;
0.15; 0,20; 0.40; 0,60; 1,00 cm* pabouero pacTsopa ocgopa (comepxa-
wero 1 mkr/cm* ¢octopa), yuto coorsercTeyeT 0,00; 0.05; 0,10; 0.15;
0.20; 0,40; 0,60; 1,00 mKr dhoccpopa. [o6aBnstoT Mo 2 cM* paoTHoOpa
CONAHOM  KUCNOTbl KOHLEHTpauven 2 monb/gM*. 0,25 cv* pacteopa
aMMOHWSt MOnMbaeHOBOKHenoro, 0,5 cv* pacTBopa acKOpBUHOBOW Kuc-
notel, 0,1 cm* pacTBopa CypbMSHOBMHHOKHCNOrO Kanus, LOBOAAT BO-
ot 06bem go 10 cm*. Mocne fo6aBneHWst Kaxoro peakTuWBa COAep-
XMMOe TLaTenbHO nepemewwnBatoT. [o6asnsawT | cM* H30aMHI0BOrO
cnupTa, BCTpsAxuBaloT B TeueHue 30 C. VIHTEHCMBHOCTb OKpacku opra-
HWYECKOTO C0SA LWKaNbl PacTBOPOB CPaBHEHWS WCMONb3YIT AN Oonpe-
JeneHuns ocgopa yepes 5 MUH.

4 OBPABOTKA PE3YJ/IbTATOB

4.1. Maccosyto gonto thocopa (X) B MpOLEHTaxX BbIYUCAAOT MO
hopmyne

X - -217211- -10-4,

rae mi— macca ocgopa B npobe, .MKr,

L, — cpefHssa macca (ocgopa B KOHTPOSIbHOM OMbITE, MKT,

m — Mmacca HaBecKv rannus, r.

4.2. 3a pesynbTaT aHanu3a MPUHUMAOT cpefHee apuMeTUyecKoe
3HayYeHuWe [BYX pes3y/nbTaTOB Mapas/efibHblX OMpefeneHuin, NpoBefeH-
HbIX V3 OTZe/bHbIX HAaBECOK.

[Jonyckaemble pacxoXaeHus [ByX pe3ynbTaToB MapanfiefibHbIX on-
pefeneHuii N ABYX pe3ynbTaToB aHanu3a (pasHOCTb 6O/bLIEr0 U MeHb-
LUero) ¢ JOBEpUTENbHOW BeposTHOCTbIO P =0,95 npuBegeHbl B Tabnu-
Le.

MMCCMS gons dochop*. Y [Lonyckaemoe pacxoxpaess*. %
1,0- 10— 0.3- 10-3
5.0-10-» 2.0- 10-5
tO- KM 0.3- 10«

[onyckaemoe pacxoxjeHune Ans NpPOMeXYTOUHbIX MAacCOBbIX A0Nei
thocthopa paccuMTbIBAKOT METOLOM SIMHENHOW MHTEPNOAALMN.

4.3. KOHTponb MpaBUILHOCTM aHanu3a MpPoBOAAT METOAOM  foba-
BOK no NOCT 25086.
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rOCT 13637.9—V3 C. 7
NH®OPMALIMOHHBLIE OAHHbIE

CCbIJIOYHbIE HOPMATMBHO TEXHUYECKWE JOKY-
MEHTbI

O6o3HaueHne HIA.

H* KOTOpPbIA faHa CcCblnka Moiiep nyHkTa, pasaena
[OCT 3765-78 2232
[OCT 4198-75 22
[OCT 5208-81 22
[OCT 5830—79 22.32
[OCT 6259-75 22
[OCT 11125-78 22.32
[OCT 136370-93 Pasa 1
OCT 11261-77 22.32
[OCT 20915—88 22
[OCT 24104-88 22

[OCT 25086—87 43
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