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AHanu3 cyxoro Monoka Ha 0CHOBe
Kutackon ctaHpapTHOM MeToauKm ¢
nomowbio VICM-03C Agilent 5100 SVDV

Metoamyeckaa nHdopmaums

Ananus nuleBbIX MPOAYKTOB

BBepeHue

IneMeHTHbI cocTaB MoJIOKa ABMAETCA XOPOLLMM NoKa3aTeNieM 3arpAsHeHuUA
oKpyxatoLeit cpeabl. Monoko ABNAeTCA UCTOYHMKOM HEOBXOAMMbIX ANfA YenoBeka
nuTaTenbHbIX BELLECTB, HO BMECTE C HUM B OPraHW3M NonazjatoT U TOKCUYHbIE MeTanmbl
[1]. B cBA3u c atum, 6binu paspaboTaHbl cTaHAAPTHbIE METOAMKM U PYKOBOACTBA

Mno OTCNEXWBAHMIO 31IEMEHTHOTO COCTaBa MOJIOKA U MOMOYHBIX MPOAYKTOB.

Hanpumep, HaunoHanbHbIi ctaHaapT Kutaa no 6e3onacHOCTM NULLEBbIX NPOAYKTOB,
GB 5413.21—2010, pacnpocTtpaHAaeTca Ha onpejeneHue KanbLma, Xenesa, UMHKa,
HaTpuA, Kanua, MarHua, Mean U MapraHua B NpoAyKTax nuTaHuA AnA MNajeHUeB 1
MareHbKUX AeTeil, a TakXKe B CbIPOM MOJIOKE U MOMOYHbIX MPOAYKTaX.
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MHorue u3 0CHOBHbIX NUTATEMNbHbIX 3MIEMEHTOB B CYXOM MOJOKE,
Takue kak Na, K u Ca, npucyTcTByioT B BbICOKMX KOHLEHTpALIMAX.
HekoTopble TOKCUYHbIE aneMeHTbl Heo6X0AMMO onpeaenaTb

B MasiblX KOHLIEHTPALMAX, @ 3T0 3HAYUT, YTO YYBCTBUTENbHOCTb
npu6opa MmeeT nepeocTeneHHoe 3HadeHue. Ito obycnaenmeaer
TEHAEHLMI0 Ucronb3oBaTb AnA aHanusa npubopsl VICM-03C

C aKcHanbHbIM 0630pOM Nna3Mbl, KOTOPbIE MO3BONAOT AOCTUYb
HU3KUX MpPeJenoB KOMYECTBEHHOTO ONpPe/JeneHnA B OTHOLLEHWUN
TOKCUYHbIX anemeHToB. 0AHaKo Tak>Xe Heo6X0AUMMO UMETb B BUAY
cnocobbl U3MepeHUA NUTaTENbHbIX 3NEMEHTOB, NMPUCYTCTBYOLLMX
B 6oree BbICOKMX KOHLIEHTpaumax. B npeapiaymx
uccneaosaHuax [2, 3] 6bino nokasaHo, Yto gobaBneHue Le3na
(Cs) B ctanaapTHbie 06pa3Lbl 1 Npobbl B KaYecTBe BHYTPEHHEro
cTaHAapTa U nojasuTena MoHM3auuu 6naronpuaTcTBOBano
M3MEpPEHMUI0 BbICOKUX KOHLIEHTpaLMiA Taknx anemeHToB, kak Na

u K. AnbTepHatMBHbIM croco6oM, NO3BOMAIOLLMM 0XBATUTb TaKoi
60nbLUOI AMana3oH U3MepEeHWiA, ABNAETCA U3MepPEeHUe CrneoBbiX
KOJIMYECTB 3MEMEHTOB C aKCcHanbHbIM 0630pOM Nnasmbl,

a nuTaTenbHbIX 3NeMeHTOB — C paauanbHbIM, UCMONb3yA
npu6opsbl VICMN-03C ¢ agoitHbiM 0630pom nnasmbl. 0aHako

AnA onpejeneHna BCeX afIeMeHTOB C MOMOLLbIO TPAaANLIMOHHBIX
npubopoB ¢ ABOWHbIM 0630pom TpebyeTcA NpoBecTM ABa UMK
6onee nocneaoBaTtenbHbIX M3MepPeHUiA Npobbl.

B aanHom uccneaosanuu npubop VICM-03C Agilent 5100 SVDV,
OCHalLieHHbIM AUXPOMUHBIM chekTpanbHbiM cymmatopoM (DSC),
UCMornb30Barnca AnA 0AHOBPEMEHHOT0 U3MePEHUA C akCUarnbHbIM
¥ paananbHbiM 0630poM. INeMeHTbl, NPUCYTCTBYIOLLMUE B Npobe
B 60nbLUKMX KonnyecTBax, Takue Kak Na u K, 6binm namepeHsl

¢ paananbHbiM 0630pOM Nna3Mbl, B TO BpEMA Kak Cre/ioBble
arieMeHTbl — C aKkcuarnbHbIM [4]. 3T0 NoBbIWIAET BEPXHIOH0
rpaHuLy AvManasoHa U3MepeHuid, CHUXaeT HTepdepeHLUm Ana
nuTatenbHbIX 3nemeHToB, Takux kak Na u K, u B 10 e Bpema
no3BONAET ONpeAenuTb Criel0Bble KONMMYecTBa 3NemMeHTOB, TaKUX
kak Zn, Cu n Mn, 6bICTpO M C HU3KMM PacXoA0M aproHa Ha oAHY
npo6y, a TakXe Nony4YnTb TOYHbIE U BOCMIPOU3BOAUMbIE aHHble
1 NPeBOCXOAHbIA NUHEHbIA AnHamuyeckuit ananasoH (LDR).

JKcnepuMeHT NpoBoAuUnK B cootBeTcTBumn ¢ Kutaiickoi
ctaHaapTHoi metoaukoii GB 5413.21—2010, a ToyHocTb

1 BaNMAHOCTb MeTo/la OLeHWUBanu nyTemM aHanu3a ctaH4apTHOro
o6pasua Ne 8435 uenbHoro cyxoro monoka HaumoHanbHoro
MHCTUTYTa cTaHaapToB u TexHonoruit CLUA (NIST).

O6opynoBanue

Bce uamepeHua nposoaunu ¢ nomoulbto npubopa VICM-03C
Agilent 5100 SVDV, o6opyaoBaHHOro AUXpOUYHbIM
cnekTtpanbHbiM cymmaropoM (DSC), koTopbliii no3sonaet
NpOBOAMTbL aHann3 0AHOBPEMEHHO C aKCUanbHbIM W paauanbHbIM
o063opom nnaamol. Mpu Heobxoaumoctu VICM-03C 5100

SVDV moxxet paboTaTb B YeTbipex pasnuyHbIX pexmmax:
CMHXPOHM3MPOBaHHbIN BEpTUKarbHbI ABOIiHOI 0630p,
BEpTUKanbHbIA ABOMHOW 0630p, paauanbHbli U akCUanbHbIM
0630p. Bce koHurypauum npubopa Agilent 5100 ocHaweHbl
Ha/leXXHOW BepTUKanbHOW roperikoi 1 aBTOHOMHO paboTatoLum
1BEpAoTenbHbIM PY-renepatopom (27 Ml u), kotopbie no3sonatoT
aHannManpoBaTb camble CMOXHble 06bEKTbI, B TOM Yucre Npo6bl
NPOAYKTOB MUTAHMA C BbICOKUM COZiep>XXaHWemM mMatpuLibl.

IMpu atom cokpaluaetca npoctoit npubopa u noTpe6HOCTM

B €10 YNCTKE U 3aMeHaX Fropenku.

Cuctema BBOAa nNpob cocToAna U3 pacnbinutena Seaspray,
ZBYXNPOXO/IHOW CTEeKNAHHOM Kamepbl pacnbineHnsa LUUKIOHHOTo
TMNa 1 cTaHAapTHOW ropenku ¢ uHxxektopom 1,8 mm. MMpobbl
nozaasanuck B npubop nocpeactsom astocamnnepa SPS 3. B
KayecTBe BHyTpEHHEro cTaHAapTa UCMONb30Banu UTTPUIA, KOTOPbIN
no6asnanu k npobe yepes TPOWHMK.

B tabnuue 1 npuBeaeHbl paboyne napametpbl npubopa.

Ta6nuua 1. Pa6oune napametpsl VICM-03C Agilent 5100 SVDV

Mapamerpbi 3apaHHble 3HauYeHuA
Bpema cuutbiBaHuA (c) 10
Yucno nostopos 3
3aaepxkka npu BBoAe npobbi (c) 20
Bpema crabunusauum (c) 15
Bpema npombiBky (c) 30
CkopocTb Hacoca (06/MuH) 15
YcKopeHHblii pexxum Hacoca (06/MuH) 80
MowHoctb PY-reHepartopa (kBT) 1.3
BcnomoratenbHbiii ra3 (n/muH) 1.0
a3 B nnasmy (n/muH) 12
a3 B pacnbinutens (n/muH) 0,7
Bbicota 0630pa (Mm) 6

Tpy6ku aAna nogaumn npobbi White-white

Tpy6ku Ana noAaymn BHYTPEHHETO

Orange-green
cTaHgapTa

Y 371,029 — ana Bcex

BHyTpeHHuit cTaHaapT
vp Aap 3NemMeHToB



3Kcnepumemanbuaﬂ 4yacTtb
MoaroToBka npob 1 cTaHaapToB

B naHHOM uccnesoBaHuM B KayecTBe Npobbl MCMONb30Banu
cTaHAapTHbIM obpasel uenbHoro cyxoro monoka NIST Ne 8435.
K cranaaptHomy o6pasuy cyxoro monoka (npuénuautensHo 1,0 1)
nobasunu koHueHTpuposanHyto HNO, (7 mn) n 30% pacteop H,0,
(1 mn), a 3atem npoBenu pasnoxeHue obpasua B nabopaTopHoi
MMWKpOBOMHOBOM neyun. Xota B metoamke GB 5413.21—2010
onucbIBaeTcA npoueaypa npo6onoAroToBkYU nyteM o3oneHua/
pacuienneHua, MUKPOBONHOBOE Pa3foXeHue Takxke JoMnyCTUMO.
Mocne npurotoBNEHWA pacTBOPOB UM Aanu OCTbITb, @ 3aTeM
[I0BENU A0 Hy>XHOTo o6bemMa B MepHoM Korbe eMKOoCTbio 25 M.
KoHeyHan KOHLEeHTpauuA KUCNOTbl cocTaBuna npubnuanTenbHo
20% 06. HNOQ,, a okoHuatenbHoe pasbasnenne NpoBoaMNoCH

B nponopuum 1:25.

MHoroanemMeHTHble KanubpoBOYHbIE CTaHAAPTHbIE PacTBOPbI
rOTOBMNU U3 0HO3NEMEHTHbIX 62a30BbIX PAaCTBOPOB B
cootBetcTBUM ¢ meToaukol GB. CtaHpapTHble paboune
pacTBOpbI C Pa3nUYHbIMKU KOHLIEHTPALIMAMM pasHbIX 3NeMEeHTOB
TOTOBMNU B COOTBETCTBUM C JaHHbIMM, YKadaHHbIMU B Tabnuue 2.
[uana3son kanu6posku ana Na, K, Mg n Ca 6bin paclumpeH, yto
noAYepKUBaET LUMPOKUIA NMUHERHbIN AMHAMMWYECKUIA AMana3oH
(LDR) npu6opa /ICM-03C Agilent 5100 ¢ cMHXPOHW3WPOBaHHbBIM
BepTUKanbHbIM ABOiHbIM 0630pom. Metoanka GB monyckaet
py4YHoe pasBezeHue npob ¢ KoHUEeHTpaLMei, BbIxoaAlleii 3a
npeaensl AManasoHa Kanubposku, HO 6narogapa NPEBOCX0AHOMY
NUHeliHOMY AMHamMUYeckomy AnanasoHy npubopa VICM-03C
Agilent 5100 SVDV storo He notpe6oBanoch.

Tabnuua 2. Coctas u KOHLEeHTpaLKnA 3neMeHTOB B COCTaBHbIX pacTBopax CTaHAapTOoB,

Kanu6posounbie Fe Mn Cu Mo  Sr Mg Zn P
CTaHRapTL! KoHuentpauma (mkr/mn)

1 005 005 005 005 005 1 1 1

2 05 05 05 05 05 5 5 10
3 1 1 1 1 1 10 10 100
4 5 5 5 5 5 25 25 200
5 50 50 500
6

7

Pesynbratbl u 06cyxpeHue

Mpeaenbi o6Hapyxenua metoga (MDL) 6binu onpeaenexs!

Ha OCHOBE MpaBuna Tpex CMrMm: No TpeM CpeAHeKBaApaTUYHbIM
OTKMOHEHWAM JeCATH NOBTOPHbIX M3MEPEHUI XONOCTOro
pacTBopa, NpoBejeHHbIX B TEYEHWE OAHOTO LKA aHanumaa.
Kak BuaHo 13 1abnuubl 3, nonyyeHHble ¢ NOMOLLb0 Npubopa
MNCIM-03C Agilent 5100 SVDV 3HayeHna MDL Huxe
npeaycMOTPEHHbIX MeToaukoii GB.

Ta6nuua 3. Mpezenbi o6HapykeHUA MeToAa, NONy4YeHHble B COOTBETCTBUM
¢ ykaszaHuamu GB 5413.21—2010 Bce MDL 6binv onpeaeneHbl B pamkax
0/HOTO U3MEpEeHUA C 0AMHAKOBbLIMW NapameTpamMMu.

Mpepen
Inement MDL MDL o6Hapy>xeHua
(mr/kr) (mr/100r) B metoauke GB
(mr/100r)
K, 766,491 Hm 1,74 017 0.7
Ca, 315,887um 0,10 0,01 0,7
P, 213,618 im 0,17 0,02 He npum.
Na, 589,592 um 0,08 0.01 1.6
S, 181,972 um 1.1 0,11 He npum.
Mg, 279,078 um 0,08 0,01 0.2
Zn, 202,548 um 0,006 0,0006 0,002
Sr, 421,552 um 0,0005 0,00005 He npum.
Fe, 259,940 um 0,01 0,001 0,003
Cu, 327,395um 0,01 0,001 0,002
Mo, 204,598 um | 0,03 0,003 He npum.
Mn, 257,610 um 0,003 0,0003 0,005
MKr/Mn
S Ca K Na
1 10 10 1
10 50 50 10
100 100 100 20
200 250 250 @ 50
500 500 500 100
750 750 150
200



KoHueHTpauuu aneMeHTOoB, onpeAeneHHbIX B CTaHAAPTHOM
o6pasLie cyxoro Momnoka, 6binv BOCNPOM3BEAeHbl C TOYHOCTbIO OT
92% no 107% ot aTanoHHbIX 3HaYEHUH, YTO TOBOPUT O BbICOKOM
TOYHoCTM MeToAa. PeaynbTathl, NpuBeaeHHbIe B Tabnuue 4, Takxe
NeMOHCTpUpYHT Bo3aMoxHocTb npubopa MICM-03C Agilent 5100

SVDV npoBoanTtb aHanu3 B LLUIMPOKOM AMHAMWUYECKOM AuanasoHe,

MOCKOJIbKY B X0/4€ 04HOro u3amepeHuna yaanocb onpeaenutb
3NeMeHTbl Ha YPOBHE OT COTbIX A0 MUNNuUapaHbIX nonei.

Xota Kuraiickas metoauka GB B HacToALlee Bpema
pacnpocTpaHAeTcA Ha onpeaeneHue BocbMu anemMenToB (Ca, Fe,
Zn, Na, K, Mg, Cu n Mn), Takxe 6binu nony4eHbl peaynbTatbl no
P, S, Sru Mo B ctaHaapTHoM o6pasue, NoCKOMNbKY 3TW 3MEeMeHTbI
TakXke MOTyT GbITb BaXXHbl NPU aHaNM3e Cyxoro MonoKa B Apyrux
CTpaHax u pernoHax.

Tabnuua 4. AHanu3 ctaHgaptHoro o6pasua cyxoro monoka NIST Ne 8435
¢ ucnonb3osaHuem npubopa VICM-03C Agilent 5100 SVDV

Ceptuchmumpo- N3mepenubie % ot ceptudhmn-

Inement BaHHOe 3Ha4ye-  3HaYeHua LMPOBAHHOIO
Hue (Mr/kr) (mr/kr) 3HayeHua
OcHoOBHbIe NUTaTeNbHbIE 3NeMEHTbI

K. 766,491 Hm 1,363 1,307 96

Ca, 315,887 um 0,922 0,975 106

P, 213,618 im 0,780 0,716 92

Na, 589,592 um 0,356 0,353 99

MuratenbHble anemMeHTbl B MUKPO- M CNEeA0BbIX KONWYecTBax

S, 181,792 um 0.265 0,265 100

Mg, 279,078 um 814 749 92

Zn, 202,548 um | 28,0 28,9 103

Sr, 421,552 Hm 4,35 4,37 101

Fe, 259,940 Hm 18 19 107

Cu, 327,395um 0,46 0,46 100

Mo, 204,598 um | 0,29 0,27 92

Mn, 257,610 um | 0,17 0,18 103

BbiBopbl

Mpu6op VICM-03C Agilent 5100 SVDV, ocHauleHHbIN
AMXPOMYHBIM cnekTpanbHbiM cymmatopom (DSC), nossonsaer
nonyyatb pesynbTaTbl KaK ANA aKCUanbHOTO, Tak 1 Ana
pasuanbHoro 0630poB nnasmbl 3a eAMHCTBEHHOE BbICTPOE
U3MepeHHe C XOpoLUMUM COOTHOLLIEHUEM KLieHa-KayecTBo.
CnesoBble KonMyecTBa TOKCUYHbIX 31IEMEHTOB W 6onblumne
KOMMUYECTBa NUTaTENbHbIX 3MEMEHTOB GbINu U3MepeHbl
0JIHOBPEMEHHO, B OJJHOM LiMKNe aHanu3a ctaHaapTHoro obpasua
Cyxoro Mofnoka, 6e3 ucnonb3oBaHUA MOHM3ALMOHHbIX Gydepos.
Bbino oTMeyeHo npekpacHoe BOCNpPOM3BEAEHUE KOHLIEHTpaLMiA
ZNA BCeX 3MIeMeHTOB, onpe/eneHHbIX B CTaHAapTHOM 06pasLie

B PEXXMME CUHXPOHU3UPOBAHHOIO BEPTUKANbHOIO ABOWHOMO
0630pa, YTo NOATBEPXKAAET BbICOKYIO TOYHOCTb MeTo/a Npu
6onbliOM AMHaMUYeckom Auana3oHe. B aaHHOM uccrnesoBaHuu
nokasaHo, yto npu6op VICM-03C Agilent 5100 SVDV noaxoaut
ANnA aHanu3a cyxoro monoka no metoauke GB 5413.21.
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