1Ipyvarvavbne

1. PA3PABOTAH Mex(rocynapc'rnennum TEXHHYECKHM KOMMTETOM
104 «MoaynpoBoaHHKOBAA H pelKOMeTaJaHuecKas npoaykuus, Oco-
GouucTble MeTaaJab», 'oCyAapCTBEHHBIM HHC’I‘HTyTOM pPEeAKHX Me-
TaJ10B (rupeaMer) ._

BHECEH loccranpaptom Poccun

2. IPHUHAT  Mexrocynapcreenipim CoBeTOM mno cTaH,u,apTusaunn,
METPOJOrHH U cepTHUKauuu (nporokog Ne 4—93 or 19 okTabps
1993 r.)

3a npuHATHE NPOTOJOCOBAJH: ,
' ’ HauMeHOBaHHEe HAOHOHAJMBHOrO
HanmeHnosaHHe rocyaapcrsa OpraHa Mo CTAHNADTH3AMHH
Y
Pecny6sinka ApmeHus Apmroccranaapt
Pecmy6nuka Benapych bBencranaapt
Pecnybninka Kazaxcran : . ['occrangapr PecnyGanku Kasaxmaﬂ
Pecny6auka MoagoBa . "~ MoJapgopactaHaapt
Poccuiickasn Penepauus Foccranzapr Poccru
TypxkMeHHcTan - TypkmeHroccTangapt
Pecnybanka ¥Y3bexkucran Y3aroccTaHaapT
YxpauHa _ , ToccTanmpaptT YxpanHu

3. Tlocranosnennem Komurtera Poccufickoif Pemepauud mno craHpap-
TH3auuH, MeTpoJiorun u ceprudukanuu or 02.06.94 Ne 160 mexro-
cypapcreennblit craupapr 'OCT 13637.9—93 BBesnen B neHcTBHE
Henocpencrseﬂﬂo B KadeCTpe rOCYLapCTBEHHOro CTaHAAPTA Poc-
cuiickoii Pegepauun ¢ 01.01.95 |

4. B3AMEH IOCT 13637.9—77

. © UIIK UsgartenbctBo craHzapTos, 1996

Hacrosuuii cranpapr He MOXeT ObiTh NOJHOCTBIO MAM YACTHYHO BOCHPOH3BEAEH,’
THPAXKHPOBAH H PACNPOCTPAHEH B KauecTBe OQHUMAJILHOTO H3JAHHA HA TEPPHTOPHH
Poccuiickoit ®epepauun 6e3 paspemenns Focctanpapra Poccuu ‘
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FAJIJIHA
Merox onpenenenns gocdopa 7 - rocTtT
Gallium. - 13637.9—93

Method for the determination of phosphorus

OKCTY 1709

Nata BBegennsa 01.01.95

Hacrosmu#t cTanzapT ycTaHaBiMBaeT MeTOAb SKCTPaKIHOHHO-
$HOTOMETPHYECKOI0 M BH3YyaJbHO-(DOTOMETDHUECKOTO OlpeReseHHss (Go--
cdopa B ra/UIHH B HHTepBaJsie MaccoBuix pogefi ot 1. 10~% no 1. 10— 9.

1. OBILHE TPEBOBAHMNA

- OO6mue TpeGOBaHUS K MeTOZAaM aHanu3a K Tpe'ﬁoBaHHﬂ Ge3onacHo-
- ¢cru—no I'OCT 13638.0.

2, METOXA 3KCTPAKUHOHHO-¢OTOMETPHUECKOTO
- ONPEAEJIEHHA ®0CP0PA

2.1. CymHsocTb Me'ro,na

MeTton OCHOBZH Ha mpe/BAPHTEJLHOM HGpEBQﬂEHHH rajaJusa B pac-
TBOP B 2HAJHTHYECKOM AaBTOK/aBe, 3KCTPAKUHH XJOpUIA Talius
3¢upoM, H3OHpATEJNbHOH 3KCTpakKuuu (ochopa cMechlo H-OyTaHoJa C
XA0pOOPMOM H NOCIEAYIOUIEM ONpelie/eHHH €ro B BHJAE BOCCTaHOB-
JeHHO# MOJIH6A0¢)0cHOPHOHR reTepOoNnoJHKHCIOTH.

2.2, Annaparypa, PEAKTHBBI H PACTBOPHI |

ABToxknaB aHanuTHYeckHH MI167 koncrpykunm THpeamera HaH
ananoruyHui (deprex). Ilpu paGore ¢ aBTOKJIABOM CJefyeT CTPOro
co6a104aTh NPHAATAEMYIO K HEMY HHCTPYKIHIO IO 3KCIJYaTalHH.

Becn naGoparopubie 1-ro xaacca no TOCT 24104.

" lkad cymHabHHIH ¢ TepMOperJIHTOPOM obecneyuBalOIUui TeMIe-
paTypy garpesa xo 250 °C.

Wsnanne odpunuaabHoe
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| — KOpnyc AapBToKJaBa, 2 — PeaKi{MOHHAS eMKoCTh, 3 — cGOpHHK, *
4 — KpBILIKA peaxunonﬂoﬁ eMKOCTH, 5 — KpbIllKa KOpIyca aBTOKJa-
Ba, 6 — 3anopHOe YCTpPOHCTRO; 7 -- HaTAXKHAA radka, 8 — NoHHBIH

- XONOAHIBLHHK

BeHTHAATOD KOMHATHBIH.

[Tunier U3 oprereksaa Hiag Qpropomjaacra.

®otosnekrporosopumerp ®PIK-56 uau aHaoOruyHbIH.

BopoHKU JenuTeNbHble BMECTAMOCThIO 50 cMm3,

Koan6sl mepHBe BMecTHMOCTbIO 25; 100 eM® u 1 ame.

TTUIeTKH ¢ LeNeHHSIMH BMeCTHMOCTbIO 1; 5 1 10 cm?,

OunpTpe GyMaxXKHble KKpacHast JeHTa» zmameTpOM 70 MM.

[uauaaper MepHEe BMeCTHMOCTBIO 10; 25 em3,

Kucsaora consinas ocoboit unctorsl mo 'OCT 14261, KOHIleHTpH-
pOBaHHas U KOHIeHTpauued 6 MoJb/aM3.-

Bona neHoHu3oBaHHAsL ¢ yAEJbHBIM 9JIEKTpOCOHp0TPIBJIEHHeM 10—
20 MOw - cMm. |

AMMOHHH MOIHG1eHOBOKHCABIA 1O IOCT 3765, BOAHLIH pacTBOP
KoHlleHTpauued 100 r/om3. SR
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AJIOPDOPOPM TCXHHMUCGKHA ITO 1 UL 1 AUV

CriupT GyTHJIOBBIA HOPMAJILHBIH TeXanecxnu 110 FOCT 9208.

Dup AH3THIOBBIHA, HACHIIEHHBIH PACTBOPOM COJNAHOH KHCJIOTH KOH-
nentpauneii 6 Mosab/aM®.

CMech st SKCTparupoBaHHA: cMech OYTHI0BOTO anpTa H XJ10pO-
dopma B 06beMHOM COOTHOWIEHHH 3:7.

[nunepun o TOCT 6259.

Q/10B0 ABYXJOPHCTOE 2-BOAHOE, pPAacTBOp B IVIHLEPHHE KOHILEHTpa-
uueit 100 r/aM3 (pacTBopeHHe HPOBOAAT NPH HArpeBaHHH HA BOJSHOM
Oaue).

- Kauanit pochopHOKHCIEIH OHO3AMENICHHBIH 1O I'OCT 4198,

Pactsop ¢ochopa ocHoBuoit: 0,438 r wkanuss (HochOpHOKHCIOrO
OXHO3aMEelEeHHOT0 pac*rBopsnoT B BO/le, TIEPEHOCAT B MepHYIO KoJ6y
BMECTHMOCTbIO | aM3, A0BOAST BOJOH JO METKH M IepPEeMeLIHBaIoT.

1 cM® pacrBopa cozepxur 100 mxr ¢ocdopa.

Pacreop dochopa pabounit: 10 cM® ocHoBHOro pactBopa docdopa
3aJH4BAIOT B MepHyI0 K00y BMectHMocThio 100 cMm3, foauBaoT BOJOH
JI0 METKH ¥ IIepeMelIHBaloT.

1 cm® pabouero pactBopa coxepxut 10 MKr docdopa.

bonee pazbaBieHHble pabouue pPacTBOPHI dochopa roTOBAT HmOCTe-
JOBATENbHBIM pa3faBjeHHeM BOLOH B Oo0beMHOM OTHOWEHHH 1:9 B
JeHb ynoTpeOJeHus.

2.3. Iposenenue. anaan3a

2.3.1, HaBecle npobsl rajausi Maccot 2 r OMeIIAIoT BO q)'ropo-
JIACTOBLIM BKJAAbIUI — COODHUK 4HAJHTHUECKOTO aBTOKJaBa (CM.
yeprexk), NPHIHBAIOT 5 cM3 BOAB. BRJazblll ¢ COREPXKAMBIM yCTAHAB-
JIMBAIOT NIWHIETOM B PEAKUUOHHOH eMKOCTH, B KOTODYIO NPE/BAPUTEND-
HOo 3aqausalor 20 cm® cOJAHON KCJOTH KOHIIEHTPUPOBAHHOH. PeakuH-
OHHYIO €MKOCTb 3aKPBIBAIOT KPBIIKOH H FeépPMeTH3HDYIOT B MeTaJlju-
4eCKOM KOpIyce aBTOKJIaBa. ABTOKNAaB TIOMeINAoT B NpeABapUTEBHO
POrPeTHIl CYIHJbHEN INKad ¥ BHAEPKUBAIOT NIPH TeMIIEpaType
200°C B TeuyeHHe 3 u. ABTOKJ4B BBIHHMAIOT H3 CyLIHJBHOro, IKada,
OXJIaXKAAI0T 10 KOMHATHOH TeMiepaTyphl C TIOMOULbIO AOHHOTO XOJO-
AWJIbHUKA, Da3TCPMETH3HPYIOT, H3BJEKAIOT PEAKUHOHHYIO EMKOCTb,
NMPOTHPAIOT €e CHapy XM BaTOH, CMOYEHHOH BOJOMH, a 3aTeM CIHPTOM.
OTKPHBAIOT KPHIIKY, BBIHUMAIOT MHHIETOM BKJAAbIHI-COOPHHK.

2.3.2. PacTBop M3 BKjAaabIa-cOOPHHKA IEPEHOCAT B MEPHBIA LH-
JAuHApP BMecTuMOocThI0 10 ¢M? u poBoist obbeM o 10 cM® pacTBOpOM
CONIIHOH KHCJAOTH KoHIenTpanueli 6 Moab/am3. PactBop u3’ LHJAHHIpPA
NEPEHOCAT B JEJHTE/NbHYI0 BOPOHKY. I'ajuMii 9KCTParupyioT TpeMs
nopuusMu sdupa no 10 cM® B Teuenne 2 mun. Ddupuuil caoi orépa-
CHIBAIOT, a BOAHYIO a3y NnepeHOCAT B JeJHTeJbHYIO BOPOHKY, IPHJIH-
BaioT 8 cM3 pacTBopa aMMoHuuA MonuOAeHoBokHcaoro, 10 cM® cmecH
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AJIs1 S5KCTpArupoBaHHus. BCTpsiXHBalOT BOPOHKY B TeueHHe 2 muH. Op-
raguuyeckyio ¢asy (HHXHHE cjaoit) GHABTPYIOT uepe3 GyMaXkHBIH
buabTp B K0aOy, NpHOaBAAIOT OJHY KAILIIO PacTBOPa JIBYXJOPHCTOTO
0/1QBa M fiepemelunBaoT. M3MepsloT onTHYECKYIO MAOTHOCTL pacTBOpa
Ha Epo'ros,ueKTpOKonopumeTpe B KIOBETe C TOJILIHHOH [OrJIOLIAIOWEro
caoa 50 mm mpu AauHe BoHBE 630 HM. B kauecTBe pacTBOPOB CpaBHe-
HUS HCNOJIB3YIOT CMeChb A4 3KCTparupoBanusa. Maccy dochopa B
-mpobe onpefensOT N0 TPaAyHPOBOYHOMY TPpadHKY.
| [Tapannenbno vepes Bce cTajiuu aHajJH3a TNPOBOAAT JBa KOHT-
POJIbHBIX ONbiTa. BeJHYHHA NOMPABKH KOHTPOJBHOTO ONBITA HE 10JI)KHA
_ npesbimiaTe 0,02 Mkr docdopa. .

233. [TocTtpoeHHe TPaayHPOBOUYHOTO rpadHuKa

B psg menurenbHbslx BopoHok BHocaTr 0,00; 0,02; 0,05;-0,10; 0,20;
0,50; 1,0 cm® paGouero crampapTHOro pacTeopa (ﬁoc:(popa 4TO COOT-
sercteyer 0,0; 0,2; 0,5; 1,0; 2,0; 5,0; 10,0’ mxr docdopa. . Hobapasior
no 10 cM3 pacTBOp CONAHOH KHCJOTH KOHUeHTpauuei 6 monn/am3,
8 cm¥ amMMoHHA Mo/HGAeHOROKHCHIOrO, 10 cM3 cMecH AJsT 3KCTParupo- -
BaHHsl. BeTpsixuBaloT BOPOHKH B Teuenue 2 MuH. Opranuueckymo dasy
GbuaeTpyict B K010y, NpubaBasioT | Kamao pacTrBopa ABYXJOPHCTOTO
OJIoBa; lepeMeniuBaloT. ONTHUECKYIO TJOTHOCTb IOJYYEHHBIX PacTBO-
POB H3MepSIOT Kak B II. 2.2.2, FpaﬂyupOBqubm rpagHuk cTposiT, HAaHO-
¢ Mo ocH abcuucc Maccy q)OC(popa B MKTI, & [10 OCH OpJHMHAT COOTBeT-
CTBYICIINE 3HAYEHHs ONTHYECKOH IJOTHOCTH pacTBOpoB docdopa 3a
BBIUETOM ONTHUYECKOH MJIOTHOCTH HYJIeBOTO pacTBoOpa.

Obpabotky pESyJIbTa’I‘OB BCAYT B COOTBETCTBHH ¢ II. 4.

3. METO,[l BPl3YAJ]bH0 POTOMETPHYECKOro
ONPERENEHUSA $0OCPOPA

3.1. CymHocTh MeTOAA
Metoa ocHoBaH Ha peakuud ob6pasoBaHUs MOJHOGIODOCHOPHOM
. TETEPOMOJHKHCIOTE ¢ MOCAEAYIOINEM BOCCTAHOBJEHHEM €€ B COJISIHO-
KHCJIOH cpefe acKOpOMHOBOHW KHC/JAOTOH B NPHCYTCTBHH CYPbMSIHOBHH-
HOKHCJIOIO KaJjus, IKCTPAKIHOHHOM KOHLEHTPUPOBAHHH B H30aMHJO-
* BOM COIHPTe H MOC/AENYIOUIeM BH3YaNbHO- q)oromeTqueCKOM onpesese-
HHHU (ocdopa. |

Tannuii npeaBapuTenbHO yAaJAlOT H3 pacTBopa SKCTpaKHHeH ero
xJiopuaa 3(pupom.

3.2. Annaparypa, peaKTHBb U PACTBOPbI

Annaparypa, peakTHBB H PACTBOPH! N0 M. 2.2 C AONOJHEHHEM:

- IlauTka 9JeKTpHYecKas sabopaTopHas MouiHocThio 400 Br.
CrakaHbl KBapleBLle BMECTHMOCTBIO 50 cM3,
Crexso yacosoe auamerpom 50 Mm.
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poMm 15 mMM.

Kucaora consnas ocoboit yucrorst mo 'OCT 14261 lKOHU,eHTpHpo-
BaHHAs H KOHIleHTpanued 2 u 6 MOJIb/,zLM3

Kucinora  ackop6uHOBasi, BOAHBIH paCTBop KOHLIEHTpaLuei
17,6 r/am?3, |

Avmonuit MmoaubgedoBokucanit mo I'OCT 3765, BoaHbiii pactBop
KoHueHTpanuei 40 r/am3, |

Kanuit cypbMSIHOBUHHOKHMC/IBIA, BOAHBIH PACTBOP KOHHEHTpauueh
3 r/om3, A

Cnupt uzoamumaossiit mo FOCT 5830.

Kucqaora aszotrnas oco6o# uucrorsl mo F'OCT 11125,

CMech a30THOIt H CONSHON KHCJIOT: TOTOBAT Tepe yHOTp66ﬂ8HHEM

cMellHBaHueM 00bEMOB KHCJOT, B3ATHIX B OTHOIIEHHH | :

3.3. Tlposenenne aHaau3a

3.3.1. Hapecky raanus Maccoit 1 r paCTBopHIO’I‘ KaK VKa3aHo B
n. 22.1 non 3.32. -

3.3.2. HaBecky raanusi Maccod 1 r momewarnoT B KBapUeBHH CTa-
KaH, NMPHJINBAIOT O CM® pacTBOpa COJSIHOH KHCJOTH KOHLEHTpalHei
6 Moab/AM3, OTOJACKUBAIOT MeTaJjJ, KHCJIOTY OCTOPOIKHO CAWBAIOT W
oT8pacHBAIOT.

B crakan mpuausamt 10 cM® CMecH KHMCJOT, HaKPLIBAlIOT YaCOBLIM
CTEKJIOM ¥ TPOBOASIT pacTBOPeHHE HABECKH NpH cAaboM HarpeBaHUH.
[Tonyuenusbtit pactrop ynapuBaloT aocyxa. Cyxo# ocTaTOK pacTBOpH-
0T B O CM® COJISTHOH KHCJIOTBI KOHIEHTpauued 6 mMoap/nM3, pacTBoOp
MepeBOASIT B JI€JHTEJLHYIO BOPOHKY, CTAaKaH ONOAACKHBAIOT eule 5 cm?
pacTBopa COJISTHOH KHCJOTHI TOH 2Ke KOHIEHTPalHH, BCE IEPEBOJSAT B
AEeJHTENbHYIO BOPOHKY.

lannnit sxcrparupyior 10 cm® apupa B TedenHe 2 MHH. DKCTpAK-
HUIO NOBTOPSIOT, 3(UPHBEIA ca0H oTOpachBawT, a BOAHYIO ¢a3y mepe-
HOCAT B cTakaH ¥ ynapusalor jocyxa. CyXoH OCTaTOK pacTBOPAIOT B
2 cM® pacTBOpAa COJSHOH KHCJAOTHl KoHLeHTpanueHd 2 MOJb/AM®, pact-
BOP NMEPeBOAAT B HUJMHAP AJAs KOJOPHUMETPHDOBAHHA, CMBIBasf He-
GONBIIKM KOJHUECTBOM BOALI, 3aTeM aolasasior 0,25 cm® pactBopa
MosH6aeHoBOKHCIOTO aMMonus, 0,5 ¢cM® pacTtBopa ackOpOHHOBOH KH-
ciotel, 0,1 ¢M® pacTBopa CypbMSHOBUHHOKHCJIOIO KaJusl, 1OBOIAT BO-
hife)7 06'beM no 10 cm3. Ilocae nobaBieHHd KaXXKAOT0o pPeaKTHBA COAEp-
KHMOe TIIATEJbHO mepeMemnBawTt. [oGaBasiior 1 ¢cM® H30aMHJIOBOTO |
CIIHPTA, BCTPAXUBAIOT B TeyeHue 30 ¢ U CPAaBHUBAIOT HHTEHCHBHOCTb OK-
pacKH OPraHWYeCcKOro CJios CO WKaJod pPacTBOPOB CPDABHEHHsT uYepes
o MuH. OAHOBpEeMEHHO Yepe3 BCE CTAaAWM aHaNu3a HpOBOﬂ.HT JBa KOHT-
POJILHBIX OIBITA.
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3.33.IlpuroToB/eHHe MKAJH CPABHEHUS

B unauHApH AJs KoJopuMeTrpupoBanus ssomaTt 0,00; 0,05; 0,10;
0,15; 0,20; 0,40; 0,60; 1,00 cM? pabouero pacrTeopa (pocepopa (co,u;e XKa-
nrero 1 MKI‘/CM3 (poccpopa) yto coorBerersyer 0,00; 0,05; 0,10; 0 15;
0,20; 0,40; 0,60; 1,00 mxr dochopa. [obaasgioT o 2 cm3 pacTBOpa
COJIAHOM KHCJOTH KOHUeHTpauue#l 2 moun/am3, 0,25 cm? pactsopa,
aMMOHHS MOJHOaeHOBOKucI0rO, 0,5 cM® pacTBopa ackOpOGHHOBOH KHC-
Jornl, 0,1 cM® pacTBopa CypbMAHOBHHHOKHCJOTO KaJids, AOBOAAT BO-
no#t obvem o 10 cm3. llocne nobasaenusi KaXXa0ro peakTHBa COHEp-
- XHMOe TuiaTenbHo NepemelnnBaioT. Jlobasagor I cM® uzoamunaoBoro
CNIHPTA, BCTPAXHBAKOT B TeueHHe 30 c. I/IHTeHCHBHOCTb OKpacKu opra-
HHYECKOTO CJ/1051 IIKaJbl PACTBOPOB CPABHEHHS HCIOJbL3YIOT AN ompe-
AeJIeHUA cpoccpopa gyepes 5 MHH.

4. OBPABOTKA PE3YJIbTATOB

41 MaccoByw poaw docdopa (X) B NPOLEHTAX BHIYHCASAIT WO
cpopMy.ne

X= 1" y0-4
m .
Tae m; — Macca ¢ocgpopa B npobe, MKF,

My, — cpeAHAa Macca (poccpopa B KOHTPOJIbHOM OIKITE, MKT,

m — Macca HaBeCKHU rajjus, r.

4.2. 3a pesysbTaT aHalu3a NPHHUMAIOT cpenHee apmpme'mqecxoe
3HaYeHHE ABYX pe3yJbTaTOB IapaJJesbHbiX onpe,ue.neHHH IIpOBeJIen-
"HBIX H3 OT/eJbHBIX HaBECOK. :

llonyCKaeMbre pacXoXKAEHHA IBYX pe3yJbTaTOB IapaJJesbHblX Oll-
pejeseHUH U ABYX Pesy/bTaTOB aHa/H3a (pasHoCTb GOJbLIETO ¥ MEHb-
lero) c ﬂ,OBepHTEJIbHOI/I BEpOATHOCTbIO P=0,95 npuBesensl B TabJu-
1e.

Maccopas ,udmi docdopa, Y Jonyckaemge pacxoxaenne, %
1.0-10-5 | 0,3-10-5
5,0-10-° 2.0- 10-%

1,0:- 10— 0,3-10-4

HonyckaeMoe pacxoxjaeHHe AJs POMEXYTOUHHLIX MaCCOBBIX ponae#
docdopa paccuuTHIBAIOT METOAOM JIHHEHHOH HHTEPIOJSALHH.

4.3. KoHTposib paBHJLHOCTH aHajJu3a NPOBOAAT METoaOM naoba-
Bok no 'OCT 25086.
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HH®OPMAIIMOHHBIE JAHHBIE

CCBIOYHBIE ~ HOPMATHBHO-TEXHHYECKME  JIOKY-

MEHTDI

O6o3znauenne HTH,

Ha KOTOpHIE AaHa cChljiKa

Homep nyHKTa, paspena

‘TOCT 3765—78
roCT 4198—75
[OCT 5208—81
I'"OCT 5830—79
FOCT 6259—75
'OCT 11125678
[OCT 13637.0—93
['OCT 14261—77
['OCT 201315—88
I'OCT 24104—88
roCT 25086—87
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