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. Pa3paboTka 1 NPOM3BOACTBO CTaHAAPTHBIX 06PA3LIOB

BeepeHue

MaccoBas fons a3oTa SBMAETCA BAXHENLUNM NOKa3a-
TeNeM KayecTBa 60MbLIOr0 psfa BELLECTB 1 MaTepuanos.
K HUM MOryT 6bITb OTHECEHbl 60NbLUINHCTBO MULLEBbLIX
NPOLYKTOB 1 NPOLOBOSIbCTBEHHOTO ChIPbA, PYabl, & TaKXKe
pan Apyrux 06bekToB.

Han6onee pacnpoCTpaHeHHbIM, TOYHbIM W HaAEXHbIM
MeTOLOM ONpefesieHns cofepXaHus asota ABNAETCA
TUTPUMETPUYECKUIA MEeTOL n3mepeHuin no Keenbganio [1-3].
MeTtoZ pernameHTUPOBAH BO MHOXECTBE HOPMATMBHbIX
[OKYMEHTOB PaHra HalMoHambHbIX 1 MEXroCyLapCTBEHHbIX
CTaHZAPTOB, PACMPOCTPAHAOLLMXCS HA PA3NINYHbIE 0OBbEKTHI.
K HegocTaTkam meTofa Kbenbans 0THOCATCS TPYAOEMKOCTb
1 NPOAOIHKUTENIbHOCTb MPOLIEcca M3MepPeHus, UCnonb30Ba-
HWe arpeccuBHbIX PeareHToB (KOHLEHTPUPOBAHHAs cepHas
KMCNoTa U LWenoYs). B ¢BA3n ¢ aTum B nocnegHee Bpems
HabN0AeTCA MOCTOAHHBIA POCT BHEAPEHUS B MPAKTUKY
NCMbITATESIbHbIX 1A60PaTOPUii aBTOMATUYECKNUX aHann3a-
TOPOB a30Ta, OCHOBAHHbIX HA PA3NINYHbIX PUSUKO-XUMM-
yeckux metogax: meton [woma [4, 5], dotomeTpus [6],
CMeKTpocKonua B GNUXHEN WHpakpacHon obnactu
(BUK-cnektpockonus) [7, 8]. MpumeHeHne aHanu3aTopos
NO3BOJIAET YNPOCTUTH U CYLLECTBEHHO YCKOPUTL NPOLeAypY
ONpeseneHns cofiepXxaHus asota, Ho TpebyeT nNpoBeLeHNs
0653aTesIbHON Npoueaypbl rpagyupoBku ¢ UCNONb30Ba-
HUem cTaHgapTHbix 06pasuos (CO), aTTecTOBAHHbLIX Ha
coJepXaHue asota.

BBnay OrpoMHON HOMEHKNATYPbl aHANU3UPYEMbIX
BELLIECTB W MaTepuarnos 3afada co3faHnsa marpuyHsix CO,
npefHa3Ha4YeHHbIX AN19 KOHTPONS pPesynbraToB U3MepeHui
XapaKTePUCTUK KOHKPETHOW MPOoAyKUMM N0 CTPOro perna-
MEHTMPOBAHHLIM METO[aM, NPeACTaBAAETCA HEBbIMOHN-
MOW. B CBA3WM C 9TUM aKTyanbHOW fBNseTCs pa3paboTka
yHuBepcanbHoro CO, aTTeCTOBaHHOE 3Ha4YeHue B KOTO-
pOM He 3aBUCUT OT NMPUMEHAEMOro MeTofa U3MepeHuil.
MepcnekTUBHbIM MaTepuanom Ans cosgaxus takoro GO
ABMAETCA BbICOKOYUCTBLINA PEAKTUB aMUHOYKCYCHOI KUCAOThI
(banee — rmuuuH). [aHHbIA peakTue 06nagaeT yny4lleH-

HbIMW XapaKTepuCTUKaMi OJHOPOAHOCTM U CTabUIIbHOCTM
M0 CPABHEHUK) C MATPUYHbIMM BELLECTBAMMN.

HacTosiias pa6ota nocesieHa cosgaHuio CO cocTtasa
IAMLWHA C aTTECTOBAHHbIMIA 3HA4YEHNSMM OCHOBHOIO BELLIECTBA
AN METPONOrMYecKoro o6ecneyeHnss MeToAauK 1 CpeacTs
M3MEepPEeHNiA MaccoBOi 10NN a30Ta 1 MaccoBOW [0N.

Bbi6op u npepBapuTesnbHble
uccnegoBaHuUs marepuana
cTaHpapTHoOro o6pasua

[MUUMH (CMHOHWMbI — aMUHOYKCYCHas KWUCnoTa, amu-
HO3TAHOBAs KWUCNOTa) NPeACcTaBifeT co60M MPOCTELLyHo
anndaTnyeckyto aMUHOKMCNOTY, eANHCTBEHHYIO aMUHOKM-
CNOTY, HEe UMEIOLLYK ONTUYECKMX M30MepoB. CTPYKTypHas
chopmyna rnuumnHa npeactaBneHa Ha puc. 1.

H
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H

Puc. 1. CTpykTypHas chopmyna rnuumHa

[MuUUMH npeacTasnseT co60i 6enblii KPUCTANINYEeCcKnii
MOPOLLIOK, XOPOLLUO pacTBOPUMBINA B BOAE, HE PACTBOPUMBbINA
B 6O/bLUMHCTBE OPraHUYecKux pacteoputenei. Temneparypa
nnaenexns rauunHa coctasnset 292 °C. MonekynspHas
macca — 75,07 r/monb, nnotHocTh — 1,607 r/cmd. Teo-
PeTMYeCKOe 3HaYeHWe MacCOBOW AONK a30Ta B ULUHE
cocrasnset 18,66 % [9].

C uenbto Bbi6opa maTepuana GO, obnafatoLLero Hamnyy-
LUMMI METPONOTMYECKUMI XapaKTepUcTUKamu, 6b1110 npoBe-
[EHO N0 NATb napasnseNbHbIX U3MEPEHNI (1 = 5) MaccoBo
[0 OCHOBHOMO BELUECTBA B TPEX PeaKkTUBaxX PasfuyHbIX
NPOU3BOAMUTENEN. XapaKTePUCTUKI UCCEaYeMbIX PEaKTUBOB
1 pesynbratbl M3MepeHuin nNpeacTasneHbl B Taon. 1.

Pe3ynbTatbl CPaBHEHMS AKCMEPUMEHTANbHbIX JaHHbIX
C Ucnonb3oBaHuem F-kputepus duiiepa u G-Kputepus

Ta6bnuuya 1
XapakTepucTKL MaTepuanoB — KaHAMLAToB ang uarotosnenus CO
[laHHble, YKa3aHHbIE B NACNOPTE HAa peaKkTuB Pe3ynbTatbl H3MepeHuit
MaccoBas pons MaccoBas pons OTHocuTENbHOE cpenHee
MpouseopuTens ®acoska, | Cpok romHocrw, OCHOBHOr0 OCHOBHOr0 KBaJipaTUYeCKOe OTKJIOHEHHe
Kr ron
BElecTBa, % BelecTBa, % (n=5), %
MERCK 0,1 5 >99,7 99,90 0,36
SIGMA ALDRICH 0,1 3 >98,5 99,83 0,43
FLUKA 1,0 2 99,9 99,98 0,34
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KoxpeHa nokasanu, 4to AMcnepcum 04HOPOLHbI, Pe3ynbTarsl
PABHOTOYHbI, MEXAY HUMU HET 3HAYMMOWN CUCTEMATUYECKON
NOrPEeLUHOCTI, BbIGOPKU NPUHAANEXAT 04HON reHepanbHOM
COBOKYMHOCTH, UX MOXHO 0ObLEAUHATL 1 COBMECTHO 06pa-
6atbIBaTb, TO €CTb N060N 13 NPESCTABMNEHHbIX PEAKTUBOB
MOXET BbICTYNaTh Kak marepuan paspabartsisaemoro CO.
OnHako ons MCNbITAHWIA B LENAX YTBEPXAEHUA TUNA W BbINy-
CKa NepBoi NapTmM B Ka4eCTBE PeakTnBa s N3roToBfeHNs
matepuana GO 6b11 BbIGPaH MMULMH, BbIMyCKaeMblid (oupmoin
MERCK, Tak KaK OH WMeeT HamboNbLLUA CPOK FOLHOCTW.

3BecTHO [10], 4TO OAHUM M3 MeLLAKOLLMX (HaKTOPOB NpK
pa3paboTke n ucnbiTaHuax CO aBnseTcs NOrnoLweHHas 13
BO37yxa Bofa. [ToaToMy AN npefoTBPaLLeHUs BNNAHUS HA
ATTECTOBAHHbIE 3HAYEHUS OCTATOYHOI BNAri NPo6bl MnLMHA
nepea paccacoBKom BbICyLwIMBany. [ins Bbi6opa napameTpoB
BbiCyLUMBaHNA MaTepuana CO Obinn CHATA KpUBas CyLLKM
ramuuHa npu Temnepatype (105 + 2) °C n macce HaBeckm
5 I C UCMOonb30BaHWEM 3TaIOHHON YCTAHOBKM HA OCHOBE
BO3YLUHO-TENNOBON CYWKM [OCYLAPCTBEHHOrO NEpBUY-
HOTO 3TanoHa MaccoBOW AOMN U MaccOBOW (MONAPHON)
KOHLIEHTpauum BoLbl B TBEPAbIX U XUOKUX BellecTBax
n marepuanax 3T 173-2013 (panee — 3T 173-2013) [11].
Mpo6a npu BbINOSIHEHUW U3MEPEHNIA Bbina pa3meLLeHa Ha
noaBece B CYLUUbHOM LuKadyy, 06ecreymBatoLLemM BO3ay-
X000MeHbl 10 5 00bEMOB B 4ac, MOABEC 3akpensieH nof

1,8 { gycine (bebore dryirg relaive Au)
181 Do cywwku

14
12
10

YR

08
06
04

02
glycine(afier drying relalive Au)
35

[Tocne cywikm

3.0

25

%R

20
15
1,0

05

Pa3pa60TKa N MPOM3BOACTBO CTaHAAPTHbBIX o6pa3uos .

0,12+

0,08

0,04+

Maccosas pons Bnaru, %

0 50 100 150
Bpemsi, MuH

Puc. 2. KpuBas Cywku rnuunHa. BeptukanbsHOW NMyHKTUPHON
NHNER 0603HA4eHO BPemMs AOCTMXKEHWUS MOCTOSAHHOW Macchbl

aHaNUTUYECKMMN BECAMU, EXECEKYHAHO nepearLumu
pe3ynbTathl B3BELUMBAHMA HA KOMMbOTEp. [10NyYeHHble
pe3ynbTarbl NPeAcTaBieHbl Ha puc. 2.

Ha 0CHOBaHWM NOY4eHHO KPUBOIA CYLLKM YCTaHOBJIEHO
BpeMs NpefBapuUTeNbHOr0 BbiCyLIMBaHUs matepuana GO
nepejn pacacoBKOmn, paBHOE 2 yaca.

[lns T0ro 4T06bI NPOBEPUTD, YTO MMLMH He NoaBepra-
eTCSA Pa3PYLLEHNI0 BO BPEMS CYLUKM MPU YCTAHOBIEHHBIX
BbILLE NapameTpax, Obiau cHATbI IK-crnekTpbl Npo6 rmuunHa
[0 1 nocne Bbicywmsanus (puc. 3). smepeHus nposo-
annu Ha VIK-®@ypbe-cnektpometpe NICOLET 6700 donpmbl

o

2500 2000

1500 1000 500
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Puc. 3. VIK-cnekTpbl Npo6 rnuuuHa. BepxHuii CnekTp COOTBETCTBYET UCXOLHOMY Matepuany,
HWKHWIA — matepuany nocne Bbicywnsanus npu (105 + 2) °C B TeyeHne 2 4acos
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. Pa3paboTka 1 NPOM3BOACTBO CTaHAAPTHBIX 06PA3LIOB

Thermo Fisher Scientific (CLLIA) B ananasoHe AnvH BOJH
ot 3000 o 400 cm™.

CneKTpbl UCXOLHOMO U BbICYLLIEHHOIO MaTepuana sens-
0TCA MOEHTUYHBIMW, CrefOoBaTeNbHO, MaTtepnan He Noa-
BEpraeTcs paspyLUeHNo Npu BbICYLIMBAHUM, U MApameTpbl
CYLLKM Bbl6paHbl BEPHO.

[ns nposefieHns fanbHenWwux nccnenoBaHuin npeasa-
PUTENbHO BbICYLLEHHbIA PEAKTUB MNLNHA, BbINYCKaeMblit
tbupmoit MERCK, 6b1n pacacoBaH no 5 r B CTEKNIAHHbIE
GaHOYKM U3 TEMHOMO CTEKNA, CHAGXKEHHbIE TEPMETUYHBIMN
BMHTOBbLIMM KpbILUKaMU. BaHO4YKN [OMNOMHMTENbHO 3anau-
BanN BO BNArOHENPOHULAEMbIA NakeT U3 NONUITUIIEHA.

OnpepeneHne aTTecToBaHHbIX 3HAYEHUN
cTaHAapTHoOro o6pasua U oueHuBaHUue
cTaHAapTHOM HeonpegeneHHOCTH

OT crnoco6a onpefaeneHnsl aTTeCToBaHHbIX
3HAYeHUN

[ns onpefeneHns MeTPONOrM4ecknx XapakTepucTuk
CO cocTaBa rnuumHa 6b11 UCMOMB30BaH [0CYAAPCTBEHHbIN
BTOPMWYHBIIA 3TANIOH EAMHML MAcCOBOW LOSIM U MACCOBOM
MOJISIPHOM KOHLIEHTPAL KOMIMOHEHTOB B TBEPLbIX W XUAKUX
BELLIeCTBAxX N Martepuanax Ha 0CHOBE 06LEMHOI0 TUTPUMETPU-
4eCKOro Metofa aHanusa (ganee — IB3T 176-1-2010) [12],
KOTOPbI NPOCNEXMBaeTCs K [0CyaapcTBEHHOMY NEPBUYHOMY
3TaNnoHy eAuHWUL, MaccoBoil (MOMSPHON) AONKM U MacCOBOA
(MONSIPHOM) KOHLEHTPALMM KOMMOHEHTA B XUAKNAX U TBEp-
ObIX BELLECTBAX W MaTepuanax Ha OCHOBE KYSIOHOMETPUN
3T 176-2013 (nanee — 3T 176-2013). 3T 176-2013
YCMELLHO NOATBEPXAAET CBOM N3MEPUTESTbHbIE BO3MOXHOCTH
NyTem PEerynspHoro y4actus B MexayHapoaHbIX CNHeHUsX
(CCQM-K34.2 [1313]) 1 mmeeT CTPOYKM KannbpOBOYHbIX
1 N3MEpPUTESIbHbIX BOSMOXHOCTE B 6a3e AaHHbIX Mexay-
HapogHoro 6topo mep u Becos (MEMB).

IB3T 176-1-2010 no3BonseT NPoOBOAUTL M3MEPEHMS
MaCcCOBOW [0/M a30Ta W MaccOBOW [0S OCHOBHOTO
BeLLeCTBa NyTemM KUCNOTHO-OCHOBHOrO TUTPOBAHUSA MO
meTtofly Kbenbaans. Kpome Toro, Maccosas 10Nl OCHOBHOIO
BELLECTBA MOXET ObITb ONpeaeneHa MeTo4oM HEBOAHOMO
TUTPOBAHUA B NEAAHON YKCYCHOW KucnoTe. Ons Bbibopa
Hambonee NoAXoAsLLero MeToaa u3mMepeHns MaccoBOoiA 40NN
OCHOBHOTO BeLLeCTBa NPOBOAUNIN NPEABAPUTENBHYIO OLEHKY
METPOJSIOrMYECKNX XapakTepUCTUK METOANK U3MEPEHUI.

MeTton Kbenbaans OCHOBaH Ha MWHepanu3auun opra-
HWYeCKOro BeLLecTsa npo6bbl NPOLYKTa KOHLEHTPUPOBAHHO
CEepPHON KMCNOTOW B MPUCYTCTBUK KaTanuaaropa ¢ obpa-
30BaHMEM CEPHOKMCIIOr0 aMMOHUS, NepeBefieHnn ero
B aMMUaK, OTFOHKE NOCeJHero B pacTeop 60pHON KNCNOThI,
KONMYECTBEHHOM Y4eTe aMMiaKka TUTPUMETPUYECKAM METO-
2015
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[OM 1 pacyeTe MaccoBOW A0SIM a30Ta W MAccoBOW A0S
OCHOBHOIO BeLLecTBa B aHanu3upyemon npobe [1]. B xome
aHanu3a npoTekarT CrefytoLime peakumn:

(NH,)»S0,4 + NaOH — NH; + H,0 + Na,SQ,,
NH3 + HsBOS - NH4802 + Hzo,
NH,BO, + HCI — NH,CI + HBO,.

1
2)
©)

MaccoByto Jonto a3oTa 1 OCHOBHOIO BELLECTBA B UCMbI-
TyeMoi nNpo6e BbIMUCAAOT NO DOpMyIe:

(V (HCI) =V, (HCl))-C (HCI)- M
m,, -10

W= : 4

rae V(HCI) — o6bem pacTBopa CONAHOI KWCNOTBI, u3pac-
XOA0BAHHOM Ha TUTPOBAHWE WUCMbITYEMOro pacTeopa, cms;

V4(HCI) — o6bem pactBopa COMSHOMA KUCNOTbI, U3pac-
XOA0BaHHbII HA TUTPOBaHWE KOHTPONbHONA NPO6bI, CM?;

N(HCI) — monsipHas KOHLEHTpauus CONSHOIA KUCAOTbI,
MOnb/aMmS;

M — atomHas macca a3oTa unu MonspHas macca
FANLKUHA, T/MONb;

M,z — MAcCa HaBeCKM, T.

MeToa TWTPOBAHMA B HEBOAHOW CpeAe OCHOBAH Ha
CMOCOBHOCTY a30TCOEPKALLIMX OPraHNYECKMX COEANHEHNIA,
0651aaaloLLKX cnabbiIM1 OCHOBHbIMW CBOCTBAMM B BOJHOI
cpefe, NPosBNATb CUbHbIE OCHOBHbIE CBOIWCTBA B Cpefe
opraHnyeckux pactsopurtener. Meton saknwuaercs
B TUTPOBAHWI a30TCOLEPXKALLMX OPraHNYeCcKnX COeanHeHn
B Cpefe NefaHON YKCYCHOWM KWUCNOTbl pacTBOPOM X/IOPHOM
KWNCNOTbI B JIEAAHON YKCYCHON KucnoTe [14]. B xofe aHanm3a
NPOTEKaeT creayoLlas peakuus:

COOH - CH2 bl NH2 + HC|O4 —
— [COOH - CH, — NH;]*CIQ,, (5)
MaccoByto 010 OCHOBHOMO BELLECTBA BbIYUCAAOT MO
hopmyne:
C(HCIO,)-V (HCIO,)-M
10-m,,,

W:

(6)

C(HCIQ4) — monsipHast KOHLEHTPALMA XNOPHON KNCNOTbI
B NeIHON YKCYCHOW KWUCNOTE, I/MONb;

V(HCIO,) — 06bem pacTsopa XiI0PHOWN KUCIOTbI B JIEAAHOM
YKCYCHOI KICNOTE, M3PACXOA0BAHHBIA HAa TUTPOBAHME, CMS;

M — monspHas macca rnuuuHa, r/monb;

M,z — MACCa HaBECKH, T;

Cxema MeTpONorM4yeckoin NpocneXxnBaeMocTi pesysb-
TaToOB W3MEPEHU MaccoBOi AOMK a30Ta U OCHOBHOIO
BellecTsa B ruuuHe no metody Kbefibaans, mMaccoBOm
[0J11 OCHOBHOTO BELLECTBA B [MIULMHE MO METOAY HEBOLHOIO
TUTPOBAHNA NpeacTaBfieHa Ha puc. 4.
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11 MacCcOBOMW (MOMAPHOI) KOHLIEHTPALMN KOMMOHEHTA B XWUOKUX W TBEPAbIX BELLECTBAX W marepuanax

9T 176-2013 locynapCTBEHHbIA NEPBUYHBIA 3TANOH eAUHUL MACcCOBOW (MONAPHOI) 40K j

Ha OCHOBE KY/1OHOMETPUKU

Y

Y

[CO 4086-67 cocTtaBa HaTpus Yrnekucnoro ) GCO 2216-81 cocTtasa kanusa TaneBoKNUCIoro chno@

1 Marepuanax Ha 0CHoBe 06bLEMHOr0 TUTPUMETPUHECKOr0 MeToAa

Y

\ A

CTaHpaptnaaums pacteopa
CONSHON KUCNOTBI

Y

) (

CtaHpapTuaauus pacteopa XMOPHOM KUCAOTI
B JIeLAHON YKCYCHOW KUCNOTE

Y

KNCcnoTHO-0CHOBHOE TUTPOBaHME
OnpefenieHne MaccoBoi A0MN a30Ta U OCHOBHOIO
BellecTBa

[B3T 176-1-2010 ocynapCTBEHHbIA BTOPUYHbIA 3TaNOH
eLl/HML, MAcCOBO A0MN W MACcCOBOW (MOMSPHON) KOHLEHTpaUUU KOMMOHEHTOB B TBEPAbIX U XWUAKUX BELLECTBaxX

B HEBOJHOW cpefe
OnpefereHne MaccoBOW A0 OCHOBHOMO BELLECTBa

KNCnoTHO-0CHOBHOE TUTPOBaHME j

Puc. 4. Cxema MeTPONOrMYeCKO NPOCNexmMBaemMocTy

XapakTepucTuK HeonpeaesieHHOCT B OTHOCUTESTbHON
(hopme pe3ynsTaToB M3MEPEHWA MAcCOBOM [ONM a3oTa
1 OCHOBHOTIO BeLLeCTBa B rnuuHe no metony Keenbgans
1 MacCcoBOW J0NM OCHOBHOrO BELUECTBA B [NMLKUHE MO
METOLy HEBOLHOr0 TUTPOBAHUA, PACCHUTAHHBIE C Y4ETOM
nosnioXXeHuin [15], npefcrtasneHbl B Tabs. 2.

OCHOBHbIE BKNaabl B OKIKET HEONpeaesleHHOCTH
pe3ynbTaToB ONpezesneHns 0CHOBHOIO BELLECTBA B IMMLHE
ONS KaXA0ro MeTofa npeAcTaBneHbl Ha puc. 5. ICTO4HMKK
HeonpeaeneHHoCTn N3MEepPeHNic MaccoBO JonM asoTta
11 MaCCOBOM [0N1 OCHOBHOrO BeLLecTsa no tuny B, ucxopns
13 ypasHeHns (4) n (6), 06yCroBneHbl U3MepPeHUsMM: Macehl
HaBeckn, o6bema pacteopa tutpanTa (HCI unu HCIO,),
ATOMHOIA UM MOMNEKYNAPHOIA MACChl, HEONpPeLEeNeHHOCTbIO
onpegeseHns KOHeYHON TOYKM 3KBMBANIEHTHOCTH, @ TaKxKe
KoHueHTpauun tutpanTa (HCI unn HCIO,).

Kak BUAHO M3 Tabn. 2, METOAMKA ONPeAeNeHns 0CHOB-
HOTO BELLECTBA, OCHOBAHHAA HA TUTPOBAHWW B HEBOLHOIA
cpefe, UMeeT 60s1ee BbICOKY) TOYHOCTb MO CPaBHEHWIO
C METOAMKOW, OCHOBAHHOW Ha MmeTode Kbenbaans, no-
3TOMY OHa Oblna BblOpaHa ANs OLEHKW aTTeCTOBAHHOIO
3HA4YeHNs1 MaccoBOI [ONKU OCHOBHOTO BewlecTBa B CO
COCTaBa rMuLunHa.

Ta6bnuuya 2

OueHMBaHNE XapaKTepUCTUK HeonpeaeneHHOCTM
METOANK M3MepeHus MaccoBOM JA0NK a3oTa

1 OCHOBHOTO BELLECTBA

vt | weron | | | g | e
pakTep wamepennii | % | % | % | %
CTUKA

Maccosas

18,64 0,033|0,048| 0,059

nong asorta

Maccosas MeTon

ons ocHos- | Kbenbaana
A 99,9010,179(0,258 | 0,314
HOTo BeLue-

CTBa

Maccosas

ons ocHoB- |HeBopHoe
A AA%E 199 890,124 [0,206 | 0,240
HOro BeLue- TUTPOBaHNE
CTBa
0603Ha4eHNs B TabnuNLE:

W/ — atTectoBaHHOe 3HayeHue, %;
Uy — CTaHAapTHas HeonpeaeneHHocTs Tuna A, %;
Ug — CTaHAApPTHas HeonpeaeneHHocTs Tuna B, %;
Ugpar — CTAHAPTHAA HEOMPELENEHHOCTb OT CNOco6a XapakTepuaunm, %
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------------------------------------------ . Pa3paboTka 1 NPOM3BOACTBO CTaHAAPTHBIX 06PA3LIOB

KOHUEeHTpauns TuTpaHTa

HeonpegeneHHocTb TMNa A

06bem TUTpaHTa

Macca HaBecku

0,010912667
0,008106075

MonekynsapHas macca
N KOHEe4YHas T04Ka TUTPOBAHNA

A — 1240000

14,0626108

9,172783113
9,320417321

4411824793

3259372903
2650112475

23,05129609

metog Kvenbgans

M HEeBOJIHOE TUTPOBAHMNE

o

10

20 30 40 50

Bknap thaktopa B CyMMapHYH HeonpeAeneHHocTb, %

Puc. 5. Bknagbl B HEOMpPeeneHHOCTb Npu ONpefeneHnun MaccoBO A0AM OCHOBHOMO BellecTBa MeTodamu Kbenbaans
W HEBOAHOIro TUTPOBAHMUA

[ns onpeaeneHns aTTeCToOBaHHOMO 3HA4eHMs MAcCOBOIA
[0NIN a30Ta MCNOMb30BaNN LIECTb 9KIEMMNAPOB C MaTe-
puanom GO, cny4atHo 0TOGpaHHbIX OT BCEM NapTumn, Ans
KaX[4oro 13 KOTOpbIX NPOBOAWAW NATb NapannefbHbiX
M3MEPEHUn MaccoBoi 0NN a3oTa MeToaoM Kbenbaans.
ATTeCTOBaHHOE 3Ha4YeHue paccHMTbIBaN N0 hopmyrie:

=2 )

roe W, — cpeHee 3Ha4eHNe aTTeCTyeMOIi XapakTepucTuki
B npo6e, 0TO6PAHHON OT /-r0 3K3EMMNAPA,;

N — 4ucno 0T06paHHbIX 3K3EMMIIAPOB.

ATTeCTOBaHHOE 3HA4YeHWe MaccOBOW 0NN OCHOBHOIO
BELLeCTBa paccHuTbIBan Nno doopmyre (8), ucnonbays pesynb-
TaTbl U3MEPEHNIi Tpex Npo6 B NATM Napannensx MeToaoM
HEBOJHOr0 TUTPOBAHWSA. Pe3ynbTaThl ONpeaeneHus aTTecTo-
BaHHbIX 3Ha4eHuin CO rmuumHa NpeacTaBneHbl B Taon. 2.

W,

WccnepoBaHnme ogHOPOQHOCTM MaTepuana
cTaHaapTHoro o6pasua

OueHuBaHue oaHOpoAHoCTM Matepuana CO no nokasa-
TeNl0 «MaccoBas A0S a3oTa» NPOBOAWAN OAHOBPEMEHHO
C OnpejeneHneM aTTecTOBAHHOMO 3HaveHus. Mcnonb3o-
Ba/I LIEeCTb 3k3emnnspos ¢ matepuanom CO. O6paboTky

m ---------------- Certified Reference Materials N21, 2015

pe3ynbTaToB U3MEPEHUI 0CYLLECTBASAMN MO CXeMe 0fjHO(aK-
TOPHOTO AMCNEPCUOHHOr0 aHanm3a G y4eToM MONOXKEHWNi
PMT-53 [16]. PesynbTaTbl OLEHUBAHUA OAHOPOAHOCTU
matepuana CO npefctaBneHsl B Tabn. 3.

WccnepoBaHne ctabunbHOCTM MaTepuana
CTaHpgapTHoOro o6pasua

[ing uccnegoBaHns LONTOBPEMEHHON CTabUIIbHOCTU
11 YCTAHOBNEHMS cpoka rogHocTi CO no nokasaresnto «Macco-
Bas J40N5 a30Ta» MCMNONb30BanM METO[, YCKOPEHHOro cTape-
HUA C yqeTom nonoxxeHwii PMI 93 [17] n P. 50.2.031 [18].

AMUHOYKCYCHas KICNOTA, ABNASACH FeTEPOYHKLIMOHAMb-
HbIM COEAWHEHUEM, UMEET [Be (DYHKLMOHANbHbLIE TPynMbl
N cnocobHa K XMMWUYECKM B3aMMOLENCTBUAM MO 06eUM
N3 HUX, TO €CTb MOXET NPOSBNATL Kak KWUCNOTHble, TaK
1 OCHOBHble CBOWCTBA. [MOCKO/IbKY CKOPOCTb XUMUYECKNX
peakuun B 3aBUCKUMOCTM OT TEMNEPATYpPbl AOMKHA NOAYN-
HATLCA ypaBHeHUIO BanT-Todpcpa [17], npumeHeHmne meTofa
YCKOPEHHOTO CTapeHus Ans u3y4eHus CTabusibHOCTU Xapak-
Tepuctnk CO B JaHHOM Cny4yae ABNASETCH 0O6OCHOBAHHbIM.

[ns npoBefieHWs nccnesoBaHns cTabuibHOCT METOA0M
N30XPOHHOIO CTapeHus otéupanu 4 ak3emnnsapa ¢ marte-
punanom CO u nomewanu B CywunbHbln wkad FED 53
(Binder, F'epmanus) ans «ctapeHus» npu temneparype 90 °C
B COOTBETCTBUW C pexumamu no taobn. 4. [na pacyera



Ta6nuuya 3
Pe3ynbTaThl OLEHNBAHUS OJHOPOAHOCTM

Pa3pa6OTKa N MPOM3BOACTBO CTaHAAPTHbBIX o6pa3uos .

Tabnuuya 4
lnaH aKcnepumeHTa no UCCreaoBaHN0 CTabUbHOCTH
matepuana CO

CpenHuin pa3max pesynbTaToB HabMoLeHNH,

0,175
R, %
KBanpar CTaHAapTHOrO OTKMOHEHNS CPEfHMX

0,00029
pe3ynbratoB no npo6am, SS,
CTaHmapTHOE OTKNOHEHWE Pe3ynbTaToB

o 0,075

n3mepenuii, S,
CTaHmapTHas HeonpegeneHHoCcTb 0T 0,025

HEOIHOPOAHOCTH, Uy, %

Homep Homep uamepenus j (J = 5) Cpeg-

APOGbI 1 Him Paamax, Bpems Bbigepxku | Temnepa- Bpems, paccuutaHHoe no
(N =6 1 2 3 4 5 |pesymb- R, marepuana Typa B cy- | ypaBHenuto Baut-Todcha (83)
npo6) Tar, W, B CYLUMbHOM munbuu:n wac o

MaccoBasa gons a3orta, % wkady, 4 wkady, °C
1 18,56|18,64(18,60|18,65|18,76|18,641| 0,20 34,2 90 4380 0,5
2 18,63|18,76(18,67|18,64|18,59|18,657| 0,17 68,4 90 8760 1,0
3 18,66(18,68(18,70|18,72|18,55|18,663| 0,18 102,7 90 13140 1,5
4 18,60(18,74(18,56|18,59|18,68|18,634| 0,18 136,9 90 17520 2,0
5 18,64|18,71(18,54|18,58|18,62|18,617| 0,17
6 18,70(18,55(18,55|18,67|18,68|18,632| 0,15 Ta6nuua 5

Pe3ynbrarbl OLEHUBAHMS AONTOBPEMEHHOI CTabUbHOCTH

Homep uamepenus

XapaktepucTuka > 5 3 2
Maccosas pons
a307a, % 18,641 | 18,659 | 18,621 | 18,639

CtaHpapTHas HeOnmpeaeneHHocTb OT

» 0 0,0007
LO0NTOBPEMEHHOI HECTAOUNBHOCTH, U)gyp, %o

BPEMEHU CTapeHns UCNonb30Banun ypasHeHne BaHt-fopda
[17]. Mepunon uccnenosaHns ctabunbHOCTM COCTaBMII
137 yacos npn Temnepatype 90 °C, 4TO COOTBETCTBYET
24 mecsauam npu Temnepatype 20 °C.

PesynbraThl OLIEHMBAHUA [ONTOBPEMEHHON CTaOUNIbHO-
ctn matepuana CO npefcrtasieHbl B Tabn. 5.

B pe3ynbrarte npoBeAeHHbIX UCCNEe0BaHUIA YCTAHOBIEH
cpok rogHocti CO cocTaBa rMuLMHA, PaBHbIi ABYM rOAaM.

Ons noatBepxaeHns ctabunbHoct GO B ycnoBusx
TPAHCMOPTUPOBKN NPOBEAEHbI UCCNeL0BaHNA KpaTKoBpe-
MEHHOI1 CTabWUSIbHOCTN B TEYEHWE BPEMEHU, HE0OX0AMMOro
n poctatoyHoro ana goctaskn CO no Poccum n CHI,
NCNONb3ya YCNyrn KCnpecc-noyThl. C aToi LeNbio Npoobl
matepuana CO BbigepxuBanu B TedeHne 14 aHeit B ycno-
BNAX MAKCUManbHO BO3MOXHOIO Mpu TPAHCMOPTMPOBKE
pa3bpoca 3Ha4YeHUn OTHOCUTENTbHON BNAXHOCTU U TeMMe-
paTypbl OKpyXatoLero Bo3ayxa. MoaennposaHue KpainHnx

3HAYeHNA YCNOBMIA OKPYXKAKOLLEr0 BO3AyXa OCYLLECTBASAN
B TEpMOCTaTe M KNMMATU4YeCKoil Kamepe. PesynbTathl
OLIeHMBAHMA [0NrOBPEMEHHON CTabUbHOCT MaTepuana
CO npepacTaBneHbl B Tabn. 6.

PesynbTaThl OLEHBAHUS KPATKOBPEMEHHOI CTAbUBHO-
CTW NOATBEPANIN BO3MOXHOCTb AocTaBki CO npm Temne-
paType OKpyXatoLlero so3ayxa ot muHyc 15 °C mo nntoc
40 °C v OTHOCMTENbHOI BNaXHOCTW He 6onee 80 % npw
ycnoeun obecneyeHns coxpaHHocTu ynakoekin CO. Cpok
TPAHCNOPTUPOBKK COCTaBNAeT He 6onee 14 AHen.

MeTponoruyeckue xapakTepucTuKu
cTaHaapTHoro o6pasua

Mpu pacyeTax paclIUPeHHON HEONpPeAeneHHOCTH
aTTecTOBaHHOro 3HavyeHua CO rmuumMHa Gbinu y4TeHbI cne-
ZylolLMe COCTABNSAIOLINE: HEOMPEAENEHHOCTL 0T crnocoba

Ta6bnuua 6
Pe3ynbTtathl OLEHWBAHWUA KPAaTKOBPEMEHHOW CTabUibHOCTM
OTHocuTENbHAA BNaXHOCTb ¢ U Temnepatypa T 7=(-15%2) °C, 7= (40 + 2) °C, 7= (40 + 2) °C,
B KNUMaTUYeCcKON kamepe (TepmocTare) ¢ =(40 £5) % ¢=(10%5)% ¢ =(80%5) %
MaccoBas pons asota, % 18,643 18,634 18,648
CraHpapTHas HeonpeneneHHoCTb 0T [0SIrOBPEMEHHON HECTAOUNbHOCTI, Ugy siap, %o 0,0042
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BKknaj MCTOYHNKA B HEONPEENEHHOCTb aTTECTOBAHHOM0 3HaYeHus, %

Puc. 6. OCHOBHble BKNaabl B HEOMPeAeneHHOCTb aTTeCTOBAHHOMO 3Ha4eHns CO:

Uy — CTaHfapPTHas HEOMPEAENeHHOCTb METOAUKIA U3MePeHUit Tuna A, %; Ug — CTaHAAPTHAA HEOMPEAEeNEeHHOCTb METOAMKM U3MEpPEHUii Tuna B, %;
Uy — CTaHAAPTHAA HEOMPeAeneHHOCTb OT HeOAHOPOAHOCTA MaTepUana; Uy g, — CTAHAAPTHAA HEOMPEJENEHHOCTb OT [ONrOBPEMEHHOI HECTABUILHOCTH
MaTepuana; Ug, sy — CTaHAAPTHAA HEOMPEAENEHHOCTb OT KPaTKOBPEMEHHOI HeCTabUnbHOCTU MaTepuana

xapaktepusauuun CO; HeonpeaeneHHOCTb 0T HEOAHOPOAHO-
ctv matepuana CO; HeonpeaeneHHOCTb 0T J0NITOBPEMEHHON
1 KPaTKOBPEMEeHHOM HecTabunbHocT mMatepuana CO.

Puc. 6 nnntocTpupyeT BKNaabl OCHOBHbIX MCTOYHUKOB
HeOonpefeNieHHOCTY, BbIPAXEHHbIE B MPOLEHTAX, B He-
ONpeaesieHHOCTb aTTeCTOBAHHOMO 3HAYEHU MacCOBOM JONN
a30Ta M MACCOBOII [ONM OCHOBHOIO BELLECTBA:

B T1abn. 7 npeacrtasneHbl HOPMUPOBAHHbIE METPOJIO-
TMYeCKUe XapakTepucTuki paspaboTtaHHoro CO rnuumHa.

Tabnuuya 7
HopmupoBaHHble METPOJIOrMYecKne XapakTepucTuku
WuTepBan 3HaveHui Pacuuupentas
AtTecTyemas aTTecTyemoi HEONIPEAENEHHOCTE
aTTEeCTOBAHHOIO
XapakTepucTUKa |  XapaKTepUCTHKM
co. % 3Havenus CO
’ k=2),%

Maccosas A0n% | 1 1 47 no 18,66 10
asoTa
MaccoBas pons
OCHOBHOrO 0t 99,0 go 100,0 1,0
BELLIECTBA

PaspaboTaHHbiit CO BHECEH B [0CYAapCTBEHHbIN PEecTp
YTBEPXKLEHHbIX TUMOB CTaHAAPTHbIX 06pa3LoB POCCUICKOI
®epepaumn nop Homepom MCO 10272-2013. CO coctasa
rNLMHA NpeHa3HavYeH A1 KanubpoBKM W rpagyupoBKN
2015

Certified Reference Materials N1,

CPeACTB N3MEPEHWil, NPUMEHSAEMbIX AN ONpeaeNieHns
MacCOBOW [10NW a30Ta 11 OCHOBHOIO BELLECTBA B OpraHu-
4eCKux BellecTsax u marepuanax. GO MOXeT MPUMEHSATLCS
Mpu MOBEPKE W UCMbITAHNAX B LENAX YTBEPXKAEHUS Tuma
ClA, atTecTaumm MeTOANK U3MEPEHNIA 1 KOHTPOMS TOYHOCTH
pe3ynbTaToB N3MEpPEHNII MacCOBOIA 0N a30Ta 1 OCHOBHOTO
BELLECTBA B OpPraHMYecKUX BELLECTBAX W maTepuanax.

CO 10272-2013 6yneT ucnonb3oBaH B Ka4ecTBe 00b-
eKTa Ans npoBefeHNs MeXAyHapOAHbIX NUAOTHbIX / KITH0-
4eBbIx cnnyeHuin CCAM-K130 / CCQM-P166 «3mepeHus
MaccoBOM [0/ a30Ta B MMULKUHE», 3anNaHUPOBAHHbIX Ha
2015-2016 rr. B cnyyae ycnewHoro 3aBepLUeHns CIIMYEHNIA
M3MEPUTESbHbIE BO3MOXHOCTYN Y4aCTHNKOB CIINYEHNIA, HaLI-
OHasbHbIX METPOSIOTUYECKIX UHCTUTYTOB, OYAYT BKITHOYEHbI
B 6a3y daHHbIx MexayHapoaHoro 610po Mep 1 BECOB.

3aksntovyeHue

Paspa6oTaH u yTBepX[eH CTaHAApTHbIA 06pasel
coctasa rauumHa FCO 10272-2013, npesHa3HAYeHHbI
Onsa 06ecnevyeHns egMHCTBA U3MEPEHU COodepXaHus
a30Ta 1 OCHOBHOrO BELLECTBA HA NPeAnpuATUAX MULLEBON
1 XUMWUYECKOI MPOMBbILLIEHHOCTU. ATTECTOBAHHbIE 3HA4eHUS
CO 10272-2012 npocnexusatotcs K [ocynapcTBeHHOMY
MepBMYHOMY 3TANIOHY €4MHML MACcCOBOW (MONSAPHON)
[0S 1 MaccoBOIl (MONISIPHON) KOHLIEHTPaLMUKM KOMMOHEHTA
B XKMAKNX 11 TBEPAbIX BELLECTBAX 1 MaTepuanax Ha OCHOBE
KynoHometpuu 3T 176-2013.
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------------------------------------------ . Pa3paboTka 1 NPOM3BOACTBO CTaHAAPTHBIX 06PA3LIOB

The approaches for creating reference materials of glycine with certified values of nitrogen and base material mass
fractions GSO 10272-2013 have been presented. Created certified reference material is intended for calibration
and graduation of measurement equipments based on the different physical-chemical methods of analysis, as well
as for check of error of measurement procedures. Besides GSO 10272-2013 can be used tor evaluating the purity
of the components of medicinal preparations in pharmaceutical industry. GSO 10272-2013 will be used as an
object for key comparisons in 2015.

Key words: reference materials, standards, titrimetic method of analysis.
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When quoting reference: Krasheninina M.P., Neudachina L. K., Sergeeva F.S., Sobina E.P. Sozdanie standartnogo
obraztsa sostava glitsina (SG SO UNIIM) [Creation of certified reference material based on glycine]. Standartnye
obraztsy — Reference materials, 2015, no. 1, pp. 23-33. (In Russian).
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