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CKpuHUMHT necTMumpoB n apyrux
3arpA3HMTENnen B NPOAYKTaX NUTaHuA
C NOMOLLbLI HOBOTO0 KBaAPYNnosnbHO-
spemanponetHoro 'X-MC Bbicokoro
pa3peweHus C UCTOYHNKOM
3NEeKTPOHHON UOHN3AaLUN HU3KOM
JHeprumn

KpaTtkuit metoanyeckuin 063op

Beenenue

Pacrywian notpe6HOCTb B NPOBEAEHUN CKPUHWHTA 3arpA3HEHUTENEN B MULLEBbIX
npoAaykTax Tpebyet Hanuuma 3(pcheKTMBHOM U YyBCTBUTENbHOW METOAMKM aHanu3a

[1]. BaapynonbHo-BpemanponetHbii [X-MC Bbicokoro paspeLueHua noaxoaut

AnA coeauHeHui, onpeaenaembix ¢ nomollbio [X. TouHbIi U NonHbIA Macc-

CMEKTP NO3BONAET KaK YBEPEHHO MAEHTM(ULIMPOBaTL COEAUHEHMA B Npobe, Tak

1 KOIMYECTBEHHO OMpeAeNnaTb UX C YyBCTBUTENbHOCTbIO, JOCTAaTOMHOM /1A COOTBETCTBUA
cambIM CTPOrUM TpeboBaHUAM K MaKCUManbHbIM OCTaTOMHbIM KOHLIEHTpaLUAM.
Vonnzauma anektpoHHbIM yaapom (El) HU3Ko# aHeprum noBbilLaeT BepoOATHOCTb
06Hapy>KeHuUA Unu NoATBEPXXAEHNUA NMPUCYTCTBUA MOJEKYNAPHBIX MOHOB B MOJTyYEHHbIX
Macc-cnekTpax u cnocobcTByeT MaeHTMMKALMM HEUBECTHBIX COeAMHeHMI. B pabote
onucaHo UCMosb30BaHKe KBaapynonbHo-BpemanponetHoro [X-MC Bbicokoro
pa3peLLeHnUa C UICTOYHUKOM 3NEKTPOHHON MOHM3ALMN HU3KON IHEPrUM Af1A CKPUHUHTA
NecTLMAOB U APYTUX 3arpA3HEHUI B MaTpuLiax NpoAyKTOB NMUTaHHUA.

Agilent Technologies



JkcnepuMeHTanbHaA yacTtb

Mpo6onoparoroBka
FOMOFEHM3MpOBaHHbIe 06pa3ub| NnPoAYKTOB NUTaHKUA

3KCTparMpoBanu ¢ nomolibto Habopa ana metoamku QUECHhERS.

JKcTpakT aBokao ounLanu ¢ nomolubto ATOI (ana 6onee
MOSHOrO yAaneH!aA NUNUAHOM MaTpULbl) M OCYLLAOLLIMX
naTpoHoB. IKCTPaKT 6POKKONYM oymLanu ¢ nomotlpio ATO3I
AnA NUrMEHTHOI MaTpuLibl; APYrMe 3KCTPaKTbl — C MOMOLLIbIO
AT®3 ana cdpykTos u oBolueit. [ina oueHkn achheKTMBHOCTH
MeTOAMKM B OpraHuyeckue MaTpuupl 4o6aBnanu cmech 6onee
yem 140 nectuumaos. CKpUHUHT 3arpA3HEHUI NPOM3BOANUNN Ha
HeopraHM4Yeckmx aKCTpakTax MuLLIEBbIX NPOAYKTOB.

C6op paHHbIX

[Ina cbopa aaHHbIX UCNONb30BaNyM KBaApynosbHO-
spemanponetHblt [X-MC Agilent 7250 (puc. 1) ¢ onuueit
o6paTHOM NpoayBKU (puc. 2) u MeToauKy ¢ hukcaumei
BpemMeH yaepxkusanua. B tabn. 1 npeactaBneHbl paboune
napameTpbl npubopa.

Puc. 1. keadpynornbHo-epemanponemHsili FX-MC Agilent 7250.
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Cucmema c o6pamHoli npodyskoll.

Ta6bnuya 1. Pa6oyue napamempsi k8adpynosnbHo-epemanponemuozo IX-MC
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NpoAyBOYHYO MychTy
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porpamma TepmocTata

Pe>xxum obpatHoit npoayBku

Temnepartypa
B TP@HCMOPTHOM NUHUK

VoHHBIA MCTOYHMK

Temnepatypa UCTOYHUKA

Temnepatypa kBaapynona

C6o0p cnekTpanbHbIX
JlaHHbIX

Agilent HP-5 MS Ul, 15 m x 0,25 mm, 0,25 mkm

YHuBepcanbHbI MHOTOPEXXUMHbIWA UcnapuTens,
4-mMm HabuTbI NaliHep ¢ OAHUM CYXXEHUEM
Ultralnert

2 MK, XONOoAHbIN, 6e3 AeneHna notoka

lenuii

~1 mn/mux

(BpemeHa yzaepxxuBaHua 3adMKcMpoBaHbl
OTHOCUTENbHO NKKa xnopnupudoc-metuna

Ha 9,143 muH)

Motok konoxku 1 + 0,2 Mn/MuH

60 °C B TeyeHue 1 muH,

40 °C/mun ao 170 °C, 0 mu,

10 °C/mun po 310 °C,3 mun

5 MuH (nocne aHanusa)

310 °C (tepmocrar)

50 psi (BcnomoratenbHbiii IP[)
2 psi (Bxoa)

280 °C

JInekTpoHHaA noHuaauma, 70 3B, 15 3B

280 °C (70 3B)
250 °C (15 3B)

180 °C
07 45 no 650 m/z
5 ckanuposanuii/c (70 3B)




AHanu3 faHHbIX

06paboTKy AaHHbIX MPOBOAUMK C UCMONb30OBAHUEM
M0 Agilent MassHunter B.08.00 ¢ anroputmom SureMass.

LleneBoi CKpUHUHT NeCTUUMAOB (0AHOBPEMEHHO
KayecTBEeHHbIN U KONMYECTBEeHHbI) 0CHOBbIBaNCA Ha
KOMMepueckn AocTynHoM 6ubnmoTteke nectuuuaos AN
kBaapynonbHo-spemanponetHbix [X-MC [2], koTopas
CO/IEP>KMT TOUYHbIE MACC-CMEeKTPbl U BPEMeHa yAepXXuBaHuA
ana 6onee yem 850 coeanHeHui.

HeueneBoi CKpUHUHT OCTarnbHbIX 3arpA3HEHUIA NPOBOAUIIM
Ha ocHose 6ubnuotekn NIST ana MX-MC.

Pesynbratbl u 06cy>xpeHue

Marpuua NPoOAYKTOB NUTaHUA U NeCTULUADbI

Ha puc. 3 nokasaHo pasHoo6pasue crnoXHbIX MaTpuLl
NPOAYKTOB NUTaHUA, UCCIe0BaHHbIX B aHHOM paborTe,
oTpakeHHoe B MOJTHbIX MOHHbIX XpoMaTtorpammax. [na
oLeHku acppekTMBHOCTU MeToAUKM B Npo6bl A06aBNAMK
XnopopraHuyeckue, occhoopraHuyeckue, kapbamartHble,
TpMasonbHble, MUPETPOUAHbIE U Apyrve NecTULmnabl.

BOCHp0M3BOAMMOCTb MeToaAuKH

BocnponasoammocTb BpemMeH yaep>KuBaHus

U OTKJTIMKOB B LLIECTW MOBTOPHbIX N3MEHEHUAX ANA BCEX
UAEHTUULMPOBAHHBIX COEANHEHWUN, 106aBNEHHbIX B NPO6bI
B KOHUeHTpauumn 10 Hr/mn, nokasaHa Ha puc. 4 n 5.
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necmuyuooe 8 Mampuyax npooykmoe NUMaHus.



Kanu6poska B uenesoi matpuue

IMpu ncnonb3oBaHUM AnA KayecTBeHHOro aHanusa 10
SureMass MHoroypoBHeBas kKanubpoBKa (Tpy napanmnenbHbIX
U3MepeHua AnA KaXkJoro YPoBHA) B LieNieBoii matpuLe

QINA 3KCTpakTa aBOKa/o JaeT KanubpoBoYHYH KPUBYIO

¢ nuHeitHocTbio R? > 0,99 B ananasone 5-500 Hr/mn ana
6onee yem 85% Lenesbix necTMuMAoB. [Ina 60NbLIKXHCTBA
OCTaBLUMXCA NECTMLU/0B B TOM e AMana3oHe KOHLIeHTpaLui
NUHeRHOCTb KanMbpoBoYHoW Kpueoi 6bina R > 0,985. Ha
puc. 6 nokasaHbl MpMMepbl NOMyYeHHbIX KanMbpOBOYHbIX
3aBUCUMOCTEN ANA pasnuUyHbIX IPynn necTULuUaoB.
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Puc. 6. Huana3soH kanubpoeku: om 5 0o 500 He/mn.

TouHocTb onpepesieHna MaccCbl

Ha puc. 7 npoaeMoHCTpuUpoBaHa TO4HOCTL ONpeAerieHna
Maccbl Ha MPUMepe HECKOJTbKUX NeCTULM/A0B B LUMPOKOM
Avana3oHe KoHueHTpaumid. Mpu koHueHTpaumum 10 Hr/mn
Macchl Bcex 06Hapy>eHHbIX NecTULMA0B ONpeAenanmch
C TOYHOCTbIO He Xy>xe 5 ppm
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LleneBoi CKpMHMHT (COBMECTHOe KayecTBeHHoe
M KONMYECTBEHHOE onpeaeneHue)

LleneBoii CKpUHUHT NECTULMAOB B HEOPraHUYECKUX MULLEBBIX
MpoAyKTax NPOBOAMICA C MOMOLLbI0 6MBNMOTEKM TOUHBIX
macc nectuumuaos (tabn. 2).

Tabnuya 2. Pesynbmame! yeneeoz2o CKpUHUH2a Heop2aHU4YecKux npooyKmoe

numaHua
NpentndpmumpoBanubiii  Copepkanue
Marpuua nectuumg” (ppb)
flénoko bockanua (Huko6udben)  Tombko Kau.
OnyavokcoHun Tonbko Kau.
MupaknocTpobuH Tonbko Kau.
Mupumetanun Tonbko Kau.
Twabenaason Tonbko Kau.
Anenbcud  Kap6apun 6.5
Mponukonason (I u 1) Tonbko Kau.
Mupumetanun Tonbko Kau.
Tuabengason Tonbko Kau.
Bpokkonu  (1R)-umc-MepmeTpuH 30,7

(1R)-TpaHc-MNepmeTpuH 30,6

A3okcucTpobuH 878 (>500)
bockanua (Huko6udben)  Tombko Kau.
Numetochopm (E) 535 (>500)
OnyavokcoHun Tonbko Kau.
MeHTaxnop6eH3oHUTpUn  TonbKO Kau.
MupaknocTpobuH Tonbko Kau.
Tpubytundocdcar Tonbko Kau.
A-Uunranotpun 43,0

* Kputepuu naeHtmcmkaumm (nouck no gparmeHtam):
norpeLuHocTs onpejenexua Maccbl <5 ppm (6onee AByx
MOHOB), NOrPeLIHOCTL BpeMeHu yaepxkusanua <0,1 muH,
OTHOLLIEHUE CUTHan/wym >3.

Tonbko Kauy. = TOfbKO Ka4YecTBeHHbI cKpUHUHT. CTaHaapt
AnA KkanubpoBKU HeAOCTYMEH.

HeuenesoW CKpUHUHT

HeueneBoii CKpUHWHT ApyrvX 3arpA3HEHWI NpoBoAMIcA
nyTem cpaBHeHua ¢ 6ubnuotekoii NIST nocne o6HapyxeHua
nukoB ¢ nomolupto M0 SureMass. Macc-cnekTp, nonyyeHHbIN
C MOMOLLbIO 3MEKTPOHHOM MOHU3ALMMU HU3KOW IHEpruu,

MO3BOMNAET NOATBEPAUTb CTPYKTYPY MOMNEKYNAPHOro MoHa (puc. 8).
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BbiBopbi

+ KsaapynonbHo-spemanponetHbiii [X-MC Agilent 7250
6bINn ycnewHo UCMonb3oBaH AnA CKPUHUHTA NecTMLUAOB
B MaTpuMLIaX pasnuyHbIX NPOAYKTOB MUTaHUA.

* HapexHocTb pe3ynbTatoB AOMNONHAET cTabunbHOCTb
BpeMeH yaep>XXnsaHua 1 xopoLlaa TOYHOCTb onpeaerieHna
Macc.

+ [lpoBeaeHue KanubpoBKM B LIENEBOI MaTpuLEe NMO3BOMUIIO
DOCTUYb NIUHERHOCTU CUrHana B LUMPOKOM Anana3oHe
KOHLEHTPALMNA.

° SHEKTpOHHaﬂ MOHM3aLMA HU3KOW JHEPruun Tak>Xe MOXeTt
6bITb UCMONb30BaHA npu HeuenesoM CKPUHUHTE.
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NononuurenbHas uudopmauma

lMpeacTaBneHHble JaHHbIE OTPaXatoT XapaKTepHbIe
pesynbTatbl. [JononHUTENbHYIO MHOPMaLUIO 0 NpoAYyKTax
W ycryrax Hallei KOMnaHum cM. Ha Be6-caiite
www.agilent.com/chem.

www.agilent.com/chem

Tonbko Ana uccnesoBatenbckux Leneii. He Ana ucnonb3oBaHuA B AMArHOCTUYECKUX
npoueaypax.

Komnanua Agilent He HeceT 0TBETCTBEHHOCTU 3a BO3MOXHbIe OLIMGKM B HACTOALLEM
[OKYMEHTE, a TakXe 3a y6bITKM, CBA3AHHbIE C NONy4YeHUeM HACTOALLEro JOKyMeHTa,
03HaKOMIEHWEM C HUM U1 er0 UCMONb30BaHUEM UNK ABMAIOLLMECA CHIEACTBUEM NOAOGHbIX
ZIeiicTBUM.

VHchopmauma, onucanua u cneumdukaumm B HacTOALLEM AOKYMEHTE MOTYT 6biTb
M3MeHeHbl 6e3 npeaynpexaeHus.
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