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YBeNMYEHNE YyBCTBUTENTbHOCTH

1 BOCMPON3BOAMMOCTM NpW aHanm3e
CNefoBbIX KOMMYECTB COXKHbIX
METUNOBbLIX 3PUPOB XKUPHbBIX KNCNOT
B aBMALMOHHOM TOMNBE

MeToauka IP 585 SHepreTnyeckoro MHCTUTyTa
C ncnonb3oBaHmeMm [MX-kKonoHkn Agilent J&W
DB-HeavyWAX

AHHOTauusA

3TN pekoMeHZauUmmn No NPUMEHEHMIO AEMOHCTPUPYOT BO3MOXHOCTb YBENYeHNs
YyBCTBUTENBHOCTU OMNpeAeneHns MeTUNoBbIX 3UPOB XUPHbIX KUcnoT (MOXKK)

B aBMaUVOHHOM TOMAMBE NpW ncnonb3oBaHuy I X-konoHku Agilent J&W DB-HeavyWAX
B MeToanKe IP 585 SHepreTnyeckoro MHCTUTYTA. YBENUYEHNe TeMnepaTypHOro
Mano3oHa KonoHok DB-HeavyWAX (no 270 nnn 280 °C) o6ecneunno oco6o

HU3KWIA YHOC HEMOABWXHOM (hasbl, 6narogapsa YeMy OHU MaeanbHO NOAXOAAT

ans FX-MC. YBenm4ueHHas TepMmyeckas CTabunbHOCTb KONOHOK DB-HeavyWAX
[enaeT ux Hauay4LummM BbIGOPOM AN paboTbl B PEXMME MOHWUTOPWHIa BbIGPaHHOro
noHa (selective ion monitoring, SIM). KonoHka JEMOHCTPUPYET YBEIMYEHHYHO
[O/ITOBPEMEHHYIO BOCMPOU3BOAVMOCTb BPEMEH YAEPXKMBAHMA [aXxe eC/n KOHeYHas
TemMnepaTypa rpagveHTa npeBbiwaeT 250 °C, T. e. MaKkcMasbHyo paboyyto
TemnepaTypy Ang KONoHok tuna WAX.



BBepeHue

OnpeaeneHne CNOXHbIX METUOBbIX
3(MPOB XUPHbIX KNcnoT (MIXKK)

B 6uogmsene no metoguke IP 585
NCMNONb3yeTCs A9 NOATBEPXKAEHMA

TOro, 4TO aBMALMOHHOE TOM/IMBO

He 6blI/10 3arpsA3HEHO B NpoLiecce
nepeBO3KK. [N 3TOro aHanmaa nyyile
BCEro noaxoasaTt KoNoHku Tuna WAX?.
KonoHku ans rasoBow xpomatorpadun

C HEMOABWXKHOW (ha30i Ha OCHOBE

100% NOMMSTUNEHTIMKONA LUMPOKO
MCMNOMb3YTCS MPU XMMUYECKOM aHanmae
B NMPOMbILWAEHHOCTN. 10 CpaBHEHNIO

C HEMOABWKHbIMM (hadamMu Ha OCHOBE
NONMCUNIOKCAHOB MaKcHmabHasa paboyas
Temnepatypa ['X-konoHok Tuna WAX
3HaYUTENbHO HWXKeE, He 6onee 250 °C ans
TONCTOMNEHOYHbBIX KOTOHOK.

[pv TemnepaTypax Bbllle yCTaHOBEHHOM
MaKCMMabHO paboyei TemnepaTypbl
TpaanUMOHHbIe ['X-KoNoHKM Trna WAX
NPOSIBNSAOT MOXYH TEPMUYECKYO
CTabWNbHOCTb, N HABNIOAAETCA BbICOKAs
CTeneHb yHoca HenoABWKHOM (asbl®.
MeTtoanka IP 585 ycTaHaBnMBaeT
KOHEYHYIO TeMnepaTypy rpagmeHTta 252 °C,
YTO NpeanofaraeT HEKOTOPYHO MOTEPHO
TEPMOCTabUIbHOCTY TPAANLIMOHHbBIX
KONoHoK Tnna WAX. ToncTonneHouHble
KonoHkwm Agilent J&W DB-HeavyWAX
MUMEIOT PACLUMPEHHbIN Pa3PELLEHHbIV
Avanas3oH paboumx Temnepatyp (no 270 °C
B M30TEPMUYECKOM pexxme 1 1o 280 °C

B rPaAMEHTHOM pPexumMe). ITo fenaet
KonoHkM DB-HeavyWAX naeanbHbIM
Bbl6opoM /151 onpeaeneHns MOXXK B
aBMaLMOHHbIX TONMBax no metoamke IP 585.

PacLuMpeHHbIt AnanasoH paboymnx
TeMrepaTyp 3TUX KOJIOHOK MO3BOSIAET
UM BblAEPXNBaTb TeMnepatypy 252 °C
6e3 NoBPeXAeHNST HEMOABMXHON (hasbl.
YBenyeHne KoHe4YHON TeMnepaTtypbl

[0 270 °C (ans onmMTtenbHbIX Nepronos
BpemeHw) nnu ao 280 °C (B rpaiMeHTHOM
pexknme) NO3BONAET YBENNYUTD
BOCMPOW3BOAVMOCTb PesyibTaToB

3a CYET yMeHblUeHns ahdekTa

namMaTu Anaa coegnHeHunii ¢ 60NbLLIOM
MONEKYNAPHOM MacCon. YBeNn4yeHHasn
TepMumyeckas CTabubHOCTb KOTOHOK
DB-HeavyWAX nosBofiseT pexe
KOPPEKTMPOBAaTb METOLAUKY B peXVMeE
MOHUWTOPWHIa BblGpaHHOro MoHa 13-3a
TOrO, YTO YHOC HEMOABWKHOM (hasbl
NpUBEN K NONyYeHnto 6onee cTabusbHbIX
BPEMEH YAEPXMBAHUA B TEHEHWU
LANNTENbHOrO Nepuoa.

Tak kak kofioHkn DB-HeavyWAX, B oTinune
OT TPAANLUMOHHBIX KOMOHOK Tuna WAX,

He NoABeEPXeHbI MOBbILIEHHOMY YHOCY
HenoABWYKHOW ha3sbl Npy TemMnepaTypax
Bbile 250 °C, nx 6asoBasa NMHUA
HaXOAUTCH BHAUYNTENTbHO HUXKE,

4YTO MO3BOJISET YBENNYUTb TOYHOCTb
KOIM4YeCTBEHHOrO onpeaeneHmns MOXK

B [Mana3oHe HU3KMX KOHLIEHTpaLWii.

3KcnepmmeHTaanaﬂ 4acTb

MaTepMan bl U METOADbI

B pa6oTe 1cnonb3oBascs rasoBbiii
xpomaTtorpad Agilent 7890 ¢ ML,

1 UCNapuTeneM ¢ AeneHrem 1 6e3 feneHus
MOTOKa, Macc-CneKTPOMETPUYECKMIA
netekTop Agilent 7010 1 aBTocamnnep
Agilent 7693. PeaynbTathl FIX-MC/]
pervcTpupoBanu 1 obpabaTbiBany

C MoMoLLbrO NporpamMMbl Agilent MassHunter.

MapameTpbl 060pyaoBaHus

Ycnosus X

KonoHka

Agilent J&W DB-HeavyWAX, 60 M x 0,25 MM, 0,5 MKkM (kaT. N© 122-7132)
TpaAnuMoHHas KOMMepYecKu AocTyrnHasa konoHka tuna WAX, 60 m x 0,25 mm, 0,5 MKM

las-HocuTenb

[enunin, NOCTOSAHHbBIN NOTOK, 12 MN/MUH

150 °C (5,0 MuHyT),

TepmocTat 12 °C/MuH po 200 °C (Bblaepxka 17,0 MuH),
3 °C/MuH po 252 °C (Bblaepxka 10,0 MUH)
BBopg C penexunem notoka, 260 °C, koadduumeHT genenns 50:1

TNaiiHep ucnapwtens

Agilent Ultra Inert, c seneHnem noToka, ¢ ManbiM Nepenagom AaBneHus, cTeknosarta
(kaT. N2 5190-2295)

rx-nna "X konoHkwu Agilent 7890B GC c N[,
ABTOCamnnep AsTocamnnep Agilent 7693
PacxopHble MaTepuanbl TpakTa
CaE C ONTUMU3MPOBAHHBIMU TEMMEPATYPHbIMU U FrepMETU3UPYHOLLMMU XapakTepucTukamu (BTO),
11 MM (kaT. N2 5183-4757, 50 wT./yn.)
[Mo3onoyeHHoe
Mo3onoyeHHoe ynnoTtHeHune Agilent Ultra Inert (kaT. N2 5190-6145, 10 wr./yn.)
yNnoTHeHue
(DflaKOHbI 2 MJ1, 3aBUHYMBAKOLWAACA KpbilWKa, TeMHOE CTEKJ10, C MECTOM ANA Hagnuceu,

ceptudmumpoBaHHbie (kaT. N2 5182-0716, 100 wT./yn.)

Bknagpiwm ansa
$nakoHoB

250 MK/, CTEKNsIHHbIe, ieakTUBMpOBaHHble (kaT. N2 5181-8872, 100 wrT./yn.)

Kpbliwku ana

9 MM, rony6ble, 3aBMHYMBatOLLASACA KpbIwKa, MTOS/CUaMKoHOBbIN Kayuyk

thnakoHoB (kaT. N© 5185-5820, 500 wwT./yn.)
Wcnaputenb/MA
MC,El,p /Y ®eppynbl Vespel/rpadut 85/15 (kaT. N2 5062-3508, 10 wT./yn.)
Pexxum NN
TemnepaTypa 280 °C
Bopopoga 30 MA/MUH
Boapgyx 400 Mn/MUH
[MoTok rasa yepes
KOJTOHKY + BCMOMO- | 25 Mn/MUH
raTenbHbIN ras
Pexxum MC[3,

Pexum SIM/Scan

nanasoH
A 33-320 a.e. m.
CKaHuUpoBaHus
3apepxxka gns
ycTpaHeHus

20,0 MuH

apdekToB
pacTBoputens
TemnepaTypa

AT 230°C
NCTOYHMKA
TemnepaTypa
KBagpynoJsibHoro 150°C

macc-punbTpa




|-|p060I'IO,D,rOTOBKa Ta6nuua 1. [lnanasoHbl ckaHvpoBaHua SIM.

KannbpoBoyHble cTaHAapTHble paCTBOpb.I T R Vorer | 3a-
nprobpeTanu B KoMnaHnn AccuStandard; SIM coefuHeHue CHMHOHUM Cumeon SIM |aepxka
rekcaH 6bl1 NprobpeTeH B KOMMNaHnm 927+ 75
Sigma. Pabouve cTaHAapTHbIE PacTBOPbI 239 75
C KOHLeHTpaUmaMm 2[ 10’ 25’ 50m 75 MI'/I' 1 MeTunrekcagekaHoat MeTtunnanbmutat C16:0 270 75
B rekCaHe rotoBuin B COOTBETCTBUN 271 75
cIP 585. 2 d33-MeTunrentagekaHoat d33-Metunmaprapat | C17:0-d33 (IS) 317 300
241* 100
Pe3yn bTaTbl 3 MeTunrenTagekaHoat Metunmaprapat c17:0 253 100
284 100
N X obecyXxaeHue 255 | 100
4 MeTtunokragekaHoat MeTuncreapat C18:0 267 100
CtaHgapTHble cMmecy MOXKK BBOAWM 208 100
B KOnoHKy DB-HeavyWAX B cOOTBETCTBUM Pyyn 100
clP 585; KOHEYHan TeMPepaTypa 5 MeTunokrapeueHoat MeTtunoneat C18:1 265 100
TepmMocTaTa 6bina 252 °C. TecToByto 296 100
CMEeCb NpeaBapuTeNbHO aHaNM3npPoBau 262 0
C MOMOLLbHO IjMLl [Ns onpefenexHns yHoca 263* 60
HEMNOABM>KHON dJaSbl- Puc. 1 AEMOHCTPUPYET 6 MeTunokTagekagveHoat MeTtunnuHoneat C18:2 264 60
CHWYKeHMWe yHOCa HEMOABWYKHON hasbl 294 60
Ans KonoHkn DB-HeavyWAX no cpaBHeHMIo 295 60
C TPaANLMOHHOWM TONCTOMNNEHOYHON 236* 75
KOMOHKON Tuna WAX. CHWKeHme yHoca 263 75
o 7 MeTtunokTtapgekatpueHoat MeTtunnuHoneHat Cc18:3
HenoABMKHOM hasbl 47159 KONOHKM 292 75
DB-HeavyWAX xapakTepuayeT oblLiee 293 75
yBenMyeHne TepMmnyecKom CTabuNbHOCTU *3Be3/]04Ka yKasblBaeT UOH, CMOJIb30BaHHbIN A1 KOMYECTBEHHOIO aHanmsa.
STOW KONOHKM MO CPaBHEHNIO
C TPaAMLMOHHOM KONOHKOM Trna WAX.
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Bpems c6opa aaHHbIX (MUH)
Puc. 1. Ctangapt MK 10 Mr/r, nnamMeHHO-MOHN3aUMOHHbI feTeKTop, KonoHkK Agilent J&RW DB-HeavyWAX 1 cepuiiHo Bbinyckaemas KonoHka Trna WAX.



HW3KKIN yHOC HenoaBMXKHOM (hasbl CUrHan/Wwym KosloHKkn DB-HeavyWAX Kak BUAHO 13 pUC. 3, HU3KNA yHOC

And KonoHku DB-HeavyWAX, MO CPaBHEHWIO C TPAAWLUMOHHON KOTOHKON  HEMOABWXHOW (hasbl U3 KOMOHKM
3adukenpoBaHHbIn ML, Tvna WAX ynydLiaeTt YyBCTBUTENBHOCTb DB-HeavyWAX 6narotBopHO
YBENNYMBAET OTHOLLEHWE CUrHas/LLYM 1 NMOBbILLAET TOYHOCTb KONMMYECTBEHHOMO CKasblBaeTCcs Ha onpeeNieHnm

npy UCNONb30BAHNM KOJTOHKK C MacC- onpeaeneHns MOXK B bruoansensx npu M3XKK B pexxnmax CKaHUMpOBaHMs
CMNEKTPOMETPUYECKUM AETEKTOPOM TemnepaTypax Bblilwe 250 °C B Te4eHue 1 MOHWTOPWHIa BbIOGPAHHOIO MOHA.
(puc. 2). YBENn4eHHoOe OTHOLLIEHNE ANNTENBHOTO Nepuosa BpeEMEHU. B pexxvme ckaHMpoBaHUA Ha KOJIOHKe

DB-HeavyWAX onpegensemble
BeLLEeCTBa 0OHaPY>KMBAKOTCA faxe
NPV KOHLEHTPaUWAX 2 Mr/T.
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Bpems c6opa aaHHbIX (MUH)

Agilent J&W DB-HeavyWAX

C18:1

Curnan/ C18:2 .
wym: 114,5 Curnan/wym: 78,6

Yucno otcyetos (%)

C18:3
CurHan/wym: 24,4

I\

C17:0-d33 (IS)
CurHan/wym: 32,7

Puc. 2. CtanaapT MOXXK 25 Mr/r, pexvM MOHUTOPUHIa BbIGpaHHOro MoHa, konoHku Agilent J&W DB-HeavyWAX 1 cepuiiHo Bbinyckaemas kofloHka Tvna WAX.
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Bpems c6opa gaHHbIX (MUH)

Puc. 3. CtangapT MOXXK 2 Mr/r, pexxvMbl CKaHUPOBaHWSA 1 MOHUTOPUHIa BbIGPaHHOrO MOHa, KoNoHKa Agilent J&W DB-HeavyWAX.

BocnpoussogumocTb
M 0ONTOBEYHOCTb

B Tabn. 2 npuBoaATCs pesynbTaThl AeBATH
napannenbHbIX M3MepeHnin CTaHgapTa
MOXX ¢ KoHLEeHTpaLmen 2 Mr/T, Nony4YeHHbIX
B PEXXMME MOHUTOPUHIa BbIGPaHHOIO

OHa, COBPaHHbIX B TEYEHWE BOee YeM

200 aHanM3o0B, cAenaHHbIX 3a nepviof 6onee
50 4 npu TemnepaType 260 °C. [Ans Bcex
COeAMHEHNIA OTHOCUTENBbHOE CTaHJapTHOe
OTKJIOHeHWe He npeBbilaeT 0,15%, 4To
[IEMOHCTPUPYET CTabWUNBbHOCTL M HAAEXHOCTb
KonoHku DB-HeavyWAX Ha NpoTakeHnn
ONVTENbHbBIX MEPUOAOB BPEMEHM.

Tabnuua 2. [1eBATb NapannenbHbix M3MepeHunin ctaHaapTa MOXK 2 mr/r B TedeHune 6osnee 50 4 npu TemnepaType 260 °C, pexum
MOHWTOPWHIra BbIBpaHHOrO NOHa, konoxka Agilent J&W DB-HeavyWAX.

Bpems pa6oTbl npu 260 °C OTHOCUTeNbHOE
cTaHfapTHoe
CpepHee OTKJIOHEHNe
CoepavnHenue 1 5 7 13 22 39 42 46 49 3HayeHue (RSD), %

C16:0 36,58 36,47 36,45 36,44 36,43 36,43 36,43 36,43 36,42 36,45 0,13%
C17:0-d33 (ISTD) 39,57 39,47 39,45 39,44 39,44 39,44 39,44 39,44 39,44 39,46 0,11%
C17:0 41,09 40,99 40,98 40,96 40,97 40,97 40,97 40,97 40,96 40,98 0,10%
C18:0 45,26 45,16 45,15 4513 4514 45,15 45,15 45,15 4514 45,16 0,08%
C18:1 46,25 46,15 46,14 46,12 46,13 46,13 46,13 46,13 46,13 46,15 0,09%
C18:2 48,20 48,10 48,09 48,07 48,08 48,07 48,08 48,08 48,07 48,09 0,09%
C18:3 51,01 50,89 50,87 50,85 50,84 50,86 50,86 50,87 50,86 50,88 0,10%




BbiBOoAbI

ToncTonneHo4Hasa konoHka Agilent J&W
DB-HeavyWAX nemoHcTpupyeT
YBENIMYEHHbIN AnanasoH paboymx
Temnepatyp Ao 270-280 °C v HU3Kui
YHOC HEMOABWXXHOM (hasbl. PaclumvpeHHbIn
AManasoH paboyrx TemnepaTyp
obecneynBaeT yBENNYEHHYHO
YYBCTBUTENTBHOCTb U YITYYLLUEHHYHO
TEepPMOCTabUNBbHOCTb. YBENNYeHHas
TepMuyeckas cTabuibHOCTb

N HafeXXHOCTb KofIoHOK DB-HeavyWAX
LenaeT nx naeansHO NOAXOAALMMY ANd
METOAMK, BKITKOHAOLLMX MOHUTOPUHT
BbIOGPAHHOIo MOHa, Takmx Kak IP 585,

L1513 KOTOPbIX BOCMPOW3BOANMMOCTb
BPeMeHW yAepXXnBaHUs BAUAET

Ha NPoM3BOANTENBHOCTb. OCO60 HU3KMI
YHOC HEMoABWKHOM Gasbl KONTOHOK
DB-HeavyWAX yBenninBaeT OTHOLLEHWE
cuUrHan/wym Anga onpefensemblx BELLECTB,
YTO YBEIMYMBAET YyBCTBUTENBHOCTb

1 MO3BONSAET MPOBOANTb aHaIn3 Kak

B PeXMMe CKaHMPOBaHWA, Tak 1 B pexxnme
MOHWUTOPWHIa BbIGPaHHOro MoHa.

www.agilent.com/chem

MHbopMaLms MOXET 6bITb U3MeHeHa 6e3 NpeaynpexxaeHus.
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