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Hacrosiunii cTaHZapT pacHpoCTpaHsieTcss Ha Oypble H OKHCJICHHBIE
KaMeHHble YIVIK M yCTaHaBJHBAaeT METOAM OnpejesieHHs OOIero BhI-
X0/l ¥ BBIXOAa «CBOGOJHBIX» I'YMHHOBBIX KHCJIOT.

Craupgaprt noasHocTbio coorBercTByer CT CIOB 4787—84.

1. ONPEREJIEHUE OBLLErO BLIXOQA I'YMUHOBBIX KUCAOT

CylHOCTh METOAa 3akjioyaeTcs B 00pabGOTKe aHaJHTHYECKOH
npo6pl yIIs LIEJOYHBLIM PAaCTBOPOM NHPOPOCHOPHOKHCIOrO HATPHSA
TpH KOMHATHOfl TeMIepaType, Noc/eAylollell OJHOKPAaTHOH 9KCTpak-
LMY TYMHHOBBIX KHCJIOT PacTBOPOM HAaTPHA THAPOOKHCH IIDH Harpesa-
HHH, OCaKIEHHH MX H30BITKOM COJITHOH KHCJOTHI M ONpeJeNeHHH Mac-
CHl TMOJIyYEHHOro OcajKa.

1.1. Annapatypa M peakKTHUBH

1.1.1. st mpoBefieHHa aHaau3a JOJIKHBl MPHMEHAThCA:

venTpudyra nabopaTopHag ¢ yacToTol  BpalleHHss He MeHee
2000 muH"!;

BCTPAXHBATEb;

neyr MydesnpHas, oGecneunBalas yCTOHUHBYIO TeMIepaTypy Ha-
rpeBa (600-415) °C;

mwKad CyMHIbHBIH, o6ecneuuBaloOlIMii YCTOHYHBYIO TeMIepaTypy
narpena (80-5) °C;

M3panwe otpuuHanbHoe Mepeneuatka BocnpeujeHa

* Hepeusdanue (Oexabpe 1986 2.) ¢ Hamenenuamu Ne 1, 2, yreepmoensini
8 urone 1981 e., cenrabpe 1985 . (HYC 9—81, 12—85).
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skcukarop no I'OCT 25336—82 ¢ rpaHy/JHpOBaHHBIM G€3BOXHBIM
XJIODHIOM KaJlbLHS;

CTakaHbl XHMHYeCKHe BMecTHMOcTbi0 300—500 cM®* mnmo TOCT
25336—82;

nunetkd BMectuMmocthio 100 cm?® nmo 'OCT 1770—74;

BOpOHKH cTekasiiubie mo F'OCT 25336—82;

61okchl o 'OCT 25336—82;

KOJIOBI KOHHYECKHe y3KoropJjsle BMectHmocTtbio 250 cm® mo I'OCT
25336—82;

KosnOB MepHble BMecTHMocTbio 100, 250 u 1000 cm® mo I'OCT
1770—74;

6aHst BOAsIHasd;

tarau papgopossie no 'OCT 9147—80;

uABTPHI 6e330/IbHbIE MEJIKONOPHCTHIE;

BeChl aHAJUTHUECKHE C MOUPEUIHOCTBIO B3BEIIHBAHHA He Gojee
0,0002 r;

Hatpuit nupodocoprHorucnbiii no FOCT 342—77, wenoyHOH pact-
Bop; B 1000 cM? BoAw pacTBOPAIOT 44,6 T mHpodocHOPHOKUCIOro HAT-
pusi ¥ 4 I THAPOOKUCH HATPHUS,

Hatpus rugpookucs no [OCT 4328—77, x. u., 1%-Huli BOAHBIG
pacrsop;

KHesioTa consnas mo I'OCT 3118—77, x. u, d 1,19, 5%-nuif
pacTtsop.

(M3menennan pepaxkuus, Usm. Ne 2).

1.2. loaroToBKa K aHaJH3y

1.2.1. Auanurtuueckyio npoGy yrisi, nparotosiaenHyio mo I'OCT
10742—71, TaTenpHO nepeMeUIHBAIOT, OTOHPAIOT HAaBECKH H Ompefe-
asor saary no CT C3B 751—77 uau T'OCT 11014—81 # 30/1bHOCTB IO/
I'OCT 11022—75.

(M3menennas penakuus, Ham. Ne 1).

1.2.2. Ilpu copmep:xaHuH OGUTYMOB B yrisx cBoimle 3% mnpexBapH-
TeJbHO M3 aHaJHTHYeCcKOH npobm yjaasioT Gurymer no T'OCT
10969—74.

1.2.3. Qas npoBeneHuss aHaju3a 6epyT HaBecKy Macco#f okomo 1 r
B Hepecuere Ha Cyxylo 6es33oabHyr0 Maccy. Ecau npeanosnaraemslii
BBIXOJ TYMHHOBBIX KHC/IOT MeHee 25%, To Maccy HaBecKH yIJsi yBe-
JHYHBAIOT A0 2 T.

Bce B3BelmIHBaHHS B NpOIlecCe NMOATOTOBKH K aHAJIHM3y, a Takke BO
BpeMs MPOBELEHUS €ro MPOU3BOAAT C MOTPelIHOCThIo He Gostee 0,0002 r.

(Usmenennas pepakuus, Ham. Ne 2).

13. [IpoBenenue aHaJH32a

1.3.1. dxcrpakyus eymurogolx KUCAOT

HaBecky npo6bl yriisi moMemlaloT B KOHHYECKYI0 KOJOY BMECTH-
mocteio 250 cm®, mpuauBaior 100 cM® IIeJOYHOTO pacTBOpa MHHPO-
($oChOPHOKHCIOr0 HATpUsl M [epeMelIHBAlOT NPH NOMOLIH BCTPAXHBA-
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Teasa B Tedenue 1 u. [oaydeHHYI0O cMech NeHTPHPYTHPYIOT B TEUEHHE
15 mun npu yacrote BpamenHs 2000 Mur~!. PacTBop AexaHTHPYIOT,
HEepacTBOPHBLIMICS OCTaTOK NPOMBHIBAIOT OAHH-ABa pasa 100 cm?®
1%-H0oro pacTBOpa HATPHsI THAPOOKHCH H BHOBb UEHTPH(YTUPYIOT,
cobupasi OCHOBHOH 3KCTPAKT M NMpPOMBIBHblE BOABI B OAHH NDHEMHHK.

IlpoMBITHIE  OCTAaTOK YIJISi NMepPeHoCAT B KojGy BMECTHMOCTBIO
250 cMm3, zanuBalor 100 cm® pacTBOpa I'HAPOOKHCH HaTpPHSl H HarpeBa-
10T B TedeHHe 2 4 Ha BOASIHOH GaHe Tak, yToOLI TeMIepaTypa pacTBOpa
6uiia He Bbitite 80 °C.

ITocie oxyaxKJIeHHs COAEPKHMOE KOJOB LEHTPHPYTHPYIOT H BHOBL
npomeBaioT 1%-HbHIM pPacTBOPOM THAPOOKHCH HaTpHA, KaK YKa3aHo
phillle, cOGHpPasi OCHOBHOH PacTBOP M NPOMLIBHBIE BOAB B OJUH H TOT
JKe NPHEMHHK. DKCTPaKIHs I'yMHHOBHIX KHCJIOT JOJKHA ObITb 3aKOH-
ueHa B TeueHHe 7 4.

1.3.2. Ocandenue eymuHoOB8bLX KUCAOT

O6uiuit 5KCTPAKT QHIABTPYIOT M H3MepPSIOT 0GBEM MOJy4YeHHOro
¢unprpara. Ilocne aToro 3 ¢unpTpara nunerxofl oréupawr 100 cM3
pacTBopa, NOMeEINalOT ero B XUMHYECKHH CTaKaH H Jo6aBasioT 60 cm3
pacTBopa COJISTHOH KHCJIOTH AJISi OCaXKAEHHS I'YMHHOBBIX KHCja0T. OG-
Pa30BaBUINHCA OCAfOK TyMHHOBBLIX KHCJIOT OTHEJNSIOT OT pacTBopa
LEHTpU}YyrupoBaHueM HJIH (GHUILTPOBAHHEM H NPOMLIBAIOT €ro BOAOM
NMOCPELCTBOM JCGKAaHTALMH, IOBTOPSISI NPOMBIBKY A0 Hauasa NenTH3auuu
IYMHHOBBIX KHCJOT, KOTOpas ONpelesieTcs MO NOfBJEHHIO c1a6oi
KeaToil OKpackH. [l HOMOJHHTENBHOTO OCaX{AEHAS TYMHHOBBIX
KHCJIOT B KOJVIOMJHBIH pacTBOpP AO06aBasOT 5 cM® pacTBopa COMSHOMN
rucaoTh. OO6wuit ocafoK (PHUALTPYIOT uyepe3 MpeJBapHTENbHO B3Be-
IIEHHBIH 6e330/bHBIH (QHABTP H NOMEIaloT B 6IOKCY, NpejBapUTeNb-
HO BeicyuieHHylo npu 80 °C u B3BelleHHYyI0. 3aTeM GIOKCY ¢ GHIBTPOM
¥ 0CaJIkoM NOMEUIAloT B CYUIMJBHBIH IIKad H NPH TeMOepaType He
Gosiee 80 °C cymaT 10 NOCTOSTHHOH MacCCHI.

KoHTpOJ/ibHBIE TTPOCYMIHBAHHS NMPOBOAAT A0 TeX 0P, MOKa PasHOCTb
Macchl npH ABYX MOCHEAOBATEeJbHBIX B3BeLIHBaHHAX He GYZET NpeBH-
maTts 0,001 r.

YuuTeiBag Maccy GIOKCH ¥ (HIbTpPA, ONpeleNsioT Maccy OcalKa.

1.3.3. BricywienHblfi ocaok ¢ ¢GUALTPOM MNEPEHOCAT B NpeABAPH-
TeNbHO NPOKAJEHHBbIi W B3BelIEHHBIH [0 TOCTOSHHOM MacChl THIeJNb.
Tureap noMeumialoT B My(enbHyl0 Nedb H O30JSI0T COAEPKUMOE NPH
temnepatype (600415) °C B Teuenne 1—2 u. [Tocae osomenus THrelb
H3BJEKAIOT M3 [eYH, OXJaxKAaloT CHayala Ha BO3AyXe B TeyeHHe
5 MHH, a 3aTeM B SKCHKAaTOpe A0 KOMHATHOH TeMIepaTypH H B3BellH-
BAIOT.

KoHTposibHEIE NPOKAJMBaHHA NPOBOAAT NPH TOH Ke TeMIepaType:
B TeueHHe 15 MHH 10 TeX NOp, NOKAa Pa3HOCTb MAaCC NMPH ABYX MOCHE-
JI0BaTeJbHBEIX B3BelIMBaHHAX He Oyner npesniwath 0,001 r.

1.3.1—1.3.3. (U3menennas pepakunsi, Ham. Ne 2).
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2. ONMPEAENEHME BbIXOAA «CBOBOAHbBIX» T'YMUHOBBIX KUCAOT

CymHoCTb MCTOJa 3aKJI0YaeTCsl B ONHOKPATHOH 3KCTPAKUUH Iy-
MHHOBLIX KHCJOT H3 aHaJHTHYECKOH NpoGHl yrisi pacTBOPOM HaTpHs
THAPOCKHUCH TNPH HAarpeBaHHH, MOCHEAYIONEM OCAXKACHHH UX U3GHITKOM
-COJITHO!I KHCJIOTB! H ONpeJeIeHHH Macchl IIOJYYEHHOTO OCajKa.

21. Anmapatypa H PeakKTHBH

2.1.1. Inst npoBeleHusi aHa/JH3a IPHMEHSIOT anmapaTtypy H peak-
THBBL B cooTseTcTBHH ¢ 0. 1.1.1, kpoMe nupodochOPHOKUCIOrO HATPHS,
10EeNOYHOTr0 pacTBopa.

(Hamenennas pepakuus, Ham. Ne 2).

22 . IloaroTroBKa K aHaJaHu3Yy

2.2.1. Tlpo6y yras mNOATOTaBJHBAlOT, KaK yKasaHo B nmm 1.2.1
u 1.2.3.

23. [IpoBenedue aHagdusa

2.3.1. IKcTpakyus eyMuUHOBbIX KUCAOT

Hagecky yras moMellalT B KOHHUYECKYIO KOJNGY BMECTHMOCTHIO
250 cm®, mpuausator 100 cm?® 19%-Horo pacTBopa HaTpHst THIPOOKH-
CH M HarpeBalOT B TeueHHe 2 Y Ha KHNsLLel BOASIHOH 6GaHe Tak, YTOOLI
TeMnepaTypa pacTBopa Oulsia He Gosee 80°C. Ilocne oxnaxaenns co-
Iep:K¥MOe KOJIOB UEeHTPHGYTHPYIOT H IPOMBIBAIOT, KaK YKa3aHO B
o 1.3.1L

2.3.2. OcadxcOenue 1 0304eHUE 2YMUHOBBIX KUCAOT

OcaxkleHHEe U 030JIeHHE T'YMHHOBBIX KHCJIOT NPOBOAAT B COOTBET-
ctBuu ¢ ni. 1.3.2 u 1.3.3.

2.3.1; 2.3.2. (M3meHenHas pepaxkuus, Ham. Ne 2).

3. OBPABOTKA PE3YNLTIATOB

3.1. O6umii BLIXOL ryMUHOBHX Kucaor (HA)H H BBIXOJ CBO-

GOMHBIX TYMHHOBBIX KHCJIOT (HA);'af U3 YIJs B NPOLEHTAX BBHIYH-
cafT no gopmyae

(HA)dat = {m=ms) - V- 100

Vi-ms >

Te my— Macca BHICYLIEHHBIX 'YMHHOBBIX KHCJIOT, T;
mgo — Macca 30JbHOTO OCTAaTKa 'YMHHOBBIX KHCJIOT, T;
V — o6uuit 06beM LeOYHOro pacTBopa, cM?;
Vi —006beM 0TOGPaHHOrO LeJOYHOTO pacTsopa, paBHEIH 100 cM?3;
ms; — Macca HaBeCKH YIJIsl B nepecyere Ha cyXoe 6e330JIbHOE CO-
CTOsIHHE, T, BHIYHC/AsAeMast 110 (popmyJie

100—(W2+A32)

mz=my- 100 s

e 14 — MACCa HABECKH yIJif, T,
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W2 — maccoBasi 1oJis BJIarH B aHajduTHuecKo# mpobe yras, %;
A? — 30J1bHOCTb 2HAJHTHYECKOH NPOGH yras, %.

3.2. Briyncnenne pe3yJbTaTOB ONpEIENEHHS BBIXOJAa T'YMHHOBBIX
KHCJIOT B llepecyeTe Ha cyxoe Ge330J/bHOE COCTOAHHE NMPOBOAAT C TOY-
HOCTBIO IO MePBOTrO JAECSITHYHOIO 3HAKA.

3.1; 3.2. (M3meHennas pepakuus, U3m. Ne 2).

3.3. llonyckaemble PacXOXAeHHs MeXAy peayabTaTaMi IBYX Ta-
pasljieslbHBIX ONpeleNieHHil npu JAoBeputensHol Beposititocti P’'=0,95
He JOJIKHBI IPeBBIIIaTh BEJHYHH, YKa3aHHBIX B TabJnLe.

%

BBIXOL TYMHHOBBIX HonyckaeMble PaCXOKAEHHA MEXAY
KHCJIOT pe3yAbTaTaMH ABYX NapalieJbHBIX
onpenenaeHun
o 25 1,0
Cs. 25 » 50 2,0
» 50 5,0

Ilpu pacXoxAeHHH, NMPEBHINAIOIEM YKa3aHHYIO BEJHYHHY, NPOIN3-
BOAAT TpeTbe ONpejeseHHe M 3a OKOHYATeJbHBIIl pesyabTaT MNPHHH-
MaloT cpejfnee apHdMeTliuecKoe ABYX HauboJce GMH3KHX Pe3y/abTaTOB
onpejeneHuil B npeaesax AONyCKaeMbIX PacXoxAeHHH.

Ecnu pe3ynbTaT TpeTbero oOnpejeseRlss HaXoAHTCS B Ipelenax
JONyCKAaeMOr'o pPacXoXK/JIeHMs IO OTHOWIEHIIO K pe3yJbTaTaM Ka)kJAoro
M3 IBYX NpeibAYIIIX, TO 32 OKOHUATEeNbHLIH Pe3yJbTaT NPHHUMAIOT
cpeaHee apudMeTHUeCKOe Ppe3yJbTaToB Tpex ompejesenuil.
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