Tpymma B59

MEXTOCYITAPCTBEHHUB U CTAHZXIXAPT
BPOH3BI OJIOBAHHBIE
rocTt
Meronp: onpenenenus gocdopa 1953.4—79

Tin bronze. Methods for the determination of phosphorus

OKCTY 1709

Hara seenenna  01.01.81

Hacrosmii ctTannapt ycTaHapIMBaeT (hoToMeTprduecKuii MeToxn onpeneaeHus dpocdopa (ot 0,005 % o
1,2 %) n TuTpumMeTpuueckuii Mmeton (o1 0,3 % mo 1,2 %) B onoBsuubix Gporsax mo F'OCT 5017, TOCT 613
u TOCT 614.

CraHpapt nmosHocThIo cooTBeTcTBYeT CT COB 1531—79.

(A3menennas penakuus, Wsm. Ne 1, 2).

1. OBIIIME TPEBOBAHUA

1.1. O6ume TpebGoBanust Kk meromam aHamus3a — nmo I'OCT 25086 ¢ momonHenuemM mo m. 1.1
I'OCT 1953.1.
(A3menennas penakmus, Msm, Ne 1, 2).

2. POTOMETPUYECKHAM METOJ ONPEJIEJIEHUA ®OCPOPA (ot 0,01 % no 0,5 %)

21. CYmHOCTDh MEeTOIA

MeTton 0CHOBaH Ha 06pa30BaHUH XeATOr0 (HOCHOPHOBAHATUEBOMOTUOACHOBOTO KOMIUIEKCA H H3MEPE-
HHM €T0 ONTHYCCKOM ITOTHOCTH.

22. AnmapaTtypa, PEaKTHBB M PacTBOPH

DOTOEKTPOKOTIOPUMETP WIH CIIEKTPOPOTOMETP.

Kucnora consinast mo I'OCT 3118.

Kwucnora asotHas mo TOCT 4461 u pas6asnennas 2:3, 1:1 u 1:5.

Kucnora 6opnast o TOCT 9656, pacrsop 40 r/am>.

Ammuak Boausiii mo F'OCT 3760.

Kanwuit mapranuoBokucsiii mo FOCT 20490, pactsop 10 r/am3.

CMeCh KHCJIOT IsL PACTBOPEHHS TOTOBSIT CACAYIOIMM 00pa3om: 320 cM? KOHLEHTPUPOBAHHOM a30THOIM
KMCIOTHI M 120 cM> constHOlM KMCOTH pas6asisioT Bopoi 1o 1000 cm3.

AMMOHMIT BaHanneBOKUCEIH MeTa o 'OCT 9336; rorossr ciemyonmmM o0pa3oM: 2,5 r BAHaMEBO-
KHCJIOTO aMMOHHS pacTBopsioT B 500—700 cm? ropstueil Boasl B MEPHOi KOG BMECTHMOCTBIO 1 M3,
PacTBOp OXJIAXIAIOT 1O KOMHATHOM TEMITEpaTypsl, MpuoasmsiorT 20 ¢M> a30THOM KUCJIOTHI, JOJIUBAIOT 10
METKH BOJIOM, MEPEMEIIMBAIOT U (DUILTPYIOT.

AmMmonmit MOOaeHOBOKHUCEIH 10 T'OCT 3765, mepeKpuCTa/uIH30BaHHBIM U3 CIIMPTOBOTO PacTBOPA,
CBEXENMPUTOTOBIEHHBIH pacTBop 100 r/aM® (IEepeKpUCTAINIM3ALMIO MOTHOAECHOBOKHMCIIOTO AMMOHMS TI0
T'OCT 1953.9. OnpeneneHue KpeMHHS).

Bomopona mepekuch (mepriuapons) mo F'OCT 10929, 3 %-Hetit pacTBOp.

H3aanue opummansaoe ITepeneyaTka Bocmpemena
*
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Kanuit dhochopHokuc:bnii onHoszamerneHHbIi mo F'OCT 4198.

CrangaprHeie pacTBOphI (hocdopa rotosaT cienytoimm oopasom: 0,4395 r onHO3aMeIEHHOTO pocdop-
HOKHUCIOro Kayust i (,4586 1 nBy3amenieHHOro (pochOpHOKHCIOrO HATPHUSA (IIPEIBAPUTEBHO BEICYLLIEHHBIX
mpu 105 °C 10 TOCTOAHHOI  MAacchl)  IMOMEINAIOT B MEPHBIE  KOJAOBI BMECTMMOCTBIO 250 cm?
(pactBOp A), 500 cM3 (pactBop B) m 1000 cM? (pacTBop B), pacTBOPSIOT B BOJIE, AOAUBAIOT BOIOM JO METKU
U TTePEMEIIIUBAIOT.

PactBop A comepxur 00,0004 r pocdopa.

PactBop b comepxur 0,0002 r docdopa.

PactBop B comepxur 0,0001 r docdopa.

23 IIpoBegenune aHaausa

2.2—2.3. (U3menennas penaxuus, Mam. Ne 1).

2.3.1. HaBecky Gpon3sl Maccoit 1 r mpu MaccoBoii none docdopa or 0,005 % 1o 0,1 % nomeiaoor B
CTaKaH BMECTUMOCTRIO 250—300 cm3, no6asmsmior 20 cM> cMecH KUCTIOT LI PaCTBOPEHIS, CTAKAH HAKPHIBA-
10T YaCOBBIM CTEKJIOM M PACTBOPSIIOT CHavYajIa Ha XOJIONY, a 3aTeM IIPU HarPeBaHUH [0 TIOTHOTO PACTBOPEHUS
mpo6el. K pacTBopy npuamBaior 1 ¢cM3 mepeKucH BOAOPOAA, HATPEBAIOT 4O KUIICHUS M KHUITATAT 3 MHH IO
VAATEHUS OKHCIIOB a30Ta (HE CIEAyeT QOMyCKATh OYPHOTO U JIMTEILHOTO KMIIEHUS pACTBOPA).

CTeHKM CTaKaHa M CTEKJIO OIOJACKUBAIOT BOMOM, npumBaloT 10 cM? pacTBopa BaHaIMEBOKKCIIOTO
amMmoHus, 10 cM> pacTBOpa MOMUMGAEHOBOKHCIOIO aMMOHMS, XOPOLLO TIEPEMEILMBAIOT, OXIAKIAIOT U IIEPEBO-
ST PacTBOP B MEPHYIO KOJIOY BMECTUMOCTBIO 50 ¢M3, IOJIMBAIOT O METKH BOJOM M IEPEMEIIUBAIOT.

OnTHYeCKyI0 IUIOTHOCT PacTBOPA U3MEPSIOT Ha (hOTOIEKTPOKOIOPUMETPE ¢ CHHUM CBETO(DMIBTPOM B
KIOBETE C TONIIIMHON MOTIOLIAIOIIETO CJI0S 3 CM MJIH Ha CITEKTPOGOTOMETPE B KIOBETE IMOIIOLIAIOLIETO CIIOS
1 cM Tipu AytMHE BOJIHEL 440 HM.

B kauecTBe pacTBOpa CpaBHEHUSI UCTIONB3YIOT PACTBOP TOTO Xe 00pasiia, TOJBKO Oe3 106aBeHHS BaHa-
JIHEBOKHMCIIOTO AaMMOHMS ¥ MOJIMOIEHOBOKHCIIOTO AMMOHMSL.

2.3.2. Ilocmpoenue epadyupoeouroeo epagura

B MepHbIe K0A6E BMECTUMOCTBIO TI0 50 cM? momemator 0; 0,5; 1,0; 2,0; 4,0; 6,0; 8,0; 10,0; 12,0 u
14,0 cm3 crangapTHOro pactsopa B docdopa u 15 em?® emecu kucnor, 1 cM? nepekucu Bogopona. Jlanee aHanus
TIPOBOMSAT, KaK yKa3aHo B I1. 2.3.1. ITo moy4eHHBIM JAHHBIM CTPOSIT TPAIyHPOBOYHEIM IpaduK.

OnTHYeCKyI0 TUIOTHOCTH PACTBOPA U3MEPSIIOT OTHOCUTEJIBHO PacTBOpa, He cofepxaitero dhocdopa.

2.3.1, 2.3.2. (M3menennan penakuusa, Mam. Ne 1, 2).

2.3.3. HaBecky OpoH3bl Maccoii 0,5 r mpu MaccoBoii noje docdopa coitie 0,1 % noMeaoT B cTakaH
BMecTUMOCTBRIO 100 cM3, no6aengior 20 cM3 cMecH KUCIOT [Jisl pACTBOPEHHS M YMEPEHHO HATPEBaIoT 0
MOMHOTO pacTBopeHHs. J06aBnsaioT 1 ¢M3 pacTBopa MepeKucH BOIOPOAA M OCTOPOXKHO KHIATAT 3—5 MHUH,
nsberast 6ypHOro M MpOAODKUTENRHOTO KUTIEHHUS. 3aTeM J00aBaaioT 10 cM? pacTBOpa BaHAAMEBOKUCIIOTO
aMMOHMUS, OXJIAKAAIOT, MEPEHOCAT B MEPHYIO KONGY BMECTMMOCThIO 100 cM3, noGasnsaior 10 ¢cM? pacTBopa
MONMMOIEHOBOKUCIOTO aMMOHMS, JOJIMBAIOT BOMOI 0O METKU U MepeMeluuBaT. Yepes 5 MMH U3MeEpSIOT
OMNTHYECKYIO IVIOTHOCTh PACTBOPA Ha (hOTOIIEKTPOKONIOPUMETPE C CHHHM CBETODHIBTPOM HWIH Ha CIIEKTPO-
dbotoMerpe Tipy [THHE BOMHEBI 470 HM B KIOBETE C TOMLLIMHOMN MOMIOLLAIONIETO ¢iost 1 cM. PacTBopoM cpaBHe-
HHS CJIYXHT PacTBOP MPOOBI, B KOTOPEIi HE TO0ABJIAIOT PACTBOP MOJMOICHOBOKHCIOTO AMMOHHS.

2.3.4. Ilocmpoenue 2padyupoeounozo epagura

B mecaTh cTakaHOB BMECTUMOCTHIO 1o 100 cM? moMerualor 1o 0,5 r Meou M B BOCEMb M3 HHX JOOAB/IIOT
1,0; 2,0; 3,0; 5,0 u 10 cM? crangapTHOTO pacteopa b; 8,0; 10,0 u 15,0 cM3 cTanmapTHOro pacTeopa A.

Bo Bce cTakaHbl 10GaBnaAgIoT 1o 20 cM>3 cMecH KMCMIOT M Jajiee MOCTYNAloT, KaK yKasaHo B . 2.3.3.
PacTBOpOM CpaBHEHHS CIIyXXMT PacTBOp, HE coaepxaluuii pochopa.

o mosryyeHHBIM TAHHBIM CTPOST IPafyMPOBOYHBII rpaduk.

2.3.3, 2.3.4. (Beenennl Aonoauureanno, Msm. Ne 1),

24. O6paboTKa pe3ynbTaToOB

2.4.1. Maccosyio nomo docdopa (X) B porieHTax BEIYUCISIOT MO hopMyJie

m - 100
X= —
rae m, — Macca ¢pocdopa, HalIeHHas 1o rpagyMpOBOYHOMY IpadHKYy, I;
m — Macca HaBeCKH OpOH3BI, T.
2.4.2. PacxoXIeHHUs pe3y/IbTaToB MapaUIebHEBIX ONpeaeieHHI He JOJDKHBI MPEBHIILATH 3HAYCHUH J10-
IyCKAeMBIX PACXOXAEHHMIT (d — MmoKa3are/b CXONMMOCTH MPH 1 = 3), YKa3aHHBIX B TAOMHLIE.
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Maccosas gons docdopa, % d, % D, % Maccosas gons docdopa, % d, % D, %
Ot 0,005 mo 0,01 BximI0Y. 0,001 0,001 Or 0,1 mo 0,2 BKmou. 0,01 0,01
Cg.0,01 » 0,02 » 0,002 0,003 Cs. 02 » 05 » 0,02 0,03

» 0,02 » 0,05 » 0,003 0,004 » 0,5 » 0,8 » 0,03 0,04

» 0,05 » 0,10 » 0,005 0,007 » 0,8 » 1,2 » 0,05 0,07

(A3menennas penakmaa, Mzm. Ne 2).

2.4.3. PacxoXaeHMs pe3yJIbTaTOB AHAIM3Aa, MOMYYEHHBIX B ABYX Pa3JMYHBIX Ta00OpaTOPHSIX, WIH ABYX
Pe3yAbTaTOB AHAIM3Aa, MOAYYCHHEIX B OAHOI JTJAOOpaTOPUH, HO MPH Pa3TUYHBIX YCIOBUAX (D — moKa3aTenb
BOCITPOU3BOIUMOCTH), HE JOJDKHEI PEBBIIIATH 3HAUYCHHI, YKa3aHHBIX B TA0JIMIIE.

2.4.4. KOHTpPOJIb TOYHOCTH PE3YILTATOB aHAM3a MPOBOAIT IO I'0CyIapcTBEHHBIM CTAHIAPTHHIM 00pas-
11aM OJIOBSTHHEBIX OpPOH3, BHOBb YTBepXIeHHBIM Mo T'OCT 8.315, wiu MeTonoM 106aBOK WIH COMOCTARICHHEM
Pe3y/IbTATOB, IMOJIyYCHHBIX THTPHMETPHYECKUM MeTOnOM, B cooTBeTcTBHM ¢ 'OCT 25086.

2.4.3, 2.4.4. (Beenennt nonomarebno, Msm. Ne 2).

3. TATPUMETPUYECKAN METOJ ONIPEAEJEHUA ®OCPOPA (ot 0,3 % no 1,2 %)

3.CYmHOCThr ME€TOIA

Merox ocHOBaH Ha ocaxaeHuu dhocdopa B BuIe dochopomMonbaaTa aMMOHHUS, PpACTBOPEHUH OCAZIKa B
TUTPOBAHHOM PACTBOPE IIEIOYM M TATPOBAHUH H30BITKA €€ PACTBOPOM KHCJIOTHI.

32. PeakTUBH M pPacTBODPEH

Kucnora asorsas mo 'OCT 4461 u pasoaenenHas 1:1.

Kucnora consnas no TOCT 3118 u pasz6asnenHas 1:1 u 0,1 monn/am>.

Kucnora 6pomucrosonopomnast mo F'OCT 2062.

Kucnora masenesast mo TOCT 22180.

CMech KHCIIOT TS paCTBOPEHHSI, CBEXEMPUTOTOB/IEHHAS, TOTOBAT CJICAYIOLIMM 00pa3OM: CMEIHBAIOT
OIUH 00bEM a30THOM KMCIAOTHI M TPH 00BEMA COISTHOM KUCJIOTHI.

Kucnora mwasenesas 0,05 Moab/AM> pacTBOp; TOTOBAT CHEAYIOIMM 06pasom: 6,3034 T maseneBoit Kuc-
JIOTBI, TIPEABAPUTENBHO BHICYIIEHHON npu 105 °C, MOMEINAIOT B MEPHYIO KOJOY BMECTHMOCTBIO 1 M3,
pactBopsoT B 100 cM>? BOABI, JOMMBAIOT 1O METKH BOJOH M IIEPEMELIMBAIOT.

Ammuak Bogusrii mo T'OCT 3760.

Kanuit MmapranioBokucisiii mo TOCT 20490, pactsop 40 r/nm>.

Kanuit asotucTokucisiii no FTOCT 4144, pactsop 50 r/am3.

Kanuit azorHokuchsiii mo FTOCT 4217, pacteop 20 1/mm3.

AmMoHU# a30THOKMCEI 110 T'OCT 22867.

AmMoHmiT MonmuOaeHOBOKMC b 110 TOCT 3765,

PacTBOp MOTMOIATHOTO peareHTa; rOTOBAT ClieAyIoIMM 00pa3oM: 80 r MOTMOICHOBOKHCIIOTO AMMOHHUS
PacTBOPSIOT Ha Xoymomy B 640 ¢cM? Bombl, K KOTOpO# mo6aBneHo 160 ¢cM? aMMuaka, U pacTBOP BJIAMBAIOT
TOHKOM CTpyed IMpU MOCTOSHHOM MEPEMELIMBAHUM B CMECh, cocTosIIyo u3 720 cm® Bogsl u 480 cm?
KOHLIEHTPHUPOBAHHOI a30THOM KHUCJIOTHI, M TiepeMeInmBaloT. Yepes 3—S5 nHei pacTBop OTOWIETPOBLIBAIOT.

Crpr 3THIOBEI peKkTHuKOoBaHHbBII Texuuyeckuit mo F'OCT 18300.

®enongdranens no HJI, pacteop 10 r/nM? B 3THIIOBOM CIIUpPTE.

Hatpus ruapookuck mo TOCT 4328, 0,1 Momb/AM? pacTBOP; TOTOBAT CASAYIONIMM 00pa3oM: 4 T THAPO-
OKMCH HATpHs TIOMELIAIOT B CTaKaH BMeCTUMOCTHIO 300 cM>, pacTBOPSIOT B MPOKMUITSIYEHHOM BOIE, OXIAX/A-
10T, IEPEHOCAT B MEPHYIO KOIOY BMECTUMOCTRIO | M3, IOMMBAIOT 10 METKH BOAOH U MEPEMEIIHBAIOT.

VcraHoBKa K03(DOHUIIHEHTa MOIIPHOCTH PaCTBOPA THAPOOKKMCH HATpus 25 cm> 0,1 Moms/mM? pacTBopa
TUIPOOKUCH HATPMS IIOMEINAIOT B KOJNOY BMECTUMOCTRIO 250 cM?. JloGasnsior 2—3 Kam QeHoAdpTIEnHa, U
MOCTOSTHHO IepeMemuBast, TuTpyioT 0,05 Moib/IM? PacTBOPOM IABENEBOI KHUCIIOTH 0 06ECIIBEUNBAHMS

pacTBopa.
KoadbduimeHT MOMIPHOCTH THAPOOKUCH HATPUS BEIYMCIISIOT ITO (hopmyJie
v
K= 25>

rae V' — o6nem 0,05 Mosb/mM? pacTBOpa IABEIEBOM KUCIIOTHI, H3PACXOMOBAHHEII HA TUTPOBAaHUE, CMS.
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33.MIpoBenenune aHanausa

Hapecky cruiapa Maccoii 1 r MOMELIAloT B KOHMYECKYIO KOOy BMECTHMOCTBIO 250 M3, NOGABIAIOT
20 ¢cM? cMeCH KHCIIOT, HAKPHIBAIOT YAaCOBBIM CTEKJIOM H PacTBOPSIOT IIPU HAarpeBaHuu. CTEKIIO ONOJIACKUBAIOT
KOHLIEHTPHPOBAHHOM COMISTHOM KMCIOTOM, PacTBOP YHAPUBAIOT 10 00beMa 2—3 cm?, nobasmsmor 10 cm3 6po-
MMCTOBOIOPOIHOM KMCJIOTHL M BBIMAPHBAIOT AocyXa. B kon6y no6asisior 10 cM3 KOHLEHTPUPOBAHHOM COJISI-
HOWM KHC/IOTHl U BHOBb BEINIAPMBAIOT JOCYXa. BeimapuBaHHe ¢ KOHIEHTPUPOBAHHOM COMSIHOM KUCIOTOM TOBTO-
pa10T 3—4 pasa ayist OAHOro yaaneHus onosa. K cyxomy octatky noGasnsior 10 ¢cM3 COMSHOM KUCOTEI,
pas6aeieHHoii 1:1, no6asmsnor 80—100 cM3 Bons! M HarpepaioT 10 60—70 °C ps pacTBopeHus cosneii. JIo6as-
JIAIOT paCTBOP MAapTaHIIOBOKHCIIOTO KAJIMS IO BHITANEHHS 0CalKa IBYOKHCH MapraHIla, TPWIMBAIOT MO Kar-
JISIM PacTBOP a30THCTOKMCIIOTO KAIUA 4O HCUE3HOBEHHS OCalKa ABYOKHCH MapraHia. 3areM nodasmsior 10 r
a30THOKHMCJIOTO aMMOHMS M 30 cM3 pacTBOpa MOMOAATHOTO PEareHTa, XOPOILO MEPEMELIMBAIOT 3—35 MUH JI0
BBIMAZICHUS XKeNTOro ochopomMonnbaaTa v OCTABISIOT CTOSTh HA HOYb.

Ocanok oThUIETPOBHIBAIOT HA TJIOTHBIM GUIBTP ¢ PUABTPOOYMaxXHOM Maccoil. CTakaH U OCaOK Ha
GuabTpe MPOMBIBAIOT PACTBOPOM a30THOKHCIOTO KIS 10 HCUE€3HOBEHMSI KUCION peakimM (Impoda 1mo WHAU-
KAaTOpHOM OyMare) WM MOCTYNAoT CJAEAYIOLIMM 06pa3oM: B MPOGUPKY moMemaoT 1—2 cM3 GpumbTpaTa,
2—3 xarumm pacTBopa (heHoNbTaNenHA U KaIUTIO pacTBOpa THAPOOKKUCH HaTpusi. PO30Bast OKpacka CBHAETENb-
CTBYET O IIOJIHOTE IIPOMBIBAHHS OCA/IKA.

ITpoMBITEIIE  OCAflOK MEPEHOCAT B KOJIOY, B KOTOPOH MPOBOJWIOCH OCAXACHUE, PACTBOPSIOT B
0,1 MosB/AM> pacTBOPE THAPOOKKMCH HATPHS, Pa3MEJIbYaIoT PUILTP MEpeMEIIMBAHMEM, TOOABISIOT 3—5 Ka-
TIeh pacTBOpa (heHoNdTaIenHa U OTTUTPOBHIBAIOT H30BITOK THAPOOKUCH Hatpus 0,1 H. pacTBOPOM COJSTHO#M
KHCJIOTHI 10 00CCIIBCUMBAHKS PACTBOPA.

3.2, 3.3. (M3menennasn penaxmusi, M3m. Ne 2).

34. ObpaboTKa pe3yabTaToOB

3.4.1. Maccogyio nomo dochopa (X) B MPpOLEHTAX BEIYHCIITIOT IO (hopMyJie

Y UK -V T
m
rae ¥, — oobem 0,1 Monb/aM® pacTBOpa TMAPOOKMCH HATPHA, CM?,
¥V, — o6wem 0,1 MoIB/IM® PacTBOpa COMSAHON KMCJIOTHI, M3PACXONOBAHHEIA HA THUTPOBAHME HM30BITKA
TUIPOOKHMCH HATPUS, CM>;
K — x03¢huiineHT HOpMaTBHOCTH PacTBOpa THAPOOKHUCH HaTPUST;
T — tutp 0,1 Mmons/aM® pacTBOpa THApOOKMCcH HaTpusi, paBHbIi 0,000135 r/cM® dhocdopa;
m — HaBecKa CIIaBa, T.

(M3menennas penakmus, Msm. Ne 1),

3.4.2. PacXOXIOEHHS pPe3y/IbTATOB MAPAIIEIBHEIX OIPEACICHHI HE TOJDKHBI IIPEBAIILATE JOIYCKAEMBIX
pacxoxmeHwuii (d — moKa3aTeIb CXOMUMOCTH TIpH # = 3), yKa3aHHEIX B TabJIuIIE.

(A3menennasn pexakmus, M3m, Ne 2).

3.4.3. PacxOXaeHUs pe3yNbTaTOB aHATU3a, MOJTYYSHHBIX B IBYX Pa3THUHbIX JJA00PaTOPUSX, I IBYX
Pe3y/NbTaTOB aHAIK3a, MOYYSHHEIX B OOHO¥ 1abopaTopyu, HO TIPU Pa3IMYHBIX YCI0BUsX (D — mokazaTesb
BOCIIPOM3BOIUMOCTH), HE JOJDKHBI IIPEBHILIATE 3HAYCHHI, YKA3aHHEBIX B TA0JIHIIE.

3.4.4. KOHTPOJIb TOYHOCTH PE3Y/IBTATOB aHAIM3a MPOBOAST 0 ['0CynapcTBeHHBIM CTAaHAAPTHRIM 06pa3-
1IaM OJIOBSIHHBIX OpOH3, BHOBB YTBepXIeHHEIM 1o I'OCT 8.315, uiau conocTaBaeHHEM pe3yabTaTOB, MOy~
YeHHBIX (DOTOMETPHIECKUM MeTOIOM, B cooTBeTcTBHM ¢ TOCT 25086.

3.4.3, 3.4.4. (Beegens 1onoaHATENbHO, M3M. Ne 2).

b
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