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AHHOTaUuA

AHann3 KpenKmx afakorosbHbIX HaNUTKOB Bceraa Obln 415 ra30Bo
XpomMaTtorpadumn CNoXHON 3afadeit n3-3a 601bLIOrO CoAepXKaHNs BoAb!

B nNpobax. Boga B npo6ax cokpallaeT CpoK Cy»6bl KONoHKM X 1 3acTaBnaeT
nosb3oBaTenei NOCTOAHHO 3aHNMaTbCst OBCNYXKMBaHWEM UCMapUTENS U KONOHKM.
[aHHble MeToAMYECKME PEKOMEHAALMMN AEMOHCTPUPYHOT BO3MOXHOCTW CUCTEMBI
razoBon xpomaTtorpadum Agilent 8890 ¢ konoHkol Agilent J&W DB-WAX Ul

[151 TOYHOMO 1 BOCMPOM3BOAMMONO aHanmaa askorosibHbIX HanUTKOB.



BBepeHue

B nocnenHue rogbl B Mupe pacTeT
nonynsipHOCTb aMepUKaHCKOro 6yp6oHa.
Y706bI YAOBNETBOPUTL PACTYLLMIA
CMPOC, KOSIMYECTBO BUHOKYPEHHbIX
3aBoi0B B CLUA 3Ha4MTeNbHO BbIPOCIIO.
C yBenuyeHnem o6beMOB MPOM3BOACTBA
6ypbOoHa NoABMICA CNPOC Ha ObICTPbI

1 BOCNPOM3BOAMMbI METOA aHann3a
aNKOro/ibHbIX HANMTKOB.

AHanma Kpenkmnx ankorosbHbIX
HaMWTKOB METOOM ra30BoOW
xpomaTorpadum Bceraa 6bif COXHOM
3aflayeit 13-3a BbICOKOr0 COLEPXKaHUS
B HMX BoAbl (0T 40 0o 80%)'.

Kak npaBwno, Ana aHann3a npood

C TaKVM BbICOKMM COAiepXKaHneM

BObI TPebyeTCcst NPOACKUTENBHAS
Npo6onoAroToBKa Un NCNofib30BaHMe
YKMAKOCTHON XpomMaTorpahmm?,

[ns aHanwsa ankoronbHbIX

HaMWTKOB METOIOM ra30BoW
Xpomatorpadum o6bI4HO NpUMeHseTCs
nonsipHas KOIOHKa Ha OCHOBE
NoNMaTUNeHrnmKons. MonsapHble
KOJTOHKW Ha OCHOBE MONMSTUNEHT KOS
CKJTOHHbI K Aerpafaumnm npu aHanmse
Npo6 C BbICOKMM COAEPXKaHWEM CNMpPTa
UM BoAbl. ITO MPUBOAMT K TOMY, YTO
nosnb3oBaTensiM NPUXoaAMTCSA NOCTOSHHO
3aHMMaTbCs 06CNYXKUBAHUEM
ncnapuTens 1 KONoHKM®.

B AaHHbIX METOANYECKUX
peKkoMeHaaLMnsAX AEMOHCTPUPYETCS
NpYMeHeHNe ra3oBoro xpomatorpada
mogenu 8890 ¢ konoHkon J&W
DB-WAX Ul ans aHanmsa ankorosbHbIX
HanuTKOB. B paboTe cucTema
MCnonb30oBanack ANt MHOrOKPaTHOro
aHanusa HepasbaBneHHoro 6yp6oHa.
3TO NO3BONMAO NPOAEMOHCTPMPOBATb
CNOCOBHOCTb CUCTEMbI C BbICOKOM
TOYHOCTbHO BOCMPON3BOANTL BPEMEHA
YAEPXKMBAHNUS W NIOLAAN MUKOB

npv aHanmse TpyaHbIX ANa aHann3a
06pa3L0B CO CMOXHbIMK MaTpULIaMMU.

SKCI'IepVIMeHTaﬂbHaH
4yacTb

UcnbiTyeMble 06pasubi

Byp6oH Mmapkn Woodford Reserve
Distiller's Select 6611 npno6peTeH

B MECTHOM MarasunHe ankorofbHbIX
HanuTKOB. [po6bl 6yp6oHa NOMELLANMCh
B BManbl /18 aBToCcaMrniepa 06 beMom

2 M cO BKnaAblliemM o6beMom 250 MK
1 B HepasbHaBeHHOM BUiAe BBOAWUINCH

B Xxpomatorpad.

Ta6nuua 1. MapameTpbl MeToANKMN X

O6opynoBaHue

AHanna 6ypboHa BbINOHAACS

Ha ra3oBOM xpomaTorpace

mogaenu 8890 c MN. Vicnaputenb
MCNONb30BasCs B PeXKMMeE C AefleHneM
noToKa. B kadecTBe rasa-HocuTens
NPUMEHSANCA reflnin B pexxnme
MOCTOSIHHOro NoToKa. [oapobHble
napamMeTpbl METOAMKMN NepeyncieHbl
B TabA. 1, CNMCOK PacxofHbIX
MaTepuanoB — B Tab/. 2.

MapameTpbl MeTOANKMU

[a30BbIV XpomaTorpad X cepun 8890

[porpaMmmHoe

OpenLab CDS 2.2
obecrneyeHne

XnpKocTHbIN
aBTOCamniep

XupkocTHblii aBTocamnnep Agilent 7693A
(BBOAUMBI 06BEM 1 MKJT)

Wcnaputensb (c aeneHnem
notoka u 6e3 geneHus
noToka)

250 °C, ¢ peneHvemM nNoToka B oTHoLweHuM 50:1

KonoHka

J&W DB-WAX Ul (kaT. N2 122-7032UI)

Pacxop rasa yepes

MocToAHHbBIN, 2,0 MA/MUH

Bopopoga 30 mn/mMuH
A30T 25 Mn/MUH

KOMOHKY
40 °C (4 MUH),
oo EETaT 5°C/muH o 100 °C,
P 10 °C/MuH A0 200 °C
MpofoMKNTENbHOCTb aHanmsa: 26 MUH
250 °C
g Bosayx 400 Mn/MuH

Ta6nuua 2. Cnncok pacxoaHblx MaTepunanos Agilent

PacxofHble MmaTepuanbl

KaTanoxHblit
HoMep

HaBurH4YmMBaloLWMeCs KOMNayku ¢ cenTon

5185-5820

Buanbl 2 Mn ¢ pe3bboi

5182-0716

Bknagplwm gns suan, 250 Mkn

5181-8872

LWnpuy ALS, rony6oit, 10 Mk, noptueHb MTHI

G4513-80203

WHepTHas cenTta, Advanced Green

5183-4759

YnnoTHUTENbHbIE KOMbLA AN NlaiiHepa, Henpuroparowme

5188-5365

NaiHep Ultra Inert, c feneHnem notoka

5190-2295

Kononka J&W DB-WAX Ultra Inert, 30 M x 0,25 MM, 0,25 MKM

122-7032U1

KonoHka J&W DB-WAX Ultra Inert, 20 M x 0,18 MM, 0,18 MKM

121-7022U1




Pesynbratbl 1 nUx
obcyxaeHue

Ha puc. 1 nokasaH npumep I X-MN1
XpoMaTorpamMmbl HepasbaBNeHHOro
6yp6oHa Woodford Reserve. 13-3a
BbICOKOI0 CoAep>KaHus ankorons (45%)
nuK aTaHona (MK 3) 3Ha4MTENbHO
60nblUe NMMKOB BTOPOCTEMEHHbIX
KOMMOHeHTOB. KonoHka J&W DB-WAX Ul
obecneymBaeT OTAINYHYHO GOPMY MUKOB
APYTUX CNOXHbIX aHaMTOB, KOTOpbIe
BKJIHOYAIOT B CeHS CMUPTbI, CIIOXKHbIE
3(dVIpbl M OpraHNYecKme KMCNOoThI,

pA
x10° 3

B MasibIX KONMYeCTBax NPUCYTCTBYHOLLMNE
B BypOOHE. 3T BTOPOCTEMNEHHbIE
KOMMOHEHTbI OTBEYAOT 3a CIIOXHbI
BYKET BKYCOB M 3aMaxoB Kpenkux
anKorosbHbIX HaNUTKOB',

13-3a pa3HOPOAHOCTYM OnpeaensieMbix

B 6yp6oHe BeLLEeCTB A1 MHOrOKPaTHOro
aHanmsa HeobxoaMm xpomMaTtorpad

C MHEePTHbIM TpakToM. KonoHka J&W
DB-WAX Ul no3BoisieT npoBecTun
MHOXECTBO NocneaoBaTeNbHbIX
9KCNEPUMEHTOB Mo aHanmay 6yp6oHa 6e3
MOCTOSIHHOIO O6CNY>KMBAHMS KOSTOHKMN.

o

CTabunbHOCTb CUCTEMbI U3yYanach
MyTeM NMOBTOPHbIX 9KCMEPUMEHTOB

no aHannay 6yp6oHa. Ha puc. 2
NpuBeAEHbI COBMELLIEHHbIE

M -xpomMaTorpaMmmMbl MepBOro

1 YeTbIPEXCOTOro aHanunsa 6yp6oHa.
13 HUX MOYXKHO BUIETb, YTO BPEMEHa
yAepXXnBaHUsa 1 hopMbl MUKOB

HE U3MEHMNCb Ha NMPOTSKEHNM
YETBIPEXCOT 3KCMEPUMEHTOB. 3TO
[EMOHCTPUPYET HAAEXKHOCTb ra30BOro
xpomatorpacda mogenu 8890 ¢ KONOHKOM
J&W DB-WAX Ul. [Nocne YeTblpexcoT
MOBTOPHbIX SKCMEPUMEHTOB [jaxke
TaKve CNoXHble ANa xpomMaTtorpadum
COeAMHEHNS, KaK YKCyCcHas KucnoTa
(nvK 7), coxpaHnam AocTaToyHO
CUMMETPUYHYHO (DOPMY MMKOB.

1. 9Tunauetar

2. MetaHon

3. OtaHon

4. MponaHon-1

5. N306yTUNOBbIN CNUMPT
6. 3-MeTun-1-6yTaHon

7. YKcycHas Kkucrnota

8. ®eHunataHon
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Bpemsi yaepxusaHus (M1H)

Puc. 1. MNMpumep xpomaTorpammbl 6yp6oHa mapku Woodford Reserve Distiller's Select
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BpeMms yaepxvBaHus (MyH)

Puc. 2. MpuMep CoBMELLEHHBIX XPOMaTOrpamMm NePBOro 1 YeTbIPEXCOTOro aHanmaa 6yp6oHa mapku Woodford Reserve Distiller's Select



[pyrasi cepnst SKCNepMMEHTOB

Oblna HanpaBneHa Ha yBennyeHne
Npo60oNoTOKa NyTeM COKPALLIEHNS
BpemMeHn aHanuaa. [1ns aToro 6binn
ncnpoboBaHbl ABa PasMYHbIX MOAX0AA.
Bo-nepBblx, 6blna ycTaHOBEHA KOTOHKA
C MEHbLLUMM BHYTPEHHVM ANAaMETPOM

1N TaKOW e HEMOABWMKHOWM (ha30ii.
Bo-BTOpbIX, ObIN MPUMEHEH BOAOPOL,

B KayecTBe rasa-HocuTens. B tabn. 3
npviBefeHbl napamMeTpbl METOAMKM

07191 KOJTOHKW C MEHBLUNM BHYTPEHHUM
OVaMETPOM C refIeM 1 BOAOPOAOM

B Ka4yecTBe rasa-Hocutens. 19 noMoLLm
B NMepeHoce METOAMKM C KOJTOHKM

30 M x 0,25 MM, 0,25 MKM Ha KOMOHKY

20 M x 0,18 MM, 0,18 MKM NprMeHANncs
npeobpasoBaTtesib METOANK.

Ha puc. 3 npuBefieHbl pe3ynbTatbl
aHanun3sa 6ypboHa Woodford Reserve
Ha KOJIOHKE C YMEeHbLLEHHbIM
BHYTPEHHUM AnameTpom 0,18 MM

C refieM B Ka4ecTBe rasa-HocuTens.
Bpems aHanusa ¢ UCXOAHbIX 26 MUHYT
3a CYET KOJIOHKM C MEHbLLINM
BHYTPEHHUM AMAMETPOM COKPaTUIOCh
10 19 MUHYT. YMEHbLLEHHOE BpeMS
aHanunsa He yxyawmnno hopMbl MMKOB
onpeaenaemMblx BellecTs. MNpumepomM
STOMY ABMAETCA MUK 7 OpraHnyecKomn
KMCNOTbI Ha puc. 3.

Ta6nuua 3. [NapameTpbl METOANKM ANA KOMOHKN C BHYTPEHHUM AnameTpom 0,18 MM

[a3-HocuTenb renuii

[a3-HocuTenb BOAOPOA,

Wcnaputenb

(c neneHnem notoka 250 °C, geneHve NoToka B OTHOLLEHUN 250 °C, peneHne noToka B OTHOLIEHUN
1 6e3 peneHus 200:1 200:1

noToka)

Kononka J&W DB-WAX Ul (kaT. N2 121-7022UI) J&W DB-WAX Ul (kaT. N2 121-7022UI)

Pacxop rasa yepes .
MocTosiHHbINX, 1,0 MN/MUH

MocTosiHHbIN, 1,2 MN/MUH

Mepexop ¢ rennsa Ha BOAOPOA

B KaQ4yeCTBe rasa-HocuTens no3Boaun
[JOMONHUTENBHO YMEHBLUUTH BPEMS
aHanusa ao 12,8 MuHyT. Ha puc. 4
npuBeaeHa xpomaTorpamMma 6ypooHa
Ha KosloHKe 20 M x 0,18 MM, 0,18 MKM
C BOZOPOAOM B Ka4ecTBe rasa-
HocuTens. MNepexon Ha BOAOPOA

B Ka4eCTBe rasa-HoCUTeNs U MeHbLLNIA
BHYTPEHHWIA AMAMETP KONOHKM
COKpaTUIM NCXOOHOE BPEMS aHanmsa
(pyc. 1) BOBOE (C 26 A0 13 MUHYT), He
npuBeas K yxXyALeHno GopMbl MUKOB
onpefensemMbIx BeLEeCcTB.

BpeMmsi yaepxvBaHus (MyH)

KOOHKY
40 °C (4 MuHYTbI), 40 °C (2,67 MuHYTbI),
8,8 °C/muH go 100 °C, 13 °C/muH po 100 °C,
Tepmocrar 17 °C/MuH a0 200 °C (2,3 MuHyTbI) 25 °C/MuH A0 200 °C (1,54 MUHYTbI)
MpoAoMKUTENBHOCTb aHaNN3a: MpoAoMKUTENBHOCTb aHaNN3a:
19,01 MuH 12,83 MUH
250°C 250°C
nma Bospgyx 400 mn/MuH Bozayx 400 Mn/MuH
Bonopog 30 Mn/MuH Bonopog 30 mn/MuH
A30T 25 Mn/MUH A30T 25 MA/MUH
pA
x10! 3 6 1. 9TunaueTart
2. MetaHon
3,04 5 3. 9taHon
4. NponaHon-1
2,54 7 5. N306yTUNOBBIN CNMPT
6. 3-MeTUn-1-6yTaHon
204 i 7. YKcycHas kucnota
1 8. ®eHunataHon
1,54 4
\ : :
1,01 |2 Y A
0,5 , , : : : : : :
2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18

Puc. 3. XpomaTtorpamma 6yp6oHa Woodford Reserve Ha KOMOHKe ¢ BHYTPEHHUM aAvameTpom 0,18 MM C refivem B KayecTse rasa-HocuTess
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Puc. 4. XpomaTtorpamma 6yp6oHa Woodford Reserve Ha KOMoHKe ¢ BHYTpeHHUM aAvameTpom 0,18 MM C BOAOPOAOM B KayecTBe rasa-HocuTess

BbiBOoAbI

AHann3 Npob ¢ BbICOKNM COAEPXKAHNEM
BOAbl, TAaKMX KaK KPEMKMIA ankoronb, —
3TO CMOXHasa 3afada Ans ra3oBow
XxpomMaTorpacdum. Cnuctema rasoBoi
xpomatorpadbuu mogenm 8890

C KonoHkom J&W DB-WAX Ul

N MHEPTHbIM XpoMaTorpapuyeckmm
TPaKTOM NPOAEMOHCTpMpOBana

CBOO CMNOCOBHOCTb BOCMPON3BOANTL
pesynbTaTbl aHaM3a Ha NPOTAXKEHWUM
400 nocnegoBaTeNbHbIX
9KCMEPUMEHTOB MO aHannay Npob

C BbICOKNM COAepXKaHWeM BOAbI.
NHCTPYMEHT NepecyeTa NapamMeTpoB
METOANK MOXET MOMOYb C MEPEHOCOM
METOAMNKN Ha KOJTOHKY C MEHBLUIMM
BHYTPEHHUM AMaMETPOM, YTO MO3BOUT
COKpPaTUTb NPOAO/IKUTENBHOCTb
aHanmaa n yBenmunTb Npo6oMnoTOK.
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