Macc-cnekmpomempus u
XpomMmamo-macc-cnekmpomempus
8bICOK020 pa3peweHus

Hedépos AHapen AnekceeBuu,
naboparopua pusmyecknx merogos uccnegosaHna HUOX CO PAH



KpaTKaa xapaKkrepuctuka nHpopmaumm, nosyyaemoim
B MeTo4aX MAcC-CMeKTPoOMeTPUn U XpomaTo-macc-
CNeKTpomMeTpum

1. NMpsAsMmoe uamepeHne MaccoBOro Ymcria MosieKkyrbl BellecTBa, T.e. ee
MONEKYNSPHOU Maccbl, B CJly4yae, ecniu BelecTBO B YCJIOBUAX
MaCC-CMEeKTPOMETPUYECKOro 3KCNepuMeHTa AaeT MOJSIeKYNAPHbIU
MOH — 3apsXXeHHYI 4YacTuuy, UMelLyo Ty XXe mMaccy, A0 BerIM4YnH
mMaccbl okono 1500 a.e.m.

2. MNpu ncnonb3oBaHNN MAcC-CMEKTPOMETPUN BbICOKOro pa3peLleHuUs
BO3MOXHO MOJIYYEeHUS OYeHb TOYHOro 3Ha4YeHUSA MONEKYNSAPHOWU
MaccCbl, YTO MNO3BONSAEeT MO MU3BECTHbIM TaONMUYHbLIM [AaHHbIM
nonyyuntb OpyTTOo-chOopMYyNny BewecTBa, A0 BeNIMYUHbI MaccChl
HecKonbko 6onbwe 1000 a.e.Mm.

3. MNony4yeHne Macc-cneKkTpa BelecTBa, YTO NO3BONSAET NPOBECTU ero
naeHTUUKaumMio no 6MbnNMoTekam Macc-cnekTpanbHbIX AaHHbIX
(okono 500 000 coeanHeHnn B HUOX CO PAH) nnn no xapakrepy
coparmMeHTauumn NpPeanosIoKUTbL CTPOEHUe CoOeaUHEeHUS.



KpaTkas xapakrepuctmka nHdopmauuu, nony4yaemMomn
B MeTOAaX Macc-CMeKTPOMeTpP1M n XpomMaTo-mMacc-

CcneKTpomMmeTpuu

4. PaspgeneHue aHanMTU4YeCKOro curHarna oo6pasuoB BO BpPeMeHU - B
XpOMaTO-MacC-CMeKTPOMEeTPUM  BO3HUKAET  AOOMOSIHUTESIbHbIN
aHaNMUTM4YeCKUU CUrHan — BpeMsA yaepXxaHus obpasua, T.e. Kak
AOJIro BelecTBO NPOXOAUT Yepe3 XpomMmaTorpacmuvyecKyro KONOHKY.
Kak npaBuno, 3To BpeMA nNpuM OOHUX U TeX Xe YCIoBUAX
3KCNepuMeHTa SBJNSeTCA  YHUKaNbHOMN XapaKTepUCTUKoOun
BellecTBa, NO3BONAKOLEN pasaennTb AaXe CMeCU U3OMepoB, NMpu
MUCNoJfib30BaHUN crneuunanbHbIX XpomMmaTtorpaduyecknx xmpasrbHbIX
KOJIOHOK — jaXke ONTUYeCKMe U3oMepbl, U NOJTYYUTb MaCC-CNEeKTPbI
KaXgoro coeanHeHUs1 B CMeCH.

5. Mnowaab xpomartorpachuy4ecKoro nuKka nponopuuoHaribHa
cogepXaHuUKO BelwecTBa B aHann3Mpyemom obpa3sue, u4TO
No3BOJIfEeT, NpU cobnoaeHnn paga ycnoBun, NpoBoAUTb TOYHLIN
KOJIN4eCTBEeHHbIU aHanu3 obpa3uos.

6. NMonyyaTb [MQaHHble O psige TepMOoAMHAMWUYEeCKMX MnpoLleccoB
(ncnapeHwe, cyonumauums), uccnegoBaThb KMHeTn4yeckKue
3aKOHOMEPHOCTMH, MeXaHU3MblI npoTeKaHus npoLeccoB
Tepmopacnaga.



KPATKUE CBEAEHUA O MACC-
CNEKTPOMETPUU



an/IHLWII'IVIaHbHaFI cxemMa MOHHOIro UCTOYHUKa

1 — HaNyCKHOM KaHan, 2 — MOHM3aUuNOHHaA Kamepa, 3 —
3JIeKTPOHHAaA nyuwka, 4 — BbITArMBaKwLWAaA NMH3a, 5 —
cdokycupyrowas nMH3a, 6 — MOHHbIN NY4YOK



[Bn>keHne MoHa B MarHUTHOM norne

KnHetnueckan dHeprma MoHa nocine Bbixoaa m3 VIOHVI3aLI,VIOHHOFI Kamepbl.
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NpnHuunmanbHasa cxema MarHUTHOro macc-
cneKkTpomeTpa

Cxema macc-cnektpometpa: WU — MOHHBIN UCTOUHMK, [l — AETEKTOP UOHOB, S, U S, —
BXOAHAA MU BbIXOoAHaA wenu, B — marHutHoe nosae, nepneHAUKYNAPHOE MNJIOCKOCTU

pucyHka, O,, O, O, — UeHTpbl U I, I, I', — pPaANyCbl OKPYXHOCTEX, MO KOTOPbIM
ABuUralTca uoHol M,*, M* n M,*.



MpuHUMNUanbLHas cxema MarHUTHOro macc-
crnekTpomeTpa

Cxema MarHUTHOro Macc-CrnekTpomeTpa C OAHOKpaTHou ¢oKycuposkoii: | —
pesepsyap c¢ o6bpasuom, Il — 3oHa wmoHusauum, lll — 30Ha yckopenusa, IV —
aHanusatop, V — aertekrop.

1 — HaTeKaTenb; 2 — HaKanmMBaemblii KaTtoa,; 3 — aHoA; 4 — NYYOK MOHU3UPYIOLLUX
3/IGKTPOHOB, 5 — 3neKktpoabl; 6 — marHut; 7 wWenb Konnekropa; 8 -—
31eKTPUYECKUUN AATYUNK



NoHn3auunsa 3NeKTPOHHbIM yAapoMm

3aBucumoctb 3P (PEeKTUBHOCTM WMOHU3ALMM OT BeJIMYMHbI
yCKopsowero noteHumana ansi MOHU3UPYHLKUX 3NEKTPOHOB



NoHn3auma anekTpoHHbIM yaapom
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Macc-cneKkTp 3neKTPOHHOro yaapa 3aTunnponuoHara:
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(monekynsapHaa macca 102) npu 3Heprusix UOHU3UPYHOLLUX

anekTtpoHoB 70, 20 n 14 3B




KPATKUE CBEOEHUA O TA30BOWU
XPOMATOIPA®UNA



XpomaTtorpadcdua — MeTod pasderieHUs BeLwecTB, OCHOBaHHbIM Ha
pPas3HOCTM pacrnpenerieHnsa BeWecTs Mexay ABymMa qasamm  —
NoaBMXHOW (HasbiBAaeMOW elle afeHToOM) U HenodBuxHou. B cnyyae
ra3oBon xpomartorpadoum nNOABUMKHOW 4alle BCEro cpeaou siBnaeTcs
ras-HoCUTEsb, B HalLLleM criydae — refnimn, Henogsm>xHoOW doa3on B HaLLEM
cly4yae aBnigeTca HaHeCeHHOe Ha BHYTPEHHIOK NOBEPXHOCTL KBapLIEBOU
TpybKU-Kanunnapa TBepaoe BELLECTBO, B 3aBUCUMOCTU OT peLlaeMblX
3agay nMeroLee Ty UM UHYI XMMUYecKyto npupoay. B Hawewm cnydae,
Xpomatorpadguyeckonm  KomoHkn HP5-MS, HenogsBwkHou  asoun
asnsetcs (50%-cbeHunn)-MmeTUNNONIUCUIIOKCAH:




Cxema paboTbl xpomaTorpan4ecKkom KOJSIOHKU

HenogBuxHad
dasa
(nonucunokcaH)

BHelHAA
obono4ka
KONMOHKMH
(kBapy U nak)

NMoToOK rasa-
HocuTens
(renun)

MepeHoc rasomM-HOCUTENEM
onpepensieMoro BewecTBa
BO,OJNIb XpoMaTorpacgpuniyeckon
KOJIOHKM




XapakTepucTUKK BelecTBa, nofy4yaemoie B
XpomaTtorpadpuyeckom metoge

Bpemsa yaep:kaHua (Bpema Bbixoda) — BpeMa, NPOXoAallee Mexay MOMEHTOM
BBOAA aHa/M3Mpyemon npobbl B KONOHKY, U MOMEHTOM BbIXOZa BEPLUUHbI
MUKa BELLLECTBA U3 KOJOHKMW.

Obvem vypep»kaHua — o06bBEM ras3a-HoOCUTENA, KOTOPbIA MNPOXOAUT MO
XpomaTorpapumyeckom KOJIOHKE C MOMEHTa BBOAA aHanM3Mpyemom npobbl B
KOJIOHKY A0 MOMEHTA BbIX04a BEPLUMHbI MNUKA BELLECTBA U3 KOJIOHKMW.

UHAEeKC yaep)aHUA — OTHOLWEHMEe BPeMeH YyAepXaHuUA  KaKoro-to
CTaHAapTHoro BewiectBa (0ObIMHO A/1A HEMOAAPHbIX KONOHOK KaKoro-nmbo
yrnesogopoAa W3BECTHOro CTPOEHMA) W onpeaensdemoro Bewectsa. s
OJMNHAKOBbLIX MO XUMMMYECKOMY COCTaBy KOJIOHOK ABAAETCA MNOCTOAHHOM
BE/IMYNHOMN.

Mrowaab xXpomartorpaduueckoro nNUKaA — MapameTp, XapaKTepusyloLlni
KO/INYecTBO BellecTBa B npobe.



FTASOBAA XPOMATO-MACC-CINEKTPOMETPUA

4 bundance




CTbikoBKa xpomarorpada n Mmacc-cnekrpomeTpa,
orpaHnYeHusi, HaknagbiBaemMbie NMpPU 3TOM Ha MeToA
aHanusa

Manble o6bembl npobbl (1-10 mkn), manasa (>1%) KoHUeHTpauus
obpa3ua (obycrioBneHo BbICOKON YyBCTBUTENbHOCTLIO METOA0B
rasoBou xpomartorpacdumm u Mmacc-cnekTparnibHOro aHanu3a

Macc-aHanu3aTtop ¢ ManbIiM BpeMeHeM pa3BepTKU Macc-crnekTpa

Co3pnaHue coeanHeHusi-MHTepdenca Mmexay Macc-aHanu3aTopom
n xpomartorpad)omMm: nporpeBaemMoe, MHEPTHOE K MPOXOoAALLUM
Yyepe3 Hero cCoeAUHEeHUsAM

CoxpaHeHMe BbICOKOro BaKyymMa B Macc-aHanusartope npu
CTbIKOBKe C XxpomaTtorpadom

PeweHune: kanunnapHasa xpomatorpadunyeckas KONOHKa, Manbii
pacxon rasa HocuTesnsl, NPMMeHeHMe ra3oBbIX MOJEKYNAPHbIX
cenapaTtopoB, KBaApynosnbHbIA Macc-aHanu3aTop, aHanus
coeAVNHEeHWNN Mo XapaKTepUCTUYEeCKUM MOHaM



KonunyectBeHHbIN XpoMaTo-Macc-
CMEeKTPOMEeTPU4YeCKUn aHanums

daKTOpbI, OT KOTOPbLIX 3aBUCUT NOLWaAb NUKa.

1. KonnuectBo u4actuy. Macc-CneKTPoOMeTPUYEeCKUi CUrHaa nponopumoHaneH MoTOKY
yactuy,. Ecam mbl mmenn KoHueHTpaumio 1% no macce ¢eHona (M=94 r/monb) n 1%
ypconoso knucnotbl (M=470 r/monb), To X NMKK No naowagm byayT oTanYaTbeA.

2. CeuyeHne wvoOHM3aUMK. Jlloboe BeLLECTBO XapaKTepu3yeTcs CBOEN YHUKaJIbHOW
BE/INYNHOMN CEYEHMA MOHU3ALUMMK, T.e. KOJIMYECTBOM MOHOB, 06Pa30BaBLLUNXCA U3 MOJEKY
B YC/IOBUSX 3KcrnepumeHTa. MNpu anekTpoHHOM yaape npumepHo ogHa m3 10 000
MOJIEKY/T TOHU3MPYETCA. ITO KMPUMEPHO» 3aBUCUT OT CTPYKTYPbl COEAUHEHUS U MOXKET
M3MEHATLCA B LUMPOKOM JAMana3oHe. ITO O3Ha4yaeT, YTO OAMHAKOBble HABECKM ABYX
Pa3HbIX BELWecTB MOCAe MOHWU3AUUM NPUBEAYT K BO3HMKHOBEHMWIO Pa3HOro KO/IMYECTBA
noHoB. Kak cneacteme, NAOWAAM MNMKOB Ha XpomaTorpamme, npPONopUMOHaAbHbIE
BE/IMYMHE MNOJIHOIO MOHHOINO TOKa, Ha Macc-XxpomaTorpammax OyayT CywecTBEHHO
pa3nnyaTbhCcA.

3. OuckpumunHauma no macce. OKasbiBaeTca, 4YTO aHa/aAM3aTtop Mmacc awboro Tuna
MPOMYCKaeT MOHbI C Pa3HbIMKU 3HaYeHUAMU M/Z no-pasHomy. B pesynbrtate 100 noHos c
m/z 56 paayT NUK ¢ MHTEHCUBHOCTbIO, oTanyHoi oT nuka 100 noHos ¢ M/z 326. Ecau
[iBa COeAMHEHMA B CMECU MMEeIOT CYLLeCTBEHHO pas/nyalolinecs MONeKYyNApHble Macchl,
TO AUCKPUMMHAUMA MO MacCe CKaXkeTcd M Ha MHTEHCUBHOCTAX Xpomatorpadpuyeckux
MUKOB NO MOJIHOMY MOHHOMY TOKY.



KonuyecTtBeHHbIN XpoOMaTO-Macc-
CMNEeKTPOMEeTPUYECKUN aHanus

Cy6beKTUBHbIN PAKTOP — pyYHOE MHTErpupoBaHue Naowaamu
XpomatorpadpuyecKkoro nukKa.

MHTEeHCMBHOCTb CUrHana

| 7 986 950 eanHUL,

M HTe H CM BHOCTb CM rH ana 250000

7 607 560 eanHuML o

Pa3Huua - B 4,8%



KonunyectBeHHbIN XpoMaTo-Macc-
CMEeKTPOMEeTPU4YeCKUn aHanums

MeTopn BHeLlHero craHaaprTa:

[na npnbopa, Ha KOTOPOM NMPOM3BOANTCSH aHanu3, roToBUTcs obpasel
C 3aBeOMO W3BECTHOW KOHLEHTpaunew ornpeaeniaemMoro BeLLlecTBa.
Ona ©Oonblwen TOYHOCTM [OenaeTcsl HECKONbKO  pas3BedeHun,
3anucbiBalOT  XpomaTtorpammbl W MofyyvawT  KanubpoBOYHYIO
3aBucumocTtb. [Hanee 3anucbiBaetcad npoba € HEU3BECTHOM
KOHLUEHTpaLnen BellecTBa n no BENUYnHe nnowaamn
XpomaTtorpadonyeckoro nuka Uu  KannbpoBOYHOM  3aBUCUMOCTHU
aenaeTcs BbIBOA O codepaHnn B Npobe BellecTBa.

MeTopa BHYTPEHHEro cTaHgapTa

TaKkXe, Kak U B cay4ae MeToda BHELWHero crtaHgapTta, NPUroTOBAAIOTCS
KaIMbpoBOYHbIE PacTBOPbLI ONPeAe/ISEMOro BeLLeCTBa M 3annCcbiBalOTCA UX
XpomaTorpammbl. 3aTtem K o06pasuy, umelouLemy B CBOEM COCTaBe
onpeaenaemoe BewecTBo, AobaBnsercA  onpeaesieHHaa  nopuua
onpeaenaemoro BeuwecTBa. 3HaA CUrHan, KOTOPbIM A0/KeH ObiTb AaH
KOHUEHTpaumen, co3gaHHoM pobasneHMem BeLLecTBa, oOnpeaenatoT
Konm4yectso obpasLa B ucxoaHom npobe.



FTASOBAA XPOMATO-MACC-
CNEKTPOMETPUA
HA XPOMATO-MACC-
CNEKTPOMETPAX
Hewlett Packard G1800A
Agilent 6890N



TpeboBaHuA K oOpa3uam:

OGOwue TpeboBaHUSA:

1.  Yepes xpomatorpad He nNpPOXOoOAT COSin, MOSIMMEpPbI, CMOISbI,
Bewectea C OonbluonM MornekynsapHon macconm (oT 650 m Bblwe).
[ToaToMy Takme coeaunHeHUs crniegyeT noasepratb Moaudukaunsam mnnm
Xe He TMPUHOCUTbL Ha XPOMaTO-MacC-CrNeKTPOMETPUYECKUA aHanms —
HWU4Yero pasymMHOro aHarnms rnokasatb He CMOXeET.

2. Kucnotbl n nx cmecu xernatenbHO nepeBecTn B apupbl (kenaTensHo
METUNOBblIE — OHW €CTb B Dasax MacC-CNeKTPOCKOMUYECKNX OaHHbIX).
AMUHBI MOXHO auunupoBaTb. VHaye xpomaTtorpaduyeckne nukn Ha
KOJIOHKax C HenonspHou das3on Mnony4arTCHa CIULLKOM LUMPOKME, U
MOrYT «3aKpbliBaTb» MUKW OPYrMX coeauHEHUN B CMECMW.

3. He cTont npmvHoCUTb cCMecu ¢ ocagkamMu, HO ecnu 9To Hen3bexXHo, To
crnefyeT ykasaTb Npupoay ocajka.



TpeboBaHuA K oOpa3uam:

OGpa3ubl B pacTtBope:

1. Heobxogumo ykasatb pacTtBoputenb. [lpy npoynx paBHbIX nydlle
ncnonb3oBatb 0Oonee  nNerkokMNAWMW  pacTtBopuTenb  (MeTaHor,
xrnopodopMm), T.K. B crniydae ©Oonee BbICOKOKMMALWLEIO pPacTBOPUTENS
3aQepXKy BKIHOYEHMS  Macc-aHanusatopa Ha npoxod dpoHTa
PacTBOPUTEINA BbICTaBITAKOT 6OJ'IbLIJe, ao 8 MWH. BKITIOMNTEJIbHO, B
pe3ylribTate 4ero BCEe COE€ANHEHUA, KOTOPblE BbIXOOAT OO BpeMEHU
BKJTIOMEHNA MaCC-aHalln3aTopa, obbIYHO OcTalTCA HeonpeaerneHHbIMN.

2. HeobxogmMmo kak MOXHO TOYHEE YyKasaTb KOHLEHTpauuio OCHOBHOIO
KOMMOHEHTa B cMecu. XXenatenbHo MMeTb 3TO coaepxaHue okono 0,5%
No macce.

3. Llenecoobpa3Ho NpoBeEPUTL PacCTBOPUTESNL/PacTBOPUTENN HA Hann4yme
npuMmeceu.

4. B cnyyae wuccnegoBaHUsi pesynbTaToOB KaKOro-TO  XMMWYECKOro
npoLiecca LienecoobpasHo NpoBEPUTb Ha Hanuyne npuMecen UCxoaHble
BeLlecTBa, 0COOEHHO ecnn B UX YNCTOTE UMEIOTCA COMHEHMUs (BellecTBa
HU3KOW KBanudukauum no YNCToTe, C ANIUTENBHOrO XpaHeHusa n 1.4.).



TpeboBaHUSA K obpasuam:

Xungkne u TBepable oOpa3ubl BewecTB B YACTOM Buge:

1. Heobxogumo ykasatb pactBopuTesnb (pacTBOPUTENN), B KOTOPOM
BO3MOXHO MPOBECTM pacTBOpeHMe 00bpasLos, npu  9TOM
LenecoobpasHo ykasaTb OCOOEHHOCTW pPacCTBOPEHUS — BO3MOXHO,
pacTBOPEHME NPOUCXOOUT, HO MEASNIEHHO, UMM PacTBOPEHUE MOXKHO
NPOBECTN NPU HarpeBaHuu n T.4.

2. Ecnn obpasel npeacrtaBnsgeTr cobon CMeChb BELLECTB, XenaTernbHO
NepevYncrinTb OCHOBHbIE KOMMOHEHTbI CMEecU W” Uux MpPUMEpPHoe
coaepaHue.

3. Ecnn ons »xmngkoro obpasua M3BeCTHa TemnepaTtypa KUMNeHus, ee
criegyeT npuBecCTu.

4. YKasaTb, Kakue coeduHeHUss MOryT oOKasaTbCA B Ocagke npu
PacTBOPEHNN B YKa3aHHOM 3aKa3yMKOM pacTBOpPUTESE.



TpeboBaHUSA K 3asABKaM:

3asiBKa AOJKHa ObiTb odopMrieHa BO3MOXHO Oorfee noJiHO,
yem Oonbwe wuHdoOpmMauum O npeanoriaraéMom cocrtaBe M
Xapakrtepe npobbl y onepartopa, TeM Oonble WHMpopmMauuu

6yneT NMnoTOM y%mwﬁqlsaw yKasblBaTb Ha LLindop npobbl AOMmMKeH BbITb He

3asaBke hamunuio, TenedoH, onepatop bonee 8 cMmBOnoOB,
MOXEeT paspeLunTb YacTb NPUMEHSIOTCA NaTuHULa,
BO3HMKAIOLLINX BONPOCOB NO TenedoHy LUMpPbI, 3HAKK «_ » U «-»

CTpyKTypHble  dopMyrbl  cneayet

— | xMou.

NMPUBOOUTbL YETKO, Ha WX OCHOBE e e T

NOTOM ONpenenseTcsd BO3MOXHbIN - - M ;Is‘.:,".;:“‘;m;;;:5;1;)”‘;‘.::;..\,.;: F_}”‘

NyTb dparMeHTauum CoeanHeHus e

Vel SRR ALY oIl B s o o s SATAR e ;
6) MeHTHOHIMPOBATh KOMIOHEHTI CMECH ¢

B) MiaeHTHuIMpOBaThH ¥ HHTEPIPETHPOBATE

He cneoyetr ynyckatb BO3MOXHOCTb |
HanucaTb BO3MOXHY BpyTTO-hopmyny
COeANHEHWN, onepatop MOXeET,
KOHEYHO, MO CTPYKTYpHOW cbopmyne
Hanucatb GpyTTO-POPMYny, HO 3TO He
SIBNSIETCS €r0 OCHOBHOMW paboTon.

KOMIIOHEHTB! CMeCH ¢ HHTeH. Oombme ... %

r)

Bea i eMeck poiiaéT sepes xpomarorpagp XMC

(1IpHCYTCTBHE HENETYHHX COEIHHEHHH, CMOJI,

HE0CTATOMHO BBICOKAs TEMMepaTypa) na 0

wer [
O6pasel B pacTBope Obpazew B YHCTOM BHIE.
YKasars pacTBopHTeah H | YKasarh BOIMOKHBIC

NPOIEHTHOE COfIepIKaiHe | PACTBOPHTEIIH:
10 OCHOBHON KOMIOHEHTE
(0OpIuHO 1%):

naboparopuei:
Jlarta 3as. JIOMH:

MonekynsipHble Maccbl LenecoobpasHo
NPUBOANTbL C OKPYrNIEHWEM B MEHbLUYHO
CTOPOHY [0 UuenblX, ecnnm BXOoAAT B
coeguMHeHne xnop wnm 6pom — TO C
y4eTOM MeHbLWero Mo macce wu3oTona
(T.e. xnop — 35 a.e.m., 6pom — 79 a.e.Mm.).




KOTOPOro MNPOBOAMTbL WHTErpMpoOBaHWE MUKOB, WX

MMEHHO pexXunm npennoyTuTe

TpeboBaHUA K 3asABKaM:

Yka3atb ocoOble ycnoBuss Aansa 3anncum Xpomato-

Macc-CNeKTporpaMmbl - O3HaYaeT ykasaTb MeTof, a) 3anucatb M nepeparb XMC — o3HauaeT
KOTOPbIM NPON3BECTH 3alincCb, Tpe6OBaHMﬂ K nepeaatb d)aﬁn, CreHepMpOBaHHblﬁ
TeMmneparype UWCTOYHMKa W [OeTeKTopa, BpemA, C ynpasafaoWwmum I'Ipl/l60pOM KOMIMbOTEPOM

npuM 3anucm obpasua. O6paboTka ero
BEAETCA  Y)Ke  XMMMKOM HA  CBOEM
KOMMblOTEPE MNPU MOMOLWIM CheumnanbHOM
nporpammbl (Stand Alone Review Data)

MO>XHO 060y,£l,l/1Tb C ornepartopom, YTOObI MOHATL, KAKOW

IHudp 1pobsl

JlaGoparopus

O0OnuHBIC ye/ionus Ui ChEMKH

| G :;7“ i 6) WpeHTucpuumpoBaTb KOMMOHEHTbI
cMecn - oaauaer  mpopecTu
s EGHTUCHIKALIIO MYTEM CPABHEHIA Mace-

| CNeKTpoB  coepuHeHWA  omecn  ©

NMELLMMNCS 0asamu mMacc-
cnekTparneHbiX gaHHbIX (okoro 500 ThiC.
COeIIHEHUI)

r)

3cs 1 cMech npoiiaér yepes xpomartorpap XMQ

IPHCYTCTBIE HENETYHHX COEAHHCHMH, CMOII,

HE/0CTATOMHO BLICOKas TEMIepaTypa) m O
ner [J

Obpa3zel B pacTBope O0pazel B 4HCTOM BHAC.

VkasaTh pacTBOpHTENs M | YKas3arh BOSMOKHBIC

NpOIIEHTHOE COACPKAHNE PacTBOPHTEJIH:

no UCH\\HIIU“ KOMMOHEHTE

(o6punO 1%):

B) UpeHtTndmumpoBatb n
UHTepnpeTUupoBaTb KOMMOHEHTbl CMecu —
O3Ha4aeT npoBecTU unaeHTUdukKaumio no
06asam gaHHbIX On9 BCEX NUKOB, AS1s1 KOTOPbIX
A 9TO BO3MOXHO, a AJ151 KOTOPbIX HEBO3MOXHO —
NpeanonoXnTb BO3MOXHblE CTPYKTYpbI
CoeaNHEHNN Ha OoCHOBe anpuopHou
MHJOOPMaLMK U XapaKTepa Macc-criektTpa

3as. naboparopuei:

Jlara: 3ap. JIOMH:

r) - Ocobble TpeboBaHus K
NpeAacTaBneHno pesyrnbTaToB
(obcyanTb c onepaTopom)



TpeboBaHUA K 3asABKaM:

Ecnn xvmmMuk He YBEPEH, YTO BCHA

ero CMeCb npovaet

a) 3amvcath M I
0) Unenrae

HHTEHCY
8) Maentuduimponar

aHanu3s  gaHHoMm  npoOsbl
onepaTopom

b M HHTEPIPETHPOBATE

uHTeH. Gompme ... %

Bea i eMeckh TpoiialT depes xpomarorpagd
(1IpHCYTCTBHE HENETYHHX COE/IMHEHMIA, CMOJI

HE0CTATOMHO BBICOKAs TEMMepaTypa) O

HET [—I

3as. nabopatopueit:
Jlarta 3as. JIOMH:

(O6pasel B 4HCTOM BHIE.
nb W | YKazaTh BO3MOKHBIC
€ | pacTBOpHTEIIH!

YKasaTb BO3MOXHblE
pacTBopuUTEnm angd
obpasua, ecnn obpasey B
YUCTOM Buae

YKasaHue naTthl
nossonser B
fanbHenwem nerko
HanTM Bally 3asBKy
(MpU XpaHeHUN 3asiBKU
COPTUPOBAaHLI MO AaTe)

,u'

YKa3aTbMKOHLEHTPaLMI0 N0 OCHOBHOMY BELLIECTBY B
npoLeHTax, 4ONyCTUMO YyKa3aTb HaBECKY BellecTBa U
ob6bem/Maccy pacTBOPUTENS, U3PacXo[0BaHHOIMO Ha
co3aaHue nNpobbl, NPU UCMONb30BaHUN NErKOKUMALLMX
pacTBopuTenerm Ha  €eMKocTh ¢ obpasuom
LenecoobpasHo aenatb METKY MapKepomM,
0603Ha4aloLLy0 YPOBEHb PaCcTBOPUTENS cpa3sy nocre
MPUroTOBNEHUS

B

CTaHOAPTHbIX YCMOBUSIX 4epes
XpomaTorpadonyeckyro  KOJTOHKY,
OH JormkeH ocobo obroBopuTb
Cc
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Bo3amoxHocTu npnobopa Hewlett Packard G1800A

&

Fa3oBbIN XpomaTto-macc-cnektpometp HP G1800A



Bo3moxHocTtn npubopa Hewlett Packard G1800A

OcobeHHOCTU:
1. PyyHon BBOA oGpasua

2. lnana3oH namepsaembix macc ot 10 no 650 a.e.m.

3. Mporpammupyemoe nameHeHue TemnepaTtypbl
xXpomartorpadunyeckomn KosioHku ot 50 go 300°C

4. AHanu3 Xngkux npood — BewwecTB B pacTBope
5. AHanNn3 XnagKocten — MHAMBMAYanNbHbLIX BELWeCTB
6. AHann3 YUCTOTbI pacTBOpUTEsNen

7. AHanu3 rasoBbIX Npo6




Bo3moxHocTn npudopa Agilent 6890N
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Puc. Na3oBbIn xpomaTto-macc-cnektpomeTtp Agilent 6890N



Bo3moxHocTn npudopa Agilent 6890N

OcobeHHOCTH

1. ABTOMaTn4ecKkmm BBog oodbpasua/cepuun oobpasuoB

2. invana3oH namepsiembix macc ot 10 go 850 a.e.m.

3. NMporpammupyemoe U3MeHeHue TemnepaTypbl
XpomaTtorpacpunyeckon KorioHku ot 50 go 280°C

4. AHanus XuaKux npod — BewwecTB B pacTBope

5. BO3MOXHOCTb aHanu3sa JNIerkoOKMnALWmnxX obpa3uoB
(Temnepatypa KWNeHUS1 KOTOPbIX MeHblle nubo Oonblue
TemMnepaTtypbl KUMEeHUA pacTBopuTens)

6. Bo3aMoxHOCTb nopobopa xpomartorpachmyeckou KONMOHKU nona
y3KocneuuanusnpoBaHHble 3agauvu: aHanum3 HedTenpoaykKToB,
NileKapCTBeHHbIX nNpenaparoB, pa3gerieHne onTU4eCKUX NU3oMmeposB
uT.A.

7. BO3MOXHOCTb NOAKIKOYEeHUA Apyrux moayneun (B 4acTHOCTM,
TepMoaHarIMTU4YeCKOU NMPUCTaBKN)



OBPABOTKA NOJIYHMEHHbIX
PE3YJIbTATOB B
XPOMATO-MACC-
CNEKTPOMETPUN



OG6paboTKa AaHHbIX
XpOMaTO-MaccC-CNeKTpoMeTpun — nporpamMmma

Stand Alone Review Data
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OOpaboTKa gaHHbIX
XpOMaTO-MacC-CNeKTpoMeTpumn

mr Standalone Review Data - DEFAULT.M

File Method Chromatogram Spectrum  Identify Quantitate Tools Help

o
x|

rE

5
I

£l

OFtiF+E




OOpaboTKa gaHHbIX
XpOMaTO-MacC-CNeKTpoMeTpumn

rn Standalone Review Data - DEFAULT.M

File Method Chromatogram  Spectrum  Identify  Quantitate  Tools  Help
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Bnonnotekn macc-cnekrTparibHbIX AaHHbIX

NIST 02, NIST 05 — 6ubnmotekn macc-cnekTpanbHbIX [OaHHbIX,
co3gaHHble W nogaepxuBaemble  HaumoHanbHbIM ~ UHCTUTYTOM
ctangapTudaunm un texHosnormn CLUA, okorno 300 000 macc-crnekTpoB.

WILEY - 6ubnmoteka wmacc-crnekTparnbHbIX AOaHHbIX, CcO3JaHHasd
npodeccopom Mak-lladbdepTtn, npn ydyactum HaumoHanbHoro 6topo
ctaHgaptoB CLUA, okono 450 000 wmacc-cnektpoB, BO MHOIOM
nepecekaetcsa ¢ oubnmotekamm NIST.

bunbonuotekun, co3gaHHble n nogaepxusaemsle B HAOX CO PAH, no
NPUPOAHBLIM COEAMHEHUAM, BeLlecTBaM, 4acTO WCMNOSIb3yEMbIM B
cuHtesax xumukammn HAOX CO PAH, npogoyktam u nonynpoaykram
cuHTesoB — cymmapHo Ao 10 000 macc-cnekTpoB. CogepxaT, NOMUMO
caMmx  MacC-CMneKkTpoB, MHpopmaumrw 0  MeTode  3anucu
XpomMmaTorpammbl, U3 KOTOPOW B3AT MacC-CMeKkTp, BPeEMS yaepKaHUs
NN NHAOEKC yaepXaHUS.

INlntepaTtypHbin nouck npu nomowmn PXX, katanoros CAS un Belstein
— B peaKkux cny4vasx.



Stand Alone Review Data
AOCTYMNHa ANA YCTaHOBKU Ha NOOOU KOMMbIOTEP
HNOX CO PAH nop ynpaBneHuem onepauuoHHbIX
cuctem Windows 95, 98, 2000, NT 4, XP



MACC-CINMEKTPOMETPUA
BbICOKOI'O PA3PELLUEHUA



Macc-cnekTpomMeTp BbICOKOro paspeLlleHus
Thermo Electron DFS

(Double Focusing System — [1BonHaa cuctema
¢doKycupoBKM)

TRACE GC Uy1g,

—

e

Macc-cnekTpoMeTp BbICOKOro pa3peLlleHus ¢
xpomaTtorpacgpunueckoun npucrtraBkon Thermo Electron DFS



Thermo Electron DFS — npu6op ¢ nBonHOMU
bOKYyCUPOBKON MOHHOIO Ny4Ka:
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HcTo9HHK HOHOB

Cxema macc-cnekTpomeTpa ¢ 4BOUHOU (hOKYCUPOBKOU



Cxema npsamoro BBoga obpasua B
MacCC-CMeKTPoOMeTp:

- -ff"ﬁ::.u TYEAT or -‘ A £
Crompais Harpega o oUHDP (amirya) ¢ obpasuoM

R (e e BenTus,
e y ) 3aKPBIBAIOIMM BXOX
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| U

Bakyywmusiit Hacoc  [lITok

U cTOouHHUK HOHOB



OcobeHHocTn npubopa Thermo Electron DFS
1. llpn wncnonb3oBaHUM LWTOKA NPAMOro BBOAA AN XUMWUYECKOW
NOHN3aLUMN BO3MOXEH HarpeB obpasua ao temnepatypol 1600 °C

2. [lpy wucnonb3oBaHMKX LLUTOKa NPAMOro BBOAA BO3MOXEH Harpes
obpasua oo temnepatypbl 360 °C

3. lnanas3oH namepsaembix macc go 6 000 a.e.wm.

4. [Inana3oH To4HO onpeaensiembix macc go 1 500 a.e.m. (3aBuUCUT OT
HannyMa cTaH4apToB)

5. PyyHon npamon BBoa obpasua B Macc-CNeKTPOMETP

6. Xpomatorpaduyeckmin BBOO oObOpasua B MacC-CreKTpoMeTp
(OXXnpaeTcda BBOA B IKCMIyaTaumio)

/. PyyHon BBOO obpasua B xpomaTtorpad, COedMHEHHbIN C Macc-
CNEKTPOMETPOM

8. BO3MOXXHOCTb MOHM3ALNN 3NEKTPOHHBLIM YAapOM

9. BO3MOXHOCTb  XMMWYECKOW  MOHU3auuMm  (NpuU  yCTaHOBKe
OOMOSTHUTENBbHLIX NPUCNOCObNEHNI)

10. Manble Konu4yecTBa BeLLeCTB, pacxogyeMbiX MpuU nNpoBedeHuun
aHanusa



TpeboBaHUSA K 3asABKaM:
LlenecoobpasHo ykasaTb 0O6s13aTenkLHo

3NEeKTPOHHBLIV aapec, yKasaHue, OO KaKoW
NOMMMO KOMHATbI U TemMneparypbl

Opaseu XMMUYeCKu

bnbp 1o MC DFS 6
uhp npober >
o Electron Corporation <'Ta UJ1eH
................................ 3amaya : 3amucs MC Onpenenenne MM Onpenenenue 5O
........................ 0 |
. | T Bo3r/maen mm)...... T crab z;izzxﬂizzgﬁwmumm
A0MrsaSaim) | | o Obs3aTenbHO

IIpednonazaeman cmpyxmyphas (popmyia Peaynlb:r.a‘ﬁ*.:;lb aHa.r:ma = ' y KazaHue
PacuernHoe m/z.........ocoiiiiiiiiiiiieni,
H3MEPEHHO® MVZ......vvevevrinrinivanieranns paCTBO p utens ’ B
TeMIepaTypHBIH_PEWHM. .........cvvvrr.n... KOTO po M 06 pa3e L
.................................................... XOpOoLOo pacTBOpPUM

Tpednonacaeman Gpymmo-gopmyna TIpeOmOnazaentorit Mg, | o et s

3aB. TaGOPATOPHEM. .....veevitiveiii e v ees Sasetyromuti JIOMH:

TOTA..oeceooeeoee v eeese oo Ry yKa3¢1-b MOJIeKYyNnApPHbIU

BeC Wnu uHTepBan, rae
crieayeT UCKaTb
MONEeKYNAPHbIU NOH
obpa3sua



3anucb MC — o3Hau4aeT npocTo

TpeboBaHUSA K 3asABKaM:

3dlMNUCb MacCcC-CrneKTpa,

Hanpumep, ANA pasMmeLieHns ero

B CTaTbe UIIN otT4yeTe, He

onpepgensdaeTrcsda ToO4HadA Macca

OnpepeneHne OpyTTOo-hOpMYysibI — Ha
OCHOBaHUU 3HAYEHUSA MOJIEeKYNSAPHOWU
Maccbl W  HEKOTOpPOM  anpuopHoOM
MHdopMaLnun BO3MOXHO onpeaesiutb C
TON AU UHOWU OLIMOKOM KOMOMHaUUIO

6pyTTo-cbopmyna aTOMOB, VII\{I’eI-OI.IJ,VIX TAKOU Xe
MOJEKYIAPHbIN BeC
Ja6opatopus Iucp npogsr Mc DFS
Thermo E}fctron Corporation
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Paspelualowaa cnocoobHOCTbL Macc-crnekTpomeTpa

e
Am

HeoOxoaumsble paspeluarowme CnoCcoOHOCTU ANA pa3aernieHuns
NMUKOB, UMeKLWNX Mmaccy, onuskyr kK 400 a.e.m.

Am R
1 400
0.5 800
0.1 4 000
0.05 8 000
0.01 40 000
0.007 60 000
YBenuunBas pa3peLluaroLLyro CNOCOOHOCTbD, Mbl

pacnmnavymBaemMmcs 3a 310 yxyaueHunem 4yBCTBUTEJIbHOCTU



Mpepnonaraemasn 6pytro-¢popmyna: C,gH,O;
CHs Mpepnonaraembiit monekynapHbiii Bec: 324.1
PacueTHoe m/z;: 324.0992
U3mepeHHoe M/z; 306.0886
AnarHos — otaetena BoAaa, HET MOJIEKYIAPHOrO MOHaA

RT: 0.00 - 4 66
1.05 ML: e
1.80 4.51ET

TIC M=
15-17-5-2
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0.0 0.5 1.0 15 2.0 2.5 30 35 4.0 4.5
Time: [min]

15-17-5-2 #50 FT: 4.00 Av: 1 BL: S.23E6 !:g
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—N /' Npepnonaraemas 6pyTTro-dpopmyna: C,9H33NO,
Mpepnonaraembiii moneKynapHoin Bec: 427.3
PacuetHoe m/z: 427.2506

U3mepeHHoe M/z: 427.2509
AwnarHos — He oTmbIT pactBoputens CHCI,

RT: 0,00 - 1.37
1.860 PL: -

100+ 5 55ET

. TIC M3
a0 C25E-1

Felathe Ahnaddaics

0.03

0 LN I N B N I L

oo oA 0.z 0z 04 0k 0.E or 0.z 0.3 1.0 11 1.2 13 14 15 1.6 1.7 15 1.3
Time: [min)

C235-1#16 FT: 125 AV:1 ML: 451EG ;1;|
T: + cElFull m= [ 14.50-600.50]
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Npeanonaraemasn 6pyrro-popmyna: C,;H,sN,O,
Mpeanonaraembii monekynapHoin sec: 322.1
HN PacueTtHoe m/z: 322.1424
N U3smepeHHoe M/z: 321.1346

OZN = +
AunarHos — usmepanu noH [M-H]
\N
RT: 0.00 - 350
PL: _[:;]
100 5.50ET
. TIC Mg
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F F F F Mpeanonaraemas 6pyrro-popmyna: C,qH,50:
——— (%) (¥]
‘O -2H “ - Mpeanonaraembiit MoNeKynApHbIN Bec: 355-357

F F F )
| PacuetHoe m/z: 357.0583 unu 355.0426
F HN F N
N3mepeHHoe m/z: 352.0074
AunarHo3 — cmecb BewecTs
H3C H3C
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NU3mepeHue TennoTt cybnumaumm n ncnapeHus

YpaBHeHue KnanenpoHa-Knayauyca

AH  oIn(1-T)

R o(1/T)

Hcrionb30BaHUE MacCC-CIEKTPOMETPUN  TTO3BOJISIET  ONPEICIUTh  TEIJIOTHI
cyOomuMaruu  (MCITapeHms) JIeTydux BemecTB. Jlisg »Toro m3Mepsin
MHTCHCUBHOCTh IMKa MOJIEKYJISIPHOIO MOHA MPH Pa3JIMYHBIX TEMIIEpaTypax,
pe3yabTaThl BHOCWJIM B MHTErpUpOBaHHYIO (hopmy ypaBHeHus KiameipoHna-

Kmaysuyca, rge: | — WHTEHCMBHOCTb CUrHana MONEKYNAPHOro MoHa (B
NPOM3BOJIbHbLIX eauMHUUax usmepeHus); T — TemnepaTypa, K; R -—
yHUBEpcasbHas rasoBaa noctosHHasa, AH — Tennota cybnmmaumm

(ncnapeHus). JinHeapmusauma 3Toro ypasHeHua B koopguHatax In(l-T) ot 1/T
[aeT BO3MOXHOCTb MO YIMAYy HaK/AOHA MpPsAMOMA onpeaenvTb TenaoTty
cybammaumm (McnapeHun) BelLecTsa.



N3mepeHune TennoT cybammaumm n ncnapeHus

In(I'T)
151 ENQ
14 NQ

13 |

AzNQ
ENQ

DNQ

12 |

11

TMNQ
10

MeNQ
9 :

2£I — ZBI — &OI
1/T10°, K

2.0 2.2

TeMmnepaTypHbie 3aBUCMMOCTU UHTEHCUBHOCTEMN
MOHHOro TOKa MONEKYNAPHbIX MOHOB HUTPUMMUHOB



DFS BHOBbL 3apaboTan!!!




lMNepcnekTuBbI pa3BUTUSA MeTOAa ra3oBOU XpoMaTo-
macc-cnektpometpuu B HUOX CO PAH

1. 3anycK B aKcnnyaTtauuilo rasoBoro xpomarorpadga ansa macc-
CneKkTpomeTpa BbiCOKoro paspeweHunsa Thermo Electron DFS

2. NMpnobpeteHune bonee y3Kocneuuanum3npoBaHHbIX
XpomaTtorpahmyecKkux KOJIOHOK [ANnA  pacrnpocTpaHeHHbIX
aHanuM3oB (Hanpumep, HedTENPOAYKTOB) — TMpPU HaNMU4yuwm

AOCTAaTO4YHOIo 4YmcCria 3aga\d noa 3Tm uenu

3. lpuobpeTteHue npuCTaBKkU AN TepMUYECKOro aHanumsa
(aHannM3 TepMUYECKOro pasrfioXeHUa MnoNMMMepoB U [OpYyrux
coeAVHEeHUN)

4. NMpnobpeteHune HOBOro ra3oBoro XpomaTto-macc-
cnekTpomMeTpa Cc Oonee 4YyBCTBUTENbHbLIM MacC-AETEKTOPOM,
HanpumMmep, Tuna «Triple Q» (TponHou KBagpynosb)

5. MpoBeaeHne KoNMYeCTBEHHbIX aHaNMU30B



INlutepatypa

JI.B. BunkoB. ®uznueckue

K WA
MACC —CﬂEhTPO}!E‘TP
B OPTAHWYECKOW XUMun

METObI UCCIEIOBAHUS B XUMHUH.

M.: Mup, OOO «H3maTenbCcTBO
ACT», 2003. — 683 c.

2. JlebeneB A.T.
Macc-cnekTpoMeTpus B
OPraHUYECKOU XUMUU.

M.: BUHOM. JlabopaTtopusi
sganuid, 2003. 493 c.

3. 3aukun B.T'.,
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CNACUBO 3A BHUMAHUE!

(MOXXHO 3agaBaTb BONPOCHLI U3 3ana)



