C146-0387

G sSHIMADZU

Excellence in Science

IBAELCERIF LT R AR S DB
GCX GCIC KSR EEHEENDIGH
Appligj';;o:ssést?ne]::trmal phase LC-fractionation to the GCXGC-based method for

St Fz | LLER B PR R BR BE L KEEN RE B ER FC. A =451

Technical

Report

Abstract:

HRPREPOCEYEICOVNT MOBRENICFEREZEEL T TOBERE JAVFHEICBIFTTOeHDHEDRDSNTL
%, BRI -FEBREMEIC DOV TR ERENIIEL - BED PTG GCX GC &, HBHMEEME LIDREMOFHRICEB N THEH. 3]
RTRRZOBEREELRSND, INICHLLCHEEZMBL. EFNRFEICISCTOREMDODBETOIETOREYEMEICS TS
GCXGCOREMZEM EEREZTEDNTES, KR TIE TOLCHBEFEDHEHELUFIEE. GCXGCIC LB FEE LCHEF

EEBEE SRR DMRICOVTREHRT 5.
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1. IZC&IC

RIEPICIRAGCEMBERA—RE GO TFET S, 97
DERLZHDBADEEDORTCREL VAL FMEITZESKT
H5, LHLEH 6, BROIEMEEERDEH O TIE 5L
feRADIEEMEL T OVWTORERIHNELGEEENTVS
DIF TR, REMICIES A DBERINBLENENSE
RUINEDED SNBARIEHEAZ EN TS, ZOT7 TA—FH
BETCHAHEFIFIC, ROBRENICREP L EMEZITEL(ZD
1EHRE ) A7FHIICEIT T e D EDBEREEREE A 5,

BRI - FEBRIEMEIC DV TR GIEH - 1B1EZ T8
ETBRMEBIC2RTAHAIAR N T (GCXGO) Hdr5 5
ZDGCXGCTIFRFFEER NS, MHRMELE CCHZ LDRIBED
HEERERDTENDTE BHEENEIC DV TERL G -
RIBFREDEREDN T — 2D OBEERLIENTES BE
DURTFHEICEIFSNDAREN A MO TS, fefeL IR Tl
COFEE, BRAATEGNBEENRESNTHSY, BhEREEY
BREORICKFEOHZEHE THAHT LN BREREDHIRIC
ISR THHEDD. LG HERE & CRESN P
ERBGAIEGERICDOWTIL. BREFEOHITHEM S G,
EIBE COERICEEN BB, TOLIEIRRICHT L. GCXGC
NDOBES (75723Y) BAZEELIBERE O N ST
(LO) IE&BREMA D DABEHEDEN CH S, LFHNEEIC
ISCTEHMAOEI AR M 74 —HifflickUADEL. 757
AVEINETESDTDLCHBEZFIETHCE T BREEOR
SN e GCCXGC DR FLETH>TH. TDORBHELNE LT 5T
EDRADD, AR TlE. D LCHBFEDEEHHLOFIES.
GCXGCIC LB FEE LCRBIF AL BT E B DMER
ICDWCHRER T %0

1 EESITHEEN TXVF— RIFHEE 22H PR
2 EREMRETRRT SHARER G > 2 — BT RARER AR
3 BEBUERT DETRAIEEEER

2. F3HH - FERICONT

DA B LC CONESRERE(E DI, JERIED
BTHLHRAKERE, FRREO®RMEZ R I IEMEATILT ATV
#H (FAME). 4B CTH A7)V A—IVEBEETZVEERS
Programmed Test Mix (Sigma-Aldrich, Product No. 47304 Table
1) & PRREOmMEE R FAMESBEYE ChHhLHE FOF/F5
fhEE A F )V T X7 ) V8% 5 & Bacterial Acid Methyl Ester (BAME)
Mix (Sigma-Aldrich, Product No. 47080-U Table 2) M 2f&D ik
HEERW,

Table 1 Programmed Test Mix DIt &#7') X b

. RT1 | RT1
ID Chemical name (Min) | (Min) CAS No. SMILES
1 | 2,3-Butanediol 57 1.1 513-85-9 | CC(C(C)0)O
2 | Decane 77 | 1.2 124-18-5 | CCCCCCCCCC
. . C1CCC(CCT)NC2
3 | Dicyclohexylamine 21.7 33 101-83-7 cccce

4 | 2,6-Dimethylaniline | 10.7 | 4.4 87-62-7 | cl(cccc(cIN)CO)C

5 | 2,6-Dimethylphenol | 10.7 | 3.9 576-26-1 | Cclccec(c10)C

6 | 2-Ethylhexanoic acid | 10.0 24 149-57-5 (C_COC)SC(CC)C
cceeececccc
7 | Methyl decanoate 174 | 31 110-42-9 (=0)0C
e c(ccececececceco
8 | Methyl laurate 270 | 36 111-82-0 (00)=0
9 | Methyl undecanoate | 21.4 | 3.8 | 1731-86-8 ceeecccceee
(=0)0C
10 | Nonanal 9.4 2.0 124-19-6 | C(CCCCCCCQO)=0
11 | 1-Octanol 87 | 19 111-87-5 | CCCCCCCCO
12 | Undecane 9.7 | 1.3 | 1120-21-4 | C(CCCCCCCCO)C




Table 2 Bacterial Acid Methyl Ester (BAME) Mix D1L&41' X +

RT1

RT1

ID Chemical name (Min) | (Min) CAS No. SMILES
1 uMne;:z;noate 221 | 24 | 1731-86-8 (czcoc)ggcccccc
z hMyztrr:));(ly(;;_cza_noate 22.1 30 | 71271-24-4 (CC((:=COC)%CC§§C
3 y:;gz;noate 271 | 27 | 111-82:0 (czcoc)é:gccccccc
& !c\:lizt:c);lnoate 3211 27 | 1731-88-0 E(C=COC)CC)§CCCCCC
5 | dodecanonte | 324 | 33 | stoeres7 | (LG T
6 |dodecanomte | 37| 36 | 7804234 | (GG
7 | i 74| 28 | 124107 | Ccelooc
8 |tetradecanoate” | 07 | 28 | 5120599 | clcioo0
9 |tetradecanoate” | 07 | 28 | 512968 | el Goc
e :Ieerft:yz;ecanoate 42.4 | 27 | 7132-64-1 EEEE(C:COC)SECC
1 |etracecanaate .| 27 | 33 | 55909406 | Coc S50
12 | tetradecaneate . | 1| 36 |5558282 | e So000
o ettt | samann |
b xs?;?f{tlexadecenoate 457|132 120258 EEEEE(C:CO:)SECC
sl | o | e ot
16 | hexadecanoste” | 01 | 27 | 922000 | Ccecgo0
Methyl CCCCCC[c@HNC
17 | cis-9,10-methylene 50.7 3.2 | 36254-90-7 | [C@H]1CCCCCCC
hexadecanoate C(=0)0C
ik hMee;:gyc:ecanoate 141 30 | 1731-92°6 EEEEEE(C:COC)SE
19 | hexacecansate || 21 | ¥ | 67957 | Ceeeciopoon
2 | eate 41| 36 | 112630 | cceccooc
21| Ceate. 547 | 33 | 12629 | Cececcccione
2| CCadecenomte | %7 | 37 | 19979% | Cceeccaronc
e 6.1 | 29 | 112618 | cccccclioc
2| Cadecanoate | 1| 3% | 397548 | Ceceecccione
2 nM:rfgzlecanoate 60.1 | 30 | 1731-948 EEEEEEE(C:%C)(SE
26 Methyl 64.1 30 2390-09-2 ccceecececececccc

eicosenoate

CCCC/C=C/C(=0)0C

SRElR EMEEMEL T BRRBEOEREHTI VI VS
A )L GE1TEERE 11,000 km U L) ZB W e TVI A AIVIZR
B G ZANFY Y -MokBE RELERLICDOZEDE
Belic,

LCHE : HiRERES L OEFBHC DL T Table 31T 9 &4
ZHECBBRBRAIOT N ST (HPLC Fig. 1) TODBESRMED
RBILETO e, BRI SV TV MEBENERBIC DL T
(- SUNRE

Fig. 1 LCHEICAWLZHPLC

Table 3 B LCICKZDED D DR
Instrument : SHIMADZU Prominence UFLC
Mobile phase : A) Hexane/MTBE = 98/2, B) MTBE
LC column : SUPELCOSIL LC-SI (100 mm <3 mm, 5 pm)
Flow rate : 0.3 mL/min
Temperature :30°C
Detector : SPD-20AV (190 nm)
Injection volume : 2 ulL

BRI | GCX GC-MEMREL 2 > 7 LEEDHET (MS/MS) T
B COAF+>E— RO (m/z50-500, scan rate 12 Hz) %175
feo B L ER—2 32 DB-1ht (10m X 053 mm 1D,
0.17 pm film thickness) & BPX50 (1 m X 0.1 mm1.D., 0.1 um
film thickness) 2R LTz, ftdHA mORFRNE S ZSE 2L —
2AVERRIE 20 E LTe, ERREAERA TV R E—R (R
rEE100:1) &LTE,



3. mARERHCKBLCHEDRIEL

R Programmed Test Mix |2 DU T, Table 31T/R L7258
HTLCHBEET O, BB BRI 5V T MTDWTIE0-10
min (A). 10-30min (B) &L, BEDYIWEZIEHZ LBRIDAL
BTODINVTRAAYF T Ti1ole, B DINERREIF15-4
min (7>7>3>1).40-10min(7>7>3>2).10-20 min (7
S07v3>3) ELfe, BIREEICHTALCHBE CESNE/AOT
b2 & Fig. 2ISRLTEBY THY, KEL2DDERICHBET
EFTCWVBTEDDH B,

Fig.2 mfkaiE Programmed Test Mix 0 LC 437&]

EHICET T VaVHEDRDICOVT ARVAR N 578
E0EE (GC-MS) TORMHERZITOE. 7573 113k
BB THBRIEKEE, 777732 2ICiEhiREDmER
L& TREREAFIVIZTIVEB, 75723 > 3ICISBIEETH
57T/ —IVERTIVENELSNTWATEL DD S (Fig.3).
IIoONFUINT IV S FHIVEDWTUEAE D HBRTE
BhoTze TNUTDWTIE. BT LRV ANDIENRE DL
DEZS5ND,

FAME(C10)
FAME(C11)
FAME(C12)

l Direct GC-MS
Frl

e
I

Fr2

Kb 1 Ll | Fr3
S T T i Tl Tl Pl

Fig.3 TfRELZE Programmed Test Mix |Zxf9 % LCHEIT
BoNR 75730 GC-MSHiER

E—DDOHWEEKTHBDBAMEICDWTH, 77773721
0D A FIVI ATV, 757373 Icid6fEn O
F BRI A F IV IR T IVEED TN TR SNz, LHLGHS,
BRBEHI Y AAIVEICBRALIESGICE. 7577373
RIS, 75023V 1 IINEESN AN ERR AR - BERRKLKEEE
HAHLTVARIRSRHHERI Nz, Thid. ERICEEFELTLES
TWeT72023a2 1 DD\ BEMEREDOYIWEZICLI TS
723V 3DWNERA IV TEAL LB eEEZ SN,
ZI T BEEAEOYIBZZHRN A>Tz ravaina A
SVUUTEDU VIV ATAICEB L RET VIV MT

DWTIE. 0-10 min (A). 10 - 20 min (B). 20 - 30 min (A) &L.
B DOUERRENEZ1.5-3.5min (72723>1). 35-10min (7
502322)15-25min (7Z733>3) &LT,

TODFAV Y REFTBTEITKY, Programmed Test Mix D
AR atZE. BAMEDWREE, BRBHF IV I VA AC)VaEBEBIC
TS0 AVBORSF ) —F =N\ —DMI 5N fcEN L3S
BINMESNTz, ERBEH LIV A A VEHODBEIC DN T,
RETFHINT D, CORBFMFZANCHBEZERT H5ET.
SRR FRIZE DM BER D EWLDTELDICER
FMHITSCTORERD Z0BEL. SOICEMICHOTERET S
TENTES,

4 FRBHFIVIVAALIVDE TSV
FRPDF S IR2)E—3>
FRBIH I IVA AV LEBL LT TOLCHEE
75CTET. Fig 4lTRLIEZAR N ZLDES NS, 75723
3OEHEICHOSNZEN—=ATA VD EFIF. 750788 TEH
FERINTHY., BETHAMIBEICKARELEZS5NS,

Fr2 Fr3

"o s 20 2ds 250 s m

Fig.4 $REHIVIVAAILOLCHE

TN 0

7503 RINELTRBE. GCXGCIZEA LD DF v
JR)E =23 ETOCHBE 75773 TITIE#HEARIEK
F. BUR(EKERE FERRIEKREHNSENTWVRTED
RNz (Fig.5), 75732 2IdlEBir»> b e —o1
RSN T, 75073y 3 TKOHDIL B E— 0 B S
Nizo TOTEDSELDIRBERIOEAMZ ST EEZSND
ERBEHL I VA A IV DOWNT, ZDRIDIEIFBEDISEHIE
BRUBERRILKEREL ORI BT FIVRE ThH 2D
BERAEBATVDEVNSITENMERTED, dhbB, ZMLik
HEREGAEBETESMICHLTE. LCHBEZ AWML RE
IISCTE A NBEEITOTE T, BRI DEMBIEE ML L
NTES,

Fig.5 {ERBEHIVIVAAINCHTELCHBEZTZ07a>D
GC X GC-MS/MS s R
a) 75773Vl b) 7303av2. 0 75737310\ T
FTNZTNEZR/N—VRMEL200 uLE LIz D



5. GCX GCZF ALY - By AEST(E S D
iij%

BT, LRI A BB A 753>
Eﬁw%%)\@“%;t'c RRATIHERBEORSNTLS
GCXGC it - BREBIREARAT N, MRS E LICRAMITH L
THRIBLL T ZBHRBBS, Fig. 64§ GCXGCIT £ 5 LFER
B9 <Rl > T B BRI (T LT B,

Fig.6 ESWHPICEENIREEN\DERIEZEINZMDZR LA
HBERIENISTS AT SUH—F MF 2 700 CEBRESTNEHD)

HMHPDR\NEE LB, ZOERICAETAE—IH0 %
DYEDT=DICEERIICEBL LT VEEERFO>TWATIERE
TLTWE, REBICIYIVFAIVRICAHLIEINSE—7I(C
DWTCNISTZA4 751 EGCXGC-MS/MSDRF+ > E—RITK
AR MVBEZETV. —HEDSH2>cED (MF = 700) D
BERERL WD, T 7SV —FRERHLSIEWNDOHDE—

TIEAREBE LB N, GCXGCDYpIE - ERIBEhAERAF D A
FENELTHRALTEZ2REDH B, LD L. LCHEEEHHEL.
7250237 10DIHa GCXGCNEBA TS (HAHWNNIMD T >3

ITBER DD EEEINENCEERR L ETHEAS G
GCXGC’\%J\?%) TET. TOBIUCENTWABE—7IE TN
T BNTOBERHEANTHLIEFMENE THEIEH DD B, T
DLCHBICKY. GCXGC TR EN e E— U AT F AN A
EEADL SN 1 D1 DR T LFEN LR BEYPICER
NAIEBICZHDOMANCDONWT—HIGGHAEEDDHIENTES
KO %, SRELELTE. ZTDIEHDT T3V E—THEE
RENTIBE. O - RESERTODFIOERA TERWNT L
YR SHRDRIEE E Z TR IR CERBENDELRDHS
DL TNSIEDWTERIR COHEL BV %,

KB CRLIeLDIT, LCTOREIE. FlciEM e LR
BT L AL ZBIEB TS CTe i DB - A= FTRES L.
ZDBRIGEBRDMTF AN FELMPEDERTET B
EHEAELTIRTFHEICE T 5 DEHFTES,

ot SR RER
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