pynna B59

MEXTITOCYOIAPCTHBEMHH bl 1 CTAHOAPT

BPOH3bl XKAPOINMPOYHbIE

MeTogab! onpegeneHns »xenesa rocT
23859.5-79
Bronze fire-resistance.
Methods for the determination of iron

OKCTY 1709

MocTtaHoBneHWem ocypapcTBeHHoro komuteta CCCP no ctaHgapTam oT 16 okTa6pa 1979 r. Ne 3937 cpok BBefeHus
yCTaHOB/IEH
¢ 01.01.81

OrpaHuyeHne cpoka AeiicTBMA CHATO Mo npotokony Ne 5—94 MexrocygapcTeeHHoro CoBeTa Mo CTaHZapTu3auuu,
meTponorumn n ceptudmukaumum (MY C 11-12—94)

HacToswum cTaHAapT yCTaHaBMBaeT (POTOMETPMYECKUE METO/b! OMpeaeneHus Xenesa (Npu Macco-
BO fone xenesa o1 0.01 go 0,08 %) B )XaponpoyHbIX MefHbIX Cr/laBax.
(M3veHeHHan pepgakums, sm. Jle 1, 2).

1 OBLWWME TPEBOBAHUA

11 O6wwme TpeboBaHMs K MeTogam aHanmsa —no [OCT 25086—87 c [JOMOMHEHMEM MO
FOCT 23859.1-79, pasa. |.
(M3meHeHHas pegakums, 3m. Ne 2).

2. ®OTOMETPUYECKWIA METO/, OMPEAENEHNA XENE3A
C NMPMUMEHEHMEM 1,O-®EHAHTPOJIMIHA WA 2,2'-0NTTNPNAONNIA

2.1. CylHoCTb MeToNMa

MeToz 0CHOBaH Ha NpefBapuTe/lbHOM BbIJENIEHNM Xefe3a COOCaKAEHVEM C TMAPOOKNCHIO alOMUHUA
n obpaszosaHun xxenesom (I1) okpaweHHoro komnnekca ¢ 1,10-heHaHTPONIMHOM WUAN 2,2'-AHNUPUANANIO.M
npu pH 5 B MNpWCYTCTBMM CONMSHOKWUCIOTO TFUAPOKCUIaMMHA U W3MEPEHUWN OMTUYECKON NAOTHOCTU
pacTsopa.

2.2. Annaparypa, peaKTViBbl 1 PacTBOPbI

D OTO3NEKTPOKONOPU METP UK CMEKTPOOTOMETP.

Kucnota cepHas no FOCT 4204—77 v pa36asneHHas 1:1.

Kucnota consiHas no MOCT 3118—77. pa3basneHHas 1:1.

Kucnota asoTHast no FOCT 4461—77, pa36asneHHas 1:1.

Kucnota ykcycHad no FOCT 61—75.

Ammuak no MTOCT 3760—79, pasbasneHHbIii 11 n 1:100.

HaTpuii ykcycHokucnblii no FOCT 199—78.

CnupT 3TUNOBbIA peKTUGUKOoBaHHbIA no MOCT 18300—387.

deHonTanemH no TY 6—09—5360—87, pacTBop B aTunoBom cnupte, 1r/gm3.

AMMOHNIA-aIFOMUHNIT CEPHOKUCALIA (antoMo-aMMOHMIAHbIE KBacLbl) no FTOCT 4238—77, pacTBop:
10 r kBacu0B pacTBopsAlT B 1amM3 Boabl ¢ gob6aBneHemM 10 cM3 KOHLEHTPUPOBAHHOM CEPHOW KUCNOTbI.

MmgpokcunaMuH consiHokucnbld no MOCT 5456—79, pacteop 10 r/gM3, CBEXENPUTrOTOBNEHHbINA.

W3gaHve oduumanbHoe MepeneyaTka BOCMpeLLEHa

M3ganune ¢ MameneHnamu Ne |, 2. yTBep>KAeHHbIMKU B UtoHe 1985 r., mapTe 1990rT.
(MyC 9-85. 7-90).
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1.10-theHanTponmH rugpoxnopug, pacteop: 1,5 r 1.10-hcHaHTponMHA pacTBOPSIOT, HarpeBas B
Heb0/bLLOM KO/IMYECTBE BOAbI C HECKO/IbKMMU KanasiMu COMSHON KUCNOTbI, U pa3baBnsaoT Bogoh Ao 1am3.
CoxpaHsAloT B TEMHOM COCY[E.

2,2'-gHnupugun. pacteop: 1,5 r 2,2'-gHnmpmanna pactBOpsOT B HEOONLLIOM KOMYeCTBE BOAb! MpU
HarpeBaHun c [06aBNEHMEM HECKOMbKUX Kanesb COMSHON KUCNOTbl U pa3basnstoT Bogoh ao 1 am3.
CoxpaHsAloT B TEMHOM COCY[e.

BytepHbIii pacTBOp; FOTOBAT CledytowyiM 06pa3oM: 272 T YKCYCHOKMCNOrO HaTpus pacTBOPAIOT B
500 cm3 BoAbl, NpubasnaoT 240 cM3 YKCYCHOW KMCNOTbI, PUALTPYIOT M JONMBAIOT BOLON f0 1aM3.

CMecCb peakTVBOB CBEXENPUroTOBNEHHAA: OAHY 4acTb pacTBopa COMIAHOKMC/Oro rmapoKcuiammnHa
CMELLMBAIOT C 0fHOM YacTbio 1.10-heHaHTponMHa uan 2,2'-aunupuanna u ¢ Tpems vactamu 6ydepHoro
pacTsopa.

CTaHfiapTHble pacTBOPbI XKenesa.

PactBop A. 0.5025 r cTaHAapTHOro o6pasua ctanm HU3KoyriepogncTon Ne 126 nnn kap6oHUILHOTO
Xenesa pacTBopsatoT B 20 CM3 a30THON KUCNOTbI. [MONyYeHHbIA pacTBOP KUNATAT A0 YAaNeHUs OKUCN0B
a30Ta, OX/IAKAAIOT, MEPeBOAAT B MePHYH K06y BMEeCTUMOCTbiO | AM3, [0MMBalOT A0 METKM BOAOW W
nepemetumnsatoT. 1cm3 pactsopa A cogepxut 0.0005 r xenesa.

Pacteop B. 10 cm3 pactBopa A MOMELLIAKT B MEPHYH Konby BMecTumocTbio 100 cm3 fonmBaroT o
MeTKMN BOJON 1 nepemewwnBatoT. 1cm3 pactBopa b cofepxmt 0.00005 1 >xenesa.

(M3meHeHHas pegakums, 3m. \b 1).

2.3. TMposefeHve aHanmza

2.3.1. Ana 6poH3, cofepXaLlnx XpoM

HaBecky 6poH3bl Maccoid 11 npu cogepxxaHuu xenesa oT 0.01 go 0.03 % u 0.5 r npu maccoBoii gone
xenesa ot 0.02 go 0,08 % nomellaldT B MAATUHOBYHO YallKy, fo6asnatoT 10 cM3 a30THOW KWUCNOTbl U
2—3 cM3 (hTOPUCTOBOOPOSHOW KNCNOTbI 1 PacTBOPAKOT MpW HarpeBaHuW. [locne pacTBOPEHWS HaBECKU
pacTBop oxnaxgatoT, fo6asnstoT 10 cM3cepHOli KMCNOThI, pa3baBneHHON 1.1 1 ynapyBatoT L0 NOA&JIEHNS
6en10ro AbiMa CepHO KMCNOTbI. YallKy OXNaXAaroT, OCTOPOXHO OMOJIACKMBAIOT CTEHKM YallKu BOAOW 1
pacTBOPAIOT OCTATOK B BOAE MPW HarpesaHWW. PacTBOp NepeBOAAT B CTakaH BMeCTUMOCTbIO 250 cM3,
pa3baBnsaT BOAOK [0 ob6bema 150 cm3, npubaBnaoT 5 cM3 pacTBopa antoMO-aMMOHUIHBIX KBaCLOB W
ammuaka, pasbasneHHoro 1:1, 1o 06pa30BaHNsA PacTBOPUMOIrO CUHEr0 KOMMJeKkca Meaun. PacTeop Bblgep-
XnBatoT npy 60 ‘C Ana Koarynaumum ocafka rugpooKuceid xenesa v antoMUHMA. BbigenmsLumiics ocagok
OTQU/ILTPOBBLIBAIOT HA (WULTP CPeAHeld MNOTHOCTM, CTakaH W 0CafoK MPOMbIBAIOT rOPSYMM pPacTBOPOM
ammMmaka, pas6asneHHbIM 1:100. Ocafok pacTBOpsAOT B 10 cM3 ropsyeil CONAHON KUCMOTbI B CTakaHe, rae
NMPOBOAMNOCE OCaXeHWe, GUbTP TWaTebHO NPOMbIBAOT FOpAYell BOAOV VM BHOBb NPOBOLAT OCaXAeHMe
rugpookucein. Ocafok OT(MALTPOBLIBAIOT, MPOMbIBAIOT rOPAYMM PacTBOPOM aMMuaka, pa3basieHHbIM
1:100, pacTBopstoT B 10 cM3 ropsyeil CONAHON KUCNOTbI, U GUALTP NPOMbIBAIOT ropsyeil BOAON B CTaKaH,
rfe NpoOBOAMNOCH OCaXeHWe. HarpesatoT [0 paCTBOPEHUS OCafika, PacTBOP ynapueatoT 4o o6bema 40 cm3,
nepeHoOCAT B MepHyt Konby BmecTumocTbto 100 cm3 m gonmeatoT Bogoi Ao 50 cm3. 3atem pacTsop
HelTpan3ytoT aMmMunakoMm, pasbasneHHbIM 1:1, no heHondTanenHy, npnbasnAoT 1cM3CONSHON KNCNOTbI
n 25 cM3 CMecu peakTVBOB, AO/MBAIOT A0 MeTKM BOLON M nepemelumBatoT. Yepe3d 30 MUH M3MepsaoT
ONTWYECKYH NAOTHOCTb HAa CMEKTPOPOTOMETPE B KIOBETE C TO/MLMHOWA noraowiaroLlero cnos | cm npu
510 HM MM Ha (POTO3NEKTPOKONOPUMETPE C 3e/IeHbIM CBETO(UNLTPOM. PacTBOPOM CPaBHEHUA CIYXWT
pacTBOp KOHTPOJIbHOIO OMbITa.

(M3meHeHHasA pepakuys, M3m. Ne 1, 2).

2.3.2. ina 6poH3, He coaepXaLimx Xpoma

HaBecKy 6poH3bl Maccoit 0,5 I momeLuatoT B CTakaH BMECTUMOCTbIO 250 cM3, HaKpbIBAKOT 4acOBbIM
CTeKN0M, f06aBnsAt0T 15 cM3 a30THOWM KMCNOTbl U OCTOPOXXHO PacTBOPAOT NpW HarpeBaHWU. CTakaH C
pacTBOPOM OX/&XAAOT, OMONACKMBAKOT CTEHKM CTakaHa M CTeKNO HebOoMbLIMM KOMMYECTBOM BOAbl U
pacTBop pa3baBnaT BOAOM A0 obvema 150 cm3 MpubaBnsloT 5 cm3 pacTBopa antoMO-aMMOHMUAHBLIX
KBacvOB 1 fanee NOCTyNnatoT, Kak ykasaHo B . 2.3.1.

(M3meHeHHasn pepakupms, M3m. Ne 1).

2.4. TlocTpoeHWe rpagyvpoBOYHOIO rpadimka

B MepHble Konb6bl BMecTUMOCThI0 No 100 cm3 npunusatoT nocnegosatensHo 0; 0.5; 1,0; 2.0; 4,0; 6.0;
8,0 cm3 pacTBopa b enesa, fonnBardT BogoM A0 50 cm3, nmpunmBatloT 2—3 Kanau pacTteopa eHondra-
NevHa W HeNTpaM3yloT ammuakoMm, pasbasneHHbiM 1.1 [lanee aHanv3 BefyT, Kak ykasaHo B n. 2.3.1.
PacTBOpOM CpaBHEHMA CAYXWUT PacTBOP, He COAepXalLuii enesa.

(M3meHeHHas pegakums, 3m. Ss 1, 2).
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2.5. O6paboTKa pe3ynbLTaToB
2.5.1. MaccoByto fonto xenesa (J1) B npoueHTax BbIYUCAAOT Mo hopmye

y_ T 100
T, 1

rge T — Macca Xerse 3a, HalifleHHasl Mo rpajgyvMpoBOYHOMY TFpadiuKy,r;
OT, —Macca HaBeCKMW.T.
2.5.2. Pacxox/eHus pesynbTaToB TPEX MapansiefibHbiX OnpeaeneHuii He AO/MKHbI NPEeBbILLATL 3Haue-
HUIA fonyckaeMbIx pacxoxzaeHuii d (d —mnokasaTesb CXO4UMOCTH), BbIYUC/EHHBIX MO dopMye

d = 0.002 + 0,04*,

rge * —maccosas fioNs Xenesa B crnnase, %.

(M3MeHeHHan pepakuysa. M3m. 4° 2).

2.5.3. PacxoxfeHns pesynbTaToB aHann3a, NOMyYeHHbIX B [BYX Pas/MUHbIX 1abopaTtopusx, Uam AByx
pe3ynbTaToB aHann3a, NonyyYeHHbIX B O4HON N1abopaTopum, HO NPU pasnyHbIX ycnosuax (D—nokasaTenb
BOEMPOU3BOAMMOCTH), He LO/DKHbI MPEBbILLATb 3HAYEHWI, BbIYMCIEHHbIX MO (opmyne

D = 0,003 + 0.05*.

rfie * —maccoBas [JoNs Xenesa B crnase. %.

2.5.4. KOHTPO/Ib TOYHOCTW pe3y/bTaTOB aHajm3a NPOBOAAT MO [OCYAapCTBEHHbIM CTaH4APTHLIM
obpasuam XaponpoyHblX (XPOMUCTbIX) 6POH3 WM MeTOAOM [A06aBOK WM CPaBHEHUEM pe3ynbTaTos,
NoJTy4eHHbIX aTOMHO-a6Ccop6LUNOHHBIM MeTOgoM B cooTBeTcTBUMM ¢ TOCT 25086—87.

2.5.3, 2.5.4. (BBegeHbI fononHUTENbHO, M3m. Ne 2).

3. ®OTOMETPUYECKUI METO/ OMPEJENEHNSA XKEJIE3A
C NPMMEHEHVEM CYJIb®OCATMLINIOBON KNCOTHI

3.1. CywHocTb mMeToga

MeTog ocHOBaH Ha o6pasoBaHun xenesom (I11) OKpaleHHOro B >XenTblli LBET KOMMeKca C
Cynb(hoCanMLMI0BOIA KUCNOTON B aMMMayHOM pacTeope npu pH 8—10 nocne BbiJeneHns Xenesa coocax-
[eHVEM C TULPOOKUCHI0 alltOMUHUS.

3.2. Annaparypa, peakTBbl 1 PacTBOPbI

POTOINEKTPOKONOPUMETP UK CNEKTPOOTOMETP.

Kucnota as3otHas no MOCT 4461 —77, pasbaBneHHas 1:1.

Kwucnota consHas no MOCT 3118—77. pasbaBneHHas 1:1.

Kucnota cepHas no MOCT 4204—77, pas6aanennas 1.1

Kucnota cynsocanHumnosas no FOCT 1478—93, pactsop 200 r/am5.

AmMMMnak BogHbln no FOCT 3760—79, pas6asneHHbld 1:1 n 1:100.

KBacubl antomo-aMMoHuitHble no TOCT 4238—77, pactBop: 10 I KBacL0B pacTBopsAtoT B | 4M' BoAbI
¢ po6asneHnem 10 cmM3 KOMHEMIPMPOBAaMHOI CEPHO KUC/OTbI.

CraHfapTHble pacTBOpPbI Xenesa.

PactBop A. 1,005 r cTaHgapTHOro obpasua cTanu umskoyrnepogHetoit Ne 126 pacteopsitoT B 20 cm3
a30THOI KNCNOTbI. PacTBop KNMATAT 414 YAaNeHUs OKNCI0B a30Ta, OX/TaKAaloT, NepeBOAAT B MEPHYHO KONby
BMECTUMOCTbO 14M3, fOMBatOT 40 METKM BOAONM v nepemelumBatoT. 1cm3 pacteopa A cogepxmt 0,001 r
Xenesa.

PactBop b. 10cm3 pactBopa A MepPeHOCAT B MepHYH Konby BmecTuMocTbio 100 cm3 gonmBaroT fo
MEeTKW BOAOW U nepemewwvBatoT. | cm3 pactBopa b copepxmT 0,0001 1 xenesa.

3.3. lpoBegeHme aHanM3a

3.3.1. [iHA 6poH3, cogep>KaLluxX XpoMm

HaBecky 6poH3bl Maccoil 1 noMeLLatoT B NIaTMHOBYH YallKy, 06aBnaoT 10 cM3a30THOM KUCNOTHI,
2—3 cM3(hTOPMCTOBOLOPOAHONM KUCNOThI M PaCTBOPSAIOT NPY HarpeBaHUW. PacTBOp OXNaxaatoT, [06aBnsOT
10 cM3 cepHOil KMCNOTbI, pasbaBneHHol 11 1 ynapusatoT 40 NOSBAEHMS GENOro AbiMa CEPHON KUCNOTbI.
YallKy 0xnaxgarT, OCTOPOXHO OMOMacKMBAKT CTEHKM YalllKu BOAOW U pacTBOPSAIOT OCTaTOK B BOAE Mpw
HarpesaHuu.

PacTBOp MepeBOAAT B CTakaH BMeCTMMOCTbH 250 cM3, pasbaanstoT BoAoi fo obbema 150 cm3,
npubaansaoT 5cm3pacTBopa aNtoMO-aMMOHUIAHBIX KBACLLOB U aMMMaK, pa3baBfieHHbI 1:1, 40 06pa3oBaHus
pacTBOPMMOro CUHEro Kommnekca mean. Pacteop BblgepxusatoT npyu 50—60 ‘C gna koarynaumm ocafka
rMAPOOKUCEN >Kenesa M antlOMUHWA. Bbigenveluniica 0canok OT(WIbTPOBbIBAOT Ha (PUALTP CpefHen
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MNOTHOCTK, CTakaH W 0CafjoK MPOMbIBAIOT ropsyMM PacTBOPOM amMMuaka, pasbasieHHbiM 1:50. Ocafok
pacTBOpAtOT B 10 CM-' ropsyeit CONSHOM KUCNOTbI B CTakaH, rae NPOBOAMNOCH OCaX/EHVE, U BHOBb NPOBOAAT
oCaX[eHue rmapooKunceit.

Ocafiok OT(UNbTPOBLIBAIOT, MPOMbLIBAOT TOPAYMM PacTBOPOM ammuaka, pasbasneHHbim  1:100.
pacTBOpAtOT B 10 CM' ropsayeil COnsgHOW KWUCMOTbl U (MALTP NPOMbIBAIOT TOPAYEN HONOW B CTakaH, rae
MPOBOAMNOCE OCaXJeHWe. HarpesaroT 40 pacTBOPeHMs OcafKa, pacTBop ynapusaioT Ao obbema 20 cM',
MepeHoCsT B MepHYH Konby BMecTuMOCTbi0 100 cM' v JonvBaroT Bogoii ao 30 cm'.

3atem po6asnsaoT 15 cMm' pacTBOpa Cynb(OCanULMIOBOA KUCMOTbI, HEATPIM3YIOT aMMIUaKoM, pas-
6aBneHHbIM 1:1, 4O YCTOMUMBOrO XENTOro LBeTa, 406aBNsA0T U3bbITOK ammnaka 3—4 ¢cM', JONMBAOT [0
METKMN BOLOW M N3MepSA0T ONTUYECKYHO NNOTHOCTb PacTBOpa Ha CNeKTPOPOTOMETPE B KIOBETE C TO/LLMHOW
MoriowwaroLLero ¢os 1cm npu 425 HM unu Ha POTO3NEKTPOKONOPUMETPE C PUOSIETOBLIM CBETO(DUILTPOM
B KIOBETE C TO/LLMHOA NOr/0LWatoLLero cos 2 cM. PacTBOPOM CpPaBHEHMA CAYXMWT pacTBOP KOHTPOMbHOMO
onbITa.

3.3.2. im 6poH3, He cofep>Kallmx XpoMa

HaBecky 6poH3bl Maccoil 1 r nomeLiarwdT B cTakaH BMECTUMOCTbHO 250 CM', HaKpbIBalOT 4acOBbIM
CTeKnoM, f06aBnsaoT 15 CM' a30THOM KUCNOTbl M PACTBOPSAIOT NpW HarpeBaHWM. CTakaH C pacTBOPOM
OX/1XKAA0T, ONOMACKMBAIOT CTEKO M CTEHKM CTakaHa HeboMbLUMM KOMYeCTBOM BOZAbl U pa3baBnstoT BOAONA
4o 150cm'. TpubaataoT 5cm' pacTBOpa antoMo-aMMOHMWIAHBIX KBACLLOB W jaTee MOCTYMatoT, Kak yKasaHo
Bn. 3.3.1

3.4. lMocTpoeHWe rpagyVpoBOYHOrO rpafuka

B 7 MmepHbIX Kon6 BMecTMMOCTbio no 100 cm' npunmeatoT nocnegosatensHo 0; 1.0; 2,0: 3.0; 4,0: 5,0:
6,0; 8,0 cM' cTaHaapTHOrO pacTBopa b enesa, pa3taBnsatoT BoLoi [0 06bema 30 CM' 1 ganee MOCTynatoT,
KakK yKasaHo B M. 3.3.1. PaCTBOPOM CpaBHEHUSA CNYXWUT PacTBOp, He COAepXKalluin xenesa.

(M3meHeHHan pepakuys, M3m. .V 2).

3.5. O6paboTka pe3ynbTaToB

3.5.1. Maccosyto gonto xenesa (/1) B npoLeHTax BbIYMCAAKT No opmMyne

4. T-10
w

rae or— macca Xenesa,HaifjeHHas No rpagyvMpoBOYHOMY rpaguKy.r;
OT, _ Macca HaBeCKMW.T.

3.5.2. PacxoxpaeHuns pe3y/nbTaToB TPex napannenbHblX OnpeaeneHnii He fOMKHbI NPeBbIllaTh 3Have-
HWI fOoNyCcKaeMbIX pacxoXaeHnii d (d — nokasaTenb CXOAUMMOCTU), BbIYNC/EHHBIX, KaK YKa3aHo B n. 2.5.2.

(M3meHeHHast pegakupys, 3m. Ne 2).

3.5.3. PacxoxpaeHuns pe3ynbTaToB aHan3a, NoMyYeHHbIX B ABYX Pa3fiMuHbIX 1abopaTopusax, uan aAByx
pe3y/nbTaToB aHann3a, Nosy4YeHHbIX B 04HOV nabopaTopyu, HO NPU pasnnyHbIX ycnosusx (D —mnokasartenb
BOENPOV3BOAMMOCTH), BLIYUCAAIOT, KaK yKasaHo B M. 2.5.3.

3.5.4. KOHTpONb TOYHOCTM pe3ynbTaTtoB aHann3a NpPoBOAAT, KaK ykasaHo B M. 2.5.4.

3.5.3, 3.5.4. (BBegeHbl gonosHUTeNbHO, V3m. Ne 2).
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