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ME XTOCYJXAPCTUBEHHEB 1 CTAHIIAPT

DOCPATHI KOPMOBBIE

Merons! onpenenenns ¢ropa rocCrt

24596.7—81
Feed phosphates.

Methods for determination of flourine

MKC 65.120
OKCTY 2109

Jarta seenenns 01.01.82

Hacrosiiiuit crangapT pacipocTpaHsieTcst Ha KOPMOBbIC (hocaThl, TTONyYaeMble U3 MUHCPATBHOTO
coIpbst, comepakaiue ot 0,025 1o 0,3 % ¢dropa, U ycTaHaBIMBACT MCTOIbI €TO OIPEACIICHUS.
(Asmenennas penakmus, Mam. Ne 1).

1. OBIIUE TPEBOBAHUA

1.1. O6ume TpeGoBanus — no 'OCT 24596.0.

2. U3BJIEYEHUE ®TOPA N3 KOPMOBBIX ®OCPATOB OTIOHKOM

2.1-2.1.2. (Ackmogensi, N3m. Ne 1).

2.2. W3zBaeyenne ¢hropa OTTOHKOM

2.2.1. Arnmapatypa, peakTUBBI U PacTBOPBI

[Tpubop nis orroHKu Propa ¢ mapom (dept. 2). JlomyckacTcsi NPUMEHSITh KPYIIIOJIOHHYIO KOPOTKO-
ropiyio Kooy 3 (uept. 2) mo F'OCT 19908 wmm mo6oit Apyroit KOHCTPYKIIMM ITPH YCJIOBUM OOeCIIeYeHUST
KOHTPOJISI 3a TeMIIepaTypoOi.

Kucnora cepHast mo 'OCT 4204, pasGasnenHas 1:2.

[Tecok KBapneBHIii.

(N3menennas penaxmusa, Usm. Ne 1, 2).

2.2.2. TlpoBeneHue U3BICUCHUS

1,0—1,2 r anaymm3upyemoro mnpoaykra, moarorosieHHoro no 'OCT 24596.1 (maccosast noas dropa
or 0,03 mo 0,1 %), wm 0,5—0,6 T aHaTU3UPYeMOTo ITPOAYKTa (Maccoasi aoss ¢ropa cBbic 0,1 — 1o
0,3 %) B3BEIIMBAIOT, PE3YJIBTAT B3BEIIMBAHUS 3AITUCHIBAIOT C TOYHOCTBIO 10 TPCTHCTO ACCATHYHOTO 3HAKA,
ITOMEIIAIOT B PeaKIMOHHYIO KOJIOY Tpubopa, copepXaniylo 0KoJio | I KBaplCcBOro recka, CMayuBaloT BOAOH
u mpunuBaioT 50—60 cM? pactBopa cepHoil KucaoTel. Konby 3akpblBaloT pe3MHOBON NMPOOKON C JBYMs
CTEKJISTHHBIMH TPYOKaMH, ITOMEIIAIOT €¢ B KOJIGOHArpeBaTeb, COCAMHSIOT C XOJ0AMIbHUKOM U COAEPXUMOE
HarpesatoT. Korna temrrepatypa B peakKliMOHHOM Kotoe moBeicuTcst 10 120 °C, mpucoeaMHsIoT mapoobpa-
30BaTeNIb C KUITAIICH BOJOIT, B KOTOPBIHA J00aBICHO HECKOIBKO KAMWUIAPOB JUIST pABHOMEPHOTO KUTIEHUS.
O6orpeB COIEPXKUMOro PCAKIIMOHHON KOJOBI M KOJIMYECTBO [1OJABAEMOrO Ilapa pPEryJMpYIOT TAKUM
o0pa3omM, YToOBI TeMITepaTypa Haxoaumach B mpeaenax 130—135 °C. OTrosky BeayT 10 HAKOIUIEHHUS OKOJIO
250 cm? KoHzeHcara. OObCM KOHIEHCATA JOBOJAT BOAOM IO MCTKH M MEpEMEILMBAIOT.

PacTrop ucnionb3yior mwist onpeneneHust propa.

(U3menennas penakmusi, U3m. Ne 1).

W3nanne odpnonanshoe IlepeneyaTka BoOCHpeleHa
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IIpnGop a5 orronku ¢rropa ¢ mapom

I — napooGpa3soBarens — K004 BMecTUMOcTbio 750—2000 CM3; 2 — TepMOMETpP; 3 — peakilMOoHHas
KPYTJIONOHHAs KOPOTKOropjasg Kojaba BMeCcTUMOCTbIO 250 ¢M” U3 TEPMOCTOMKOro CTeK/Ia WIW KBapiia
€ KapMaHOM [71s1 TepMOMETPa; 4 — KonboHarpeBarelb, COCANHEHHbBIN ¢ pese; 5 — IapuKOBbIA X0J0-
IWIBHUK, 6 — MPUEMHUK 115 KOHAeHCaTa — MepHasg KoJji0a BMeCTUMOCTbIo 250 oM’

Yept. 2*

3. PA3JTOXEHUE KOPMOBBIX ®OCPATOB PACTBOPOM COJISIHON
NJIN ASOTHOU KNCJIOTBI

3.1. PeaktuBbl H pacTBOpHI

Kucnora azornast no F'OCT 4461 uimu kuciaota a3oTHas oco6oir yucrorbl mo F'OCT 11125, pa36as-
JeHHas 1:3.

Kucnora consinag mo 'OCT 3118, pacTtBop ¢ MaccoBoii noseit constHoi Kuciotel 20 %.

(Msmenennag penakmmsi, M3m. Ne 2).

3.2. IlpoBenenue pa3inoxeHHs

3.2.1. PaznoxcHuc mpoOBI paCTBOPOM COJISTHOM KMCJIOThI ¢ KUIISTYEHUEM

1,0—1,2 r ananu3upyeMoro npoiykra, rmojarorosjacHHoro no 'OCT 24596.1, B3BelMBaIOT, pC3y/IbTAT
B3BCLUMBAHUS 3alIMCHIBAIOT C TOYHOCTBIO JIO TPETHETO ACCATUYHOTO 3HAKA, MTOMEIAIOT B KOHUYECKYIO KO0y
BMCCTUMOCTbIO 250 CM3, cMauuMBalOT BOJOW M ITPUJIMBAIOT 25 cM? pacTBopa COISHOM KHUCIOTH. Konby
3aKpbIBAIOT MPOOKOIM ¢ OOpATHBIM XOJTOAUIBHUKOM M KUNATAT B TeueHue 5—10 MmuH. ConepXuMoc KoJ10bl
OXJIAKIAIOT U KOJUYCCTBEHHO IEPEHOCAT B MEPHYIO KOJIOY BMeCTUMOCTBIO 250 cM3, IOIMBAIOT BOIOW 110
MCTKH U MCPCMCLUMBAIOT.

PacTBop nMcnoab3yior ajs ornpeaeaeHus gropa.

3.2.2. PaznoxcHue nMpoObl paCTBOPOM COJITHOM MJIM A30THOM KUCJIOTHI 0€3 KUITTYEHHS]

1,0—1,2 r ananusupyemMoro mpojaykTa, nmoiarorosicHHoro nmo F'OCT 24596.1, B3BeluBaloT, pe3y/abTar
B3BCLUMBAHMS 3allMCBIBAIOT C TOYHOCTBIO JIO TPETHCIO ACCSITUYHOIO 3HAKa, ITOMEIIAIT B MCPHYIO KOJIOY
BMCCTUMOCThIO 250 cM?, mpumBaioT 25 ¢M? pacTBOpa COJITHOW WM a30THOM KUCIIOTHI, MCPEMCLIMBAIOT B
Te4eHUC | —2 MUH, JONIWBAIOT BOAOH JIO METKM M CHOBA ICPCMEIIMBAIOT.

PactBop ucnonb3yioT mis onpeneneHust Gropa.

3.2.1, 3.2.2. (M3menennas pemnakuusi, am. Ne 1).

*Yepr. 1. (Uckmouen, Usm. Ne 1).
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4. VOHOMETPUYECKH METO/I ONIPEAEJIEHUS ®TOPA

4.1. Cymmocts MeToaa

Meron OCHOBaH Ha NPSIMOM U3MEPEHUW KOHUEHTpaluu (Topa B PACTBOPC C MCITOIb30BAHUEM
(bTopuaHOro ceJIeKTUBHOIO 3JCKTPO/A ITOcTe U3BIeyeHUs (Topa OTTOHKOW WM 6e3 mpeaBapuTEeIbHOTO
U3BJICYEHUSI.

4.2. Onpenenenne ¢propa B pacTBoOpe MOCHE H3BAEIEHHS €TI0 OTTOHKOI HJIN PA3JI0KEHNS POObI CONTHOM
WM a30THOM KHCJIOTOMI

4.1, 4.2. (M3menennas penaknus, Mam. Ne 1).

4.2.1. Anmapatypa, pcakKTUBbI U PaCTBOPHI

pH-MeTp MummnBoabTMETp TaGopaTopHblit Tuna pH-121 wiu apyroit aHaTOTUYHBIIA.

OnexTpon propunaHeiit Tuna DF-VI,

DneKTpoa BCIoMOraTebHbIN xjopcepedpsiHblit Tuia OBJI-1M3 wiu npyroit aHanOrMyHEI.

Meinranka MaruutHast Tuna MM-3M uiu apyrasi aHaToTUYHAst.

Kucnota ykcycnast mo T'OCT 61, x. u., neasiHas.

Harpuit ¢dropucrsiit, oc. 4., wiu mo 'OCT 4463, BeicylueHHbI mpu TeMiepaType 100—1035 °C no
IMOCTOSTHHOU MaccChl.

Hatpuit nuMoHHOKUCBIN Tpex3amellleHHbIHN 5,5-Bonuserit mo 'OCT 22280.

Harpuit xmopuctsrit mo 'OCT 4233,

Harpuii ykcycHokucnerit 3-soansiit mo 'OCT 199.

Hartpus ruapooxkucs mo 'OCT 4328, pacTBopsI ¢ MAaccoBOi moneil runpookucu Hatpus 4 u 40 %.

Bydepnsrit pactBop, pH 6,0; roToBaT creayomum o6pasoM: 38,5 I XJTOPUCTOrO HATPUS PaCTBOPSIIOT
B 600 cM3 Bozbl B MepHOIT KonOe BMecTuMocTbio 1 am3. TToce MoMHOro pacTBOpeHHsl HABECKM A0BABISTIOT
102 r yKcycHOKHCIIOro Hatpust, 1 cM3 yKCYCHOH KMCIOTHI U 15 T' TUMOHHOKMCIOrO HaTpus, pacTBOp
JOJIUBAIOT BOMOH 10 METKM U TIePEeMEIIUBAIOT. Pe3y/IbTaThl B3BCIIIMBAHHWST HABCCOK 3aMMChIBAIOT C TOUHOC-
TBIO IO MEPBOTO AccATUYHOrO 3HaKka. pH 6ydepHoro pacrBopa nposepsitoT Ha pH-McTpe 1 mpu HeoGXOMU-
MOCTU MPUOABISIOT YKCYCHYIO KUCTOTY UM 40 %-Hyl0 r'MAPOOKUCH HATPHUS.

MeTunoBslit opaHXeBbrit — uHAUKaTOpP, roTtoBAT Mo I'OCT 4919.1, uin CMCLUAHHBIA WHAUKATOP
(IMMETUIIOBBIN KCNTHI M METWICHOBbIN ronyooii), rotroit no I'OCT 4919.1 cMmcluvMBaHWeM paBHBIX
00BbemoB 0,1 %-HBIX CITUPTOBBLIX PACTBOPOB.

PactBops! cpaBrcHus, ucxonHsii pactsop ¢ (NaF)=1-10-2 mons/am? (1-10-2 M pacTBOp); roTOBSIT
crepyoium obpasom: 0,210 r drropucToro HaTpUsi B3BEIIUBAIOT C TOUHOCTbIO /IO TPETHETO ACCATHUHOTO
3HAKa, MOMCILAIOT B MCPHYIO KOJOY BMecTMMOCTEIO 500 cM3, pactBopsiiorT B 200 cM3 Bodbl, 106aBsIOT
250 cM? GydepHOro pacrsBopa, JOIMBAIOT BOJOW 10 METKM W IMEepeMCLIMBAIOT. PacTBOpbl CpaBHCHHS
00beMoM 500 cM3 roTOBST pa3baBiIeHEM UCXOAHOTO PACTBOPA B COOTBCTCTBUU C TaGIUIICH.

McxonHblc pacTBOPBI U PACTBOPHI CPAaBHEHUSI XPaHAT B TcucHUe 30 cyT.

MousspHas KOHUeHTpauUus MosisipHast KOHIIEHTpalus O06BEM MCXOOHOrO PacTBOpa, O6beM 6ydepHoro pacTsopa,
PACTBOPA CPABHEHUS, MOJIb/IM> | HCXOIHOTO PacTBOpPA, MOJIb/IM> em? oM’
2:10—4 1-102 10 250
1-10—4 1.102 5 250
4.10—3 2.10 100 200
2:10—3 1.10—# 100 200
1-10—3 1.10— 50 225
810—° 2:10—* 20 240
5.10—¢ 1.10—* 25 240

(U3meHeHHas penakmus, M3am. Ne 1, 2).

4.2.2. TloaroroBka K aHAIIU3y

4.2.2.1. TlocTpocHMe rpangyupoOBOYHOro rpaduka

7151 TOCTPOCHUS TPagyupOBOMHOTO rpachvika FOTOBSIT CCPUIO PACTBOPOB CPABHCHUS: B UETHIPE CTAKAHA
BMCCTUMOCTBIO 50 uian 100 cm® kaxasiid BHocaT 1o 20—30 cM3 pacTBOpa CpaBHCHUS Pa3HOM KOHIIEHTPA-
uru. CTakaHbl MOOYCPCAHO ITOMENIAIOT HA MATHUTHYIO MCLUIAJKY, MOTPYKAIOT 3JACKTPOABI M yepe3 1—5 MUH
U3MCPSIOT BCIMYMHY NoTeHIMana (IIpy KOHUeHTpanuu ¢dropa McHee 1-10~* Mosb/aM? BpeMs mepemertin-

24



I'OCT 24596.7—81 C. 4

BaHMWsl CJCAYCT YBCAWYMTE no 10—15 mun). [lcpen morpyxeHueMm 3J¢KTPOIOB B HOBbIM PAcTBOp HX
TIIATC/IBHO MPOMBIBAIOT BOAOW U CymIaT (pUITBTPOBAIIEHOM OyMaroii.

[To moayuyCHHBIM HAaHHBIM CTPOSAT I'PATyWMPOBOYHBIA Tpaduk Ha Oymarc ¢ nosynaorapudmMudeckoit
CETKOM, OTK/IaIblBasi HA OCH aBGCIMCC MOJISTPHBIE KOHIIEHTPALUH (hTopa B pacTBOPax CPABHCHUS B MOJTb/IM3,
Ha OCH OpAMHAT — COOTBETCTBYIONIME UM 3HAYCHUST BEJIMUMHBI ITOTEHNIMAIA B MUUIMBOJIbTAX.

Kaxnas Touyka rpagympoBoyHOro rpaduka JOJDKHA ITPENCTaBIATh COOOW cpecaHcapudMeTHyecKoe
3HAYCHUC ABYX NapaIeIbHBIX U3MEPEHMIA.

I'panynpoBOYHbIT rpadK CTPOST OJHOBPEMEHHO C IMPOBE/ICHUEM aHATU3A.

(U3MeHeHHas penakmus, Vzm. Ne 2).

4.2.3. 25 cM? pacTBOpa, ITOJYYEHHOTO M3BIeYEHHEM (PTOpa OTTOHKOM, OTOMpAlOT MUIICTKOM, IToMe-
1HAIOT B MCPHYIO KOJIGY BMECTUMOCTBIO 50 cM3, NOBOAAT 10 MeTKH 6ydepHBIM PACTBOPOM U NICPeMEIITHBAIOT.
[Ipu onpcacncHuu ¢ropa B pacTBOpe MOCTE PA3IOXEHUS IMPOObI PACTBOPOM COJSIHOM WU a30THOM
KMCJIOTHI, KAK YKa3aHO B II. 3.2, oTbuparoT numeTkoil 5—10 cM® pacTBopa, MOMEINAT B MEPHYIO KOOy
BMECTUMOCTBIO 50 cM3, HeliTpanusyior 4 %-HbIM pacTBOPOM TMAPOOKMCH HATPHS IO CMEIIAHHOMY WHJIM-
KaTopy WJIM METWJIIOBOMY OpaHXEBOMY HO CIab0-3eJIeHOW MITH XKCJITOM OKPAacKU COOTBETCTBEHHO, ITPUITH-
BaloT 25 cM? GydepHOro pacTBopa, JOTMBAIOT BOAOH 0 METKH W MCPEMCILMBAIOT.

[TonyyeHHBIA pacTBOp IEpeNuBaIOT B CTakaH BMecTMMocTbio 50 mau 100 cm3, momenaror Ha
MATHUTHYIO MCIIQIKY, ITOTPYXAIOT 3JICKTPOJABI U U3MEPSTIOT MOTCHLIMA/, KaK yKa3aHo B 1. 4.2.2.

(N3menennas penaxmus, Wsm. Ne 1, 2).

4.2.4—4.3.3. (Mckmouensi, Mam. Ne 1).

4.3.4. O6pabGoTka pe3y/IBTaTOB

Maccosyto nomo gropa (X;) B MpoleHTax BEIYUCTAIOT No dopmysic

c-50-19-250- 100
V-m- 1000 ’

X, =

rie ¢ — MONSIpHas KoHUeHTpauus ¢Topa, HailleHHas 110 IPafyupoOBOYHOMY rpaduKy, MOJb/IM;
V — 00BbeM aHATU3UPYEMOTO PacTBOpa, CM3;
M — Macca HABeCKU aHAIM3UPYyeMOi IpoOEI, T
19—monsipHast Macca 3KBUBaJICHTa dropa.
3a pe3yabTaT aHATU3a MPUHUMAIOT cpecaHcapudMeTHuecKoe 3HAYCHUC ABYX MapanieabHbIX onpec-
JIEHUH, JOTYCKAeMBIC PACXOXICHMSI MCXKAY KOTOPbIMHM ITPH JOBCPHUTCJIbHOI BepositrHoctd P = 0,95 He
JIOJIXXHBI TTPEBLIIIATD;
0,005 % — npu MaccoBoii gomnc drtopa or 0,01 no 0,05 %;
0,01 % — mpu maccoBoil none dropa or 0,025 no 0,1 %;
0,02 % — npu maccoBoit gone dtopa ceemre 0,1 10 0,3 %.
(A3meHennada penakous, Mszm. Ne 1, 2).
4.4—4.4.3. (Uckmouenni, U3m. Ne 1).

Pasn. 5. (Ackmwouen, U3zm. Ne 1).

25



C. 5 TOCT 24596.7—81

NHP®OPMALIMOHHBIE JAHHBIE
1. PABPABOTAH U BHECEH MunncrepctBoM Xummdeckoii npompinuiensoctn CCCP

2. YTBEPXK/IEH U BBEJEH B JENCTBUE Ilocranosienuem Focynapersennoro xomurera CCCP no
cranaaptam ot 13.02.81 Ne 706

3. BBEJEH BIIEPBBIE
4. CCBLUIOYHBIE HOPMATHBHO-TEXHUYECKHWE JOKYMEHTDI

O6o03nayenne HT/D, Ha KOTOpbIi DaHa cCblika Homep nyHkra, noanyHkTa
[OCT 61-75 4.2.1
[OCT 199—78 421
roCT 3118—77 3.1
FOCT 4204—77 2.2.1
roCT 4233—77 4.2.1
IroCT 4328—77 4.2.1
I'OCT 4461—77 3.1
I'OCT 4463—76 4.2.1
['OCT 4919.1-77 4.2.1
'OCT 11125—84 31
'OCT 19908—90 2.2.1
['OCT 22280—76 4.2.1
['OCT 24596.0—81 1.1
[OCT 24596.1—81 222,321,322

5. OrpanuyeHue cpoka JeicTBUSI CHATO MO MPOTOKOJYy Ne 7—95 MeXKrocyaapeTBEHHOrO COBETA MO CTAH-
Japruzanuu, Merponornu u ceprupukamu (MYC 11—-95)

6. N3JAHUE (anpens 2004 r.) ¢ Vzmenennsavu Ne 1, 2, yrBepxknenusivd B despane 1986 r., mekaOpe
1990 r. (MYC 5—86, 3—91)
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