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OueHKa YpOBHSA OKUCK STUIIEHa

N STUNEHXIOPIMAPUHA B CEMEHAX
KYH>KYTa C MOMOLLbHO CUCTEMDb
ra3oBOW XpomaTorpapum

Agilent 8890 n TpexkBagpynobHOMo
Macc-crekTpomMeTpa /000D

AHHOTauusA

B AaHHbIX pekoMeHAaumMsax no NPUMEHEHMIO OMMCaHO MCMONb30BaHME CUCTEMDI
razoBoW xpomatorpaduu Agilent 8890 coBmecTHO ¢ 'X-MC TpexkBaApynobHbIM
Macc-cnektpomeTpoM Agilent 7000D anst KONMYECTBEHHOIO onpeaeneHns

OKMCK 3TUAEHA N STUNEHXIOPIrMAPMHa B Mpobax cemMsiH KyHxyTa. MeToavka
NMO3BONAET MOYYNTb MaKCUMallbHO AOCTOBEPHbIE pe3ysibTaTbl NPy PYTUHHOM
aHanuae B NWLLEBON MHAYCTPWK, B TOM YMCIIe NPpY NPOU3BOACTBE, 06paboTKe,
XpaHeHUM UM KOMMEPYECKOM TECTUPOBAHMMN MPO6 CEMSIH KYHXKYTa, @ TakxKe

B akafieMmyeckux Liensx. Bo BpeMs NpobonofaroToBKM OCcTaTouHas OKUCh 3TUMeHa
B Npobe npespaLlaeTcst B 9TUAEHXNOPrnapnH, 3aTeM NPOBOANTCS KUAKOCTb-
YKMAKOCTHaA aKCTpakuma (KXK3) ¢ aTunaueTaTom, Mocse Yero — ouncTka nepeq
BBeZeHneM B ['X/TK. [Npefen Konm4ecTBEHHOro onpeaenenns, LOCTUMHYTbIN

B MaTpuue, cocTaBnn 10 mapa Aa.

OKMCb aTUIEHa NCNoNb3yeTes AR CTEPUNU3ALIMN CEMAH MACTINYHbBIX KYNbTYP

¥ CEeLmin BO BpeMA xpaHeHna. OCTaToYHOE KOMMYECTBO OKUCH 3TUMEHA U ee
NPOU3BOAHOIO, 3TUNEHXOPruApUHa (06pasyeTCs BCeACTBIE XUMUYECKUX PEaKLWi
BO BPEMSI XPAHEHMST), MOXKET 6bITb OBHAPY>KEHO B YKa3aHHbIX MULLEBBIX MPoayKTax .
STUNEHXNOPIUAPUH MOXKET UCMONb30BaTLCA B KAYECTBE MapKepa, MOATBEPXAAIOLLEro
NPVMEHEHVE 06PabOoTKM OKMCHIO aTUIeHa. KOMMYeCTBO STUNEHXIOPTNAPUHA MOXHO
onpefiennTb B CEMEHax KyHXyTa MpPOCTbIM aHammMTUiecKnm Metofom IX/TK. Takon
METOA TakXKe MO3BOMAET OLEHUTD M3HaYaIbHOE KONMMYECTBO OKMCH STWEHa B Mpode

C NOMOLLbHO pacyeTHOro KoapduLMeHTa.

MeToavka, onMcaHHasi B 3Ton paboTe, MO3BONSET O6HAPYXXUTb STUAEHXIOPTUAPUH
B KayecTBe Mapkepa 06paboTKN CeMAH KyHXyTa OKMUCbIO 3TUIeHa C MOMOLLbHO
cuctembl X Agilent 8890 n TpexkBaapynonbHoro MC 7000D (npenen
Konmn4yecTBeHHoro onpeaenenns — 10 HI/T, 4TO COOTHOCUTCA C NPeaebHON
JlONYCTMMOIA KOHLIeHTPpaLmMein B EBpocotoae, paBHoO 50 HI/r) 2.



SKcnepmmeHTaanaﬂ
4acCTb

Heobxoanmbie peakTuBbI

— 0,7 N pacTBop CepHON KNCOTbI
(0,981 r cepHOit KMCNOTHI,
pacTBopeHHoi B 100 M BoAbI)

— HacbileHHbIN BOAHbIA pacTBOp
XJi0pnaa HaTpus

- Bopa (Millipore, Milli-Q)

- 9tunauetaT (NPUroaHbIit
no CTEeNEeHN YNCTOTbI
NS XXMIOKOCTHOWM xpomaTtorpadun
BbICOKOr0 AiaBNeHns)

— Habop ansg AncnepcruoHHOM OYNCTKM
Agilent QUEChERS (kaTanoyHbl
Homep 5982-0028)

— OTasIOHHbIN CTaHOAPT OKUCK 3TUIEHA
(Sigma-Aldrich, kaTanoxHbli
Homep CRM48891)

— OTasIoHHbIV CTaHaapT
aTunexxnopruapuHa (Merck,
KaTanoXHbln Homep 8.00945.0100)

Heobxogumas annapaTtypa

B aTom nccnegoBaHum
ncrnosib3oBanunck cuctema X

Agilent 8890, o6opynoBaHHas
YHVBEPCasIbHbIM MHOMOPEXUMHbBIM
ncnapuTesieM ¢ HaCTPOEHHOW OMLUKEN
MOCTKOSIOHOYHOW 06paTHOM MPOAYBKM
1 TpexkBagpynosbHbin MC 7000D,
yNbTpa3ByKoBas BaHHa, BOAAHAs 6aHs,
oxnaxjaemas LeHTpudyra, HacTonbHas
LeHTpudyra n BUuxpeBasa MeLlanka.
BbinonHanuee cnepyrolime 4efcTBUA:

1. B3BecuTb 2 1 Npobbl U MOMECTUTb
B LIEHTPUDYXKHYIO MPOBMPKY
o6beMoM 50 M.

2. [Jo6aBuTb 2 Mn Boabl, 2 Mn 0,1 N
H,S0, 1 1 M1 HacblLeHHOro
pacTBopa xJiopnaa HaTpus.

3. [TOMeCTUTb B y/IbTPa3BYKOBYHO BaHHY
Ha 20 MUHYT.

4. MNepemecTuTb Npoby B BOASIHYHO
6aHto Npu TemnepaType 50 °C
Ha 1 y4ac.

5. llepemelunBaThb 0 AOCTUXKEHUA
Npo60oi KOMHATHOM TemMnepaTypsbl.

6. [o6aBuTb 5 M aTWNaleTaTa
1N NepemMeLlnBaTb B Te4YeHne
10 MUHYT.

7. OTueHTpudyrmpoBaTh Npn
8 000 06/MUH B Te4yeHne 5 MUH
npu Temnepatype 5 °C.

8. B3aTtb 1 M1 Hagocago4HOM
YXUAKOCTU 1 [06aBUTL ee B MPOBUPKY
151 AUCNEPCUOHHOM OUUCTKM
QUECHERS (yH1BepcanbHyto)
(kaTanoxHblit Homep 5982-0028).

9. BCTpAXHYTb M OTUEHTPUdYrMpoBaTh
npu 5 000 06/MUH B Te4eHNE 5 MUH.

10.CobpaTb HagoCa0uHYH XUAKOCTb
B Brany v seectu B ' X-MC-MC.

Ta6bnuuya 1. Metoguka IM'X.

Ycnosus I'X

Agilent VF-624 mc,
60 M x 0,25 MM, 1,4 MKM
(kaTanoxHblit Homep CP9103)

Kononka

YHuBepcarsbHbIi MHOFOPEXWUMHbI
ucnaputens Agilent 5190-2293,
naiHep 6e3 feneHvs noToka
O6beM BBOAA: 2 MK

Wcnaputenb

Mynbcamm, 6e3 feneHns NoToka,
25 psi o 0,8 MuH,

npogyBka perynstopa aeneHus
notoka 40 mn/MuH Ha 1,25 MUH

Pexum
BBOZa Npo6bl

Temnepatypa
paTyp 250 °C
ncnaputens
60 °C (2 MuH),
Tepmocrar Ha ckopocTu 10 °C/muH go 150 °C,

Ha ckopocTu 40 °C/muH go 250 °C,
oxugaHve 20 MUH

99,9995% renuin, NOCTOSIHHbIN MOTOK

[as-HocuTenb
¢ pacxogom 1,0 Mn/MUH

Ta6bnuua 2. MC-napameTpbl MeToankn MC.

Pexxkum MC[,,
TemMnepaTtypa KBagpynonbHoOro 150°C
Macc-punbTpa
TemMnepaTtypa UCTOYHMKA £1280 °C
MNOHU3aLMmn
TemnepaTypa TpaHCMNOPTHOW
MrepaTypa TPaHCMOPTHOWM 250 °C

JNIMHUN

82 - 31 (CE: 5)
80 - 43 (CE: 5)
80 - 31 (CE: 5)

MRM-nepexop ans
3TUNEHXJIOPruapUHa

Koadpduunent

Pexxum EMV ’
ycunenus: 10

Bpemsa 3agepXKu ANa Kaxzoro
nepexoga

75

3apepxka ans yCTpaHeHus

9,5
addeKkToB pacTBOPUTENS




PesynbraTbl
N 06CyXXaeHune

Mpn NCNONBb30BaHNM OMUCaHHOM
METOANKMN OLIEHOYHOE 3HaYeHWE
npenena Konm4ecTBEHHOrO
onpeneneHnst aTUNEHXI0Prnap1Ha B
npobax CeMsiH KyH>XyTa Obl/10 paBHO
10 Hr/r. TINK b1 NErko OTANYUM

OT 6a30BOI NNHMK, COOTHOLLIEHNS]
CUIHan — LWym MaTpuLbl 6bim > 2,9.
Ha pwc. 1 nokasaHbl XxpoMaTorpaMmmbl
Mo BblAeNEHHbIM MOHAM, MO KOTOPbIM
NPOBOAMINCH KaYeCTBEHHbIE

N KONMYECTBEHHbIE pacyYeTbl Npu
no6aBKax Ha ypoBHe npefena
KOSIMYECTBEHHOrO ONpeaeeHuns.
IMpeaen KoNM4eCcTBEHHOMO ONpPeaEneHNs
COOTBETCTBOBA/ NOTPEOHOCTAM
3aKa34MKOB 1 HOPMATUBHbBIM
TpeboBaHWSIM K NpefenbHO AoNyCTUMON
KOHUeHTpaumn, paBHoi 50 Hr/r

(B EBpoCOtO3e). Ha puc. 2 nokasaHo
COOTHOLLIEHWNE CUTHaN — LWYyM Ans

YPOBHeN cTaHaapToB Matpuy, 10 MapA 4.

n 50 Mnpa o.
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Bpemsi 3anucu cnektpa (MUH)

PucyHok 1. M1KM MOHOB, MO KOTOPbIM NMPOBOAUMCE KonnyecTBeHHbIe (1) U KayecTBeHHble (2) pacyeTbl
STUNEHXNIOPTUAPUHA NPY 3aAaHHOM KOHUEHTpauun 10 Hr/T.



Kann6poBka 1 nMHeNHOCTb

Bbin chopmmpoBaH rpadurk MMHERHOCTM
MaTpuLbl [0 406aBOK A/19 OTBETOB
(nnowaab Nnka) no ypoBHsIM
KOHLEeHTpaumii oT 5 1o 200 Hr/r (puc. 4).
Kanméposka NpoBoAMIach Ha LecTu
ypoBHaAx: 5, 10, 20, 50, 100 1 200 Hr/T.
OTmMevanacb yaoBneTBOpuTEbHasA
NWHeNHocTb ¢ R? > 0,998.
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PucyHoK 2. HyBCTBUTENBHOCTb 415 9TUNEHX0PrMAPUHa: XxpoMmaTorpaMmbl MRM 3agaHHbIX
KOHUeHTpaumin 10 Hr/r n 50 Hr/T.
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OTH. MHTEHCUBHOCTb

PucyHok 3. HanoxeHune NonHbIx MOHHbIX XxpomaTorpamMm MRM pasnnyHbIx KOHLEHTpaLuit
ITUNEHXIOPrnapunHa B MaTpuLe B Avanasore ot 5 Ao 200 mpa 4.

x10°
4ol ECH
Pl y=16,879132x + 14,317676
2,51 R2=0,9982
2,0
1,51
1,0
0,51
04

CurHan

0 20 40 60 80 100 120 140 160 180 200
KoHueHTpauus (Hr/mn)

PMCyHOK 4. KaﬂVI6pOBO‘4HaH KpuBasd Anda npoBEPOYHbIX CTaHAaAPTOB MaTPULbl A4 STUNEHXTOPrnapuHa.



lMoBTOpsieMOCTb

[oBTOPAEMOCTb 3/1t0LMK Bblna
NPOAEMOHCTPMPOBaHa NyTeM BBEAEHWS
cTaHAapTa STWIeHXIopruapuHa

B MaTpuLy C KOHLeHTpauvein 50 mnpa 4.

OTHOCUTENBbHOE CTaHAapTHOE
OTKJIOHEHWE NIoWaaemn NMKos
STUNEHXNOPrMAPUHA, PaCCUNTaHHbIX
Ha OCHOBaHWK 6 NapannenbHblX
BBe/leHWIA CTaHAapToOB MaTpuL

C KOHUeHTpauuen 50 mnpa a, 6bi10
paBHO 1,73%, Kak NokaszaHo B Tabn. 3.

KonnyecTBeHHbI aHanus npo6
ceMsIH KYHXyTa

OnvcaHHas MeToavka 6bina
NpUMEHEHa K MPO6E CEMSAH KYHMKYTa,
NPMOBPETEHHbBIX HA MECTHOM PbIHKE

C LiefIbto MPOBEeAeHNd aHanvsa

VI UCCNeAoBaHMs CTEMEHN N3BEYEHMS.

UccnepoBaHue cteneHn UsBrevyeHust
Kak nokasaHo B Tabn. 4, B XO/10CTON
MaTpuLIE CEMSH KYHXyTa He 6bIi10
BbISAIBJIEHO MKa, COOTBETCTBYHOLLIENO
STUNEHXIOPrNAPUHY. M3BNneyeHme
STUNEHXIOPrMAPUHA 1 OKUCK STUNEHA
B Npo6ax CeMsH KyHyTa, AOCTYMHbIX
[ NPMOBPETEHNS], pacCYMTbIBaANOCh
Ha OCHOBaHMM f06aBNEHNS B MaTPULLY
pPacTBOPOB aHaM3pyeMbIX BeELLECTB
C LeJIbkO MOMyYeHNA KOHLUEHTPaLUi

10 1 50 mnpa 4. Ana aTuneHa
xnoporunapuHa u 10 Mapa 4. 4ns OK1cu
aTuneHa.

[MpoBOAMIOCH TPW UCCNENOBaAHNUS

¢ Agob6aBneHnemM B MaTpuLly pacTBOPOB

aHaIM3npyeMblX BELLECTB C LIeNbHo

noslyYeHnst 3afiaHHblX KOHLEHTPaLWA:

1. 3agaHHaa KOHUEeHTpaums
3TUNEHXNOPrMaprHa B Npobe ceMsiH
KyH>XxyTa 10 Mnpg4 4.

2. 3afaHHas KOHUEeHTpaums
STUNEHXNOPrNapUHa B Npobe ceMsaH
KyH>XyTa 50 Mnpg4 4.

3. 3agaHHast KOHLEHTpaLms OK1cu
3TUeHa B NPoBe CEMSH KYHXYTa
10 mnpa 4. Llenbto aBnanack
NpoBepKa NPUMEHNMOCTU METOAMKN
07151 OLIEHKM COAEP>KaHNsA OKNCK
aTUneHa B Npobe (B KayecTse

MHOXWTENS A5 pacyeTa peaybTaToB

Npobbl C 3a4aHHON KOHLEHTpaLMen
OKMCK 3TUSIEHa UCMONb30Barsca
nepecyeTHbIN KOIhOUUMEHT

0,55) 2 MonyyeHHble pe3ynbTaTbl
onpefenieHns cTeneHu n3BneYeHns

B MpoLieHTax 06Cy>kaatoTcs B Tabn. 5.

Ta6nuua 3. MpoLeHTHOe OTHOCUTENbHOE CTaHAapTHOe oTkNoHeHWe (KB) Ana aTuneHxnoprnapuHa ang

NPOBEPOYHOro cTaHAapTa MaTpuLbl 50 MNpA 4.

Mnowapb Mnowapb Mnowapb Mnowapb Mnowapb Mnowapb
BBoga 1 BBOAA 2 BBOAa 3 BBoga 4 BBOAaA 5 BBOJA 6 0CO, %
821 804 811 829 842 810 1,73

Ta6nuua 4. Pestome [aHHbIX KONMYECTBEHHOMO aHannsa ans kanmépoeku (o1 5 ao 200 mnpa 4.),
13BeYeHNs B Npobax ¢ Job6aBKaMm A0 3afjaHHoM KoHUeHTpauumn (10 v 50 MApA 4.) v ucnbiTaHus

nosTopsaemocTy (50 Mapa a.).

WToroeas
WHTEHCUBHOCTb |  KOHL.
HaumeHoBaHMe npo6bl CoeanHeHne Tun npo6bi BY curHana (Hr/r)
XonocTaa MaTpuua_cemeHa
OTUNEHXNOPIrUAPUH MNpo6a H/0
KYHXyTa
Kanu6poBoyHas MaTpuua-1_5
P [PEREFl= OTUNEHXNOPIrUAPUH Kanuéposka 10,646 115 5,97
MnpAa a.
Kanu6poBoyHas
OTUNEHXNOPrUAPUH Kanuépoeka 10,650 165 8,9
maTpuua-2_10 mnpg a.
K
el OTUNEHXNOPrUAPUH Kanuéposka 10,654 324 18,32
MaTpuua-3_20 mnpg 4.
Kanu6poBouHas
P OTUNEHXNOPruapuUH Kanuépoeka 10,654 856 49,85
maTpuua-4_50 mnpg a.
Kanu6poBoyHasn
OTUNEHXNoPruapuH Kanuéposka 10,657 1676 98,46
MaTpuua-5_100 mnpg 4.
KanuépoBoyHas
P STUNEHXNOPruapuH Kanuéposka 10,657 3449 203,5
MaTpuua-6_200 mnpg 4.
KyHxyT_no6. ECH_10 mnpg g. OTUNEHXNOPruaApUH Mpo6a 10,673 184 10,08
KyH>xyT_n06. ECH_50 mnpa a. QTUNEHXNTOPTUAPUH MNpo6a 10,676 859 50,04
KyH>xyT_n06. ETO_10 mnpg A. OTUNEHXNOPrUAPUH Mpo6a 10,673 267 8,23
[06. 50 mnpga a. napan.-1 OTUNEHXNTOPTUAPUH MNpo6a 10,699 821 47,8
[06. 50 mnpa a. napan.-2 OTUNEHXNOPruapUH Mpo6a 10,707 804 46,79
[06. 50 mnipa a. napan.-3 OTUNEHXNOPrMAPUH Mpo6a 10,714 811 47,2
[06. 50 mnpa a. napan.-4 OTUNEHXNOPrUAPUH Mpo6a 10,718 829 48,29
[06. 50 mnpga a. napan.-5 OTUNEHXNTOPIUAPUH Mpo6a 10,737 842 49,05
[06. 50 mnpa A. napan.-6 STUNEHXNOPrUAPUH Mpo6a 10,733 810 47,14
Ta6nuua 5. I3BneyeHvie B Npo6e CEMSAH KyHXYyTa.
3apaHHas MonyyeHHasn WToroeas
KOHUEHTPaLUMs | KOHLIEHTpauusa |KoHueHTpauusi| UsBneuyeHne
HasBaHue coeguHeHus (Hr/r) (Hr/r) (Hr/r) (%)
10 10,078 10,078 100,8
OTUNEHXNOPruapuH
50 50,036 50,036 100,1
OKucb aTUNEeHa 10 14,96 8,228 82,3
5




3aknoyeHue

Pa3paboTaH TOYHbII 1 rpyoblit

METO[] aHaNmn3a OK1UCK 3TUNeHa

1 STUNEHXIOPrUAPUHA B CEMEHax
KYHXXyTa. Vicnonb3oBaHHas

MeToAMKa NpO6ONOAroTOBKM NpocTa

1 3aHUMaeT MeHblUe BpemMeHu. MNpeaen
KONMYECTBEHHOIO onpeaeneHus
METOAMKN 6bIn paBeH 10 Hr/r. B xoae
nccneaoBaHNs WeCTN napannenbHbiX
npo6 ¢ Ao6aBNEHNEM aHANN3NPYEMOTrO
BelLecTBa A9 AOCTVXKEHNS

3ajaHHOW KOHLIEHTpaLuK 6bIu
NoyYeHbl MOBTOPSIEMbIE Pe3ybTaThl.
[ns 0OCTUMHYTbIX 3aaHHbIX
KOHLIEHTPALMI OKMCK 3TUNEHA

N STUAEHXNOPrMApPUHa B Npobax
ceMsiH KyHKyTa, paBHbIx 10 Hr/r,

6blna nony4YeHa yoBNETBOPUTENbHAS
CTeneHb n3BneYeHus. Takrm o6pasom,
onvcaHHas B JaHHOM 1ccnefoBaHum
MeTOoAMKa AoKasana CBO MPUroAHOCTb
[N51 PYTUHHOrO aHanm3a npob ceMsH
KYH>XXyTa, MOABEPrLUMXCS CTepuUnnsaumm
OKMCbHO 3TUNEHA B YKa3aHHbIX
HOPMaTMBHbIX Mpeaenax.

www.agilent.com/chem

44419.2179050926

MH(bOpMaLLVIﬂ B 9TOM JOKyMEHTe MOXXeT 6bITb U3MEHEHa
6e3 npefjBapUTENbHOrO YBEAOMIIEHNUS.
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