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HE. XEREZERNSSREEIE - SEEIEEA (HPLC-GC) By TAHB. BEMEEE T HMEEMR
il (MOSH) FIE&EEN ¥l (MOAH) MERBENESZE, HENEEMR (LOQ) 4 0.05 mg/L, MR
ERZEA 87% ~ 107% (RSD=1.9% ~ 4.9%) . NFZAEBAETHE 17 MIEEE (EFBE 1, BENE
BBEEA4D) POV RSRER. ERKA: AERENEZBEFEREKREHT M, B8 5P EERED
MOSH, 8273 0.06 ~ 2.74 mg/L; Eo 2 M&HE MOAH, 95179 0.11 mg/L #1 1.24 mg/L; XLEPRMAE SRBOF

MMSESERESERX, HEDSRUERBEEBRERE,

XHE: B Tl SICRIERE - SEGILEE

BARKE:

BREE SE#

< HPLC-GC BRIBIDES GC-FID 1844, MRTH YA THGEEES RBER-,
+ REERSRHENEN, XMTHE. SH&SRNNEL,

B M 2008 F & AR OB S e =20 MRE
YRS RNSEHZEY, MENSEERTHIT Y
SRBER—EIFFEN, KEHET "EmPiWH
FMRIZEL” ¥, ERRIRAE ISO 17780—2015 ( ZhiEY)
SHBE Y AERREAUED  (Animal and vegetable
fats and oils - Determination of aliphatic hydrocarbons
in vegetable oils) 1K 22454 EN 16995—2017 &4
SHFAEYHE R RPIEMENE EET YN E )
[Vegetable oils and foodstuff on basis of vegetable oils
- Determination of mineral oil saturated hydrocarbons
(MOSH) and mineral oil aromatic hydrocarbons (MOAH)
with on-line HPLC-GC-FID analysis] PA & 18 % 15 & #1
Bl RIEBHMNERZ 2B (European Food Safety
Authority, EFSA) B9¥IE, I ¥R A mia i RE
BIEER, 88 n-Co~n-C, kEMEY, DRI
JRE#03H (mineral oil saturated hydrocarbons, MOSH)
MBS BT ¥ H (mineral oil aromatic hydrocarbons,
MOAH) B ¥, T ¥meI OB ERL . &/, B,
TN ETRIS AR P, RfmkR ATt
REE ZIRET SRR Y. Am, Ba80E
B zws ", RENED, HEREHIEEZEESD
FRAHE. 5. I, XK. 5. maes ",
SIREHERN K ERD . XREREBE LML, CASTLE
LT 191 FRASHEEIL A (gas chromatography,

GC) WEEERHE ¥m, BREEREEMEEE
BiR, EREHFENEERIS (0.1 mg/kg) MRE
H 195 JICKELLS Z MI7E 1994 £ LA GC 947 T 105
BEEFG, BNEZSRMB SRRV YRETS
B, EREEFENEERAS (0.2mg/L) MK
7,

RTFYheEiaT obz, AMsEREE (JEEF

ROE) BOURKBTHER, RENRBBREE

(30%~70%) s T XEIREIEE (1%~8%) FE
BE (7%~18%) ", ALBEMETHERIENT ¥
BHRER. AT, BRI YRS ERE, FEXA
BARBNDTFER. AL, AXNASRBENS
MRMEEIE - SHEBIEEXA (on-line high performance
liquid chromatography coupled with gas chromatography,
HPLC-GC) £, ZEABE GC 7 BIEZRIRRE
BT, = BAEFEAEDO, ST RERERE,

BEM GCMATRBERS T 100 5“2,

BEF ERDH, AXBERMT REBEBEIRF
EAYRENGE, AEEIE HPLC-GC Y THE. @5
TEFNEE B A9 MOSH #1 MOAH S REUNE 5 7%,
RENRBZGERE T B2 hERANE @ ¥
BE, AFESWN T YRS ERE . @R RIRXKEMY,
PURFTEISRKIR

EEEN: NRE, ML, SRIEM (REXHRINENIEE, E-mail: wu_yanwen@163.com)
ELWEB: tRMRERAMRRICRBESF L (BGS202104) ; RMHESEKEETIN (20212L0111)
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B FRANGE
1.1 #a&

e T AR H LR 17 NMRENE, BEREBEIA (A1-A9) . BEE (B1-B4) FMIEHE (C1-C4) 44,
RENBEENLRESLE 1,

x1 HmER

Table T Information of the analytical samples

CERRDE % 3 S CEERRRDE %

Al 56 IRIEHR B1 11 IR
A2 46 ISR B2 12.5 IR
A3 42 IRIEHR B3 13.5 IR
A4 52 R B4 14.5 IR
A5 43 IRIEHR C1 33 IR
A6 40 IRIBHE 2 >4.0 Eol=td
A7 52 LB c3 >4.7 EEiE
A8 53 SERE 4 5.0 EE
A9 68 B

1.2 AR SR ER

Eekk. ZSBRMITKIEHY REEGRAF, EE Fisher Scientific A8); TKMEM (oiFd) , BR
ERUFAFNERAT, WHREREDR: 288 9 LS MOSH/MOAH BRERERR, ItRIZERG
REBERAE, EPIE+—K% (n-undecane, n-C;;) . FEEH 2 §x (bicyclohexyl, Cycy) « JKEZ (amylbenzene,
5B) . 1- BEZE (1-methylnaphthalene, 1-MN) . 2- BEZ (2-methylnaphthalene, 2-MN) . 1,3,5- =T
EX (1,3,5-tri-tert-butylbenzene, TBB) MIEZEIRE S 300 mg/L, IEE+=% (n-tridecane, n-C;3) BIREIR
FE79 150 mg/L, REE KT (5-alpha-cholestane, Cho) #13t (perylene, Per) BIREIREN 600 mg/L. BFTHECHI
WREUR B EIESIRER R, EPEMREITERWEXEE Restek A8, IBBRP 2B n-Cioun-Ci1n-Ci3an-Cygs
n-Coon n=Cosn n=Cose N=-Cisv n-Chov n-Coo & 100 mg/L, BF R HECEE.
13 B/ERE

HPLC-GC BXF{{EF A =8B 4HA%: LC-20AD B e &N (B&EIMELMWES) . GC-2010 Plus SHEEIEN (B
BFIDNEE) , BARSEAT; HPLC-GC#O, B Axel Semrau A3 R-100 fEEZE R, B S BBERA T,
HeraeusMegafuge 8 B/0Ml,, 3£E Fisher Scientific 28],
1.4 Bk
1.4.1 1RENS RG8

BR20mL BEETFREBEOED, MNA 10 uL B89 MOSH/MOAH BERERR, A 10mLIESKERS 1h,
RBMAT0mMLEBFK, BORLEBR, UL KRERMREKD, REZRREEL 1 mL, fHPLC-GC 217,

B20mLIB2BMNEEEFR (BBEMNREFEBEEBEHRS 10min) EFREBZOED, MMAIT0ULH
MOSH/MOAH B&RER®E, MA 20 mLIECK : SEE (1:1, v/v) BERAFIRSE 1 h, BOBRLEE®R, AL
KRERAPREIK D, IREERKRRGEEL 1 mL, # HPLC-GC 217,
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1.4.2 HPLC-GC $#7
1.4.2.1 HPLC &4

K F Restek Allure Si (250 mmx2.1 mm, 5um) &i&&, RaitE A RIECK, ARIEB A -SSPk, XA
BERRIZER: 0~0.1 min, 100% A (GiiEAN 0.3 mL/min) ; 0.1~6.2 min, 70%A (GREAN 0.3 mL/min) ; 6.2~
15.2 min, 100% B (&)$, #i&ER 0.5 mL/min) ; 15.2~25.2 min, 100% A (R3&E A 0.5 mL/min) ; 25.2~30
min, 100% A (FR3EX 0.3 mL/min) . HHFEN 100 pL, RBALKIIMDHHKET (230 nm) KN HPLC Bk 5D
85 MOAH &R .
1.4.2.2 HPLC-GC #1

2 HPLC ' EB45%I MOSH (2.0~3.5 min) #1 MOAH (4.5~6.0 min) WE&#RD, BEER®REA GC, PUR
B a5 A FIIE & H O S R RIREE
1.4.2.3 GC &4

GCIUBEENETHERNEE, ENEEYRA Restek MXT (10 mx0.53 mm) FT3REFME AL
Restek MXT-1 (15 mx0.25 mmx0.25 ym) 24, RBERES 9 Z 88T =858 X HE 1 &,
RRFEFENDIBEE 60°C, R 6 min, BL15°C /min FHEE 120°C, B A 25°C /min FHRE 370°C, R
6 min; FIDBE N 380°C; HENES (LE 299.995%) , MOSH 1 MOAH i@ & R4 %4 &4 39 80 #1
79 kPa; HEIS . MERSHEIMS SR AES . E5F=S, MESHI8 30, 40 F1 400 mL/min,
1.4.3 BIEDH

MOSH #1 MOAH B GC iZE| 2B M —E#HiZcENIElE, E2iTE, MOSH/MOAH W& E@IFR ot
BREZ5RIEZEANEREE, BEATALRRE,; BELANREZTESNR ", AIREAEE: MOSH
WAz A Cycy, MOAH BIWARHIA 2-MN,

BERSDR

2.1 $2HX
2.1.1 IREUEF

rYpHeRIETRMUERRE, USKMEETIRE, 8%, A TRE HPLC-GC 21T, ERECKIFR
BUAR Y, Ak, REEERHNT YRR — MRRERERE., BER 1T, AENERERS, S2BERN
40%~68%; HXZEEE, BEBEN 11%~14.5%; HBENIESENN 3.3%5%. FAlt, REHERIG %
LR ELMRREFRPHNIESE, REEKMNIECK - OB - KEHER, PUAR ST YRREBIR

BT BEMNESEPAER 52%, EmaLUEEIANESEFKEIEA (viv) B 1:1, BI20 mL BHiEF S
EEFNKIR 10 mL, BE, AT ERBREFIMER, K- 8 - ESKRBRABRLA (v/v) RS 2:1:1 P9, Fiit,
RENABEDPAIYIRTZARM 10 mL IEECKH 10 mL K, B, BEEMNEEPNIES SRR, IJLUER
INAEZKARY, BJfE 20 mL WA AESES R 10 mL IECkA 10 mL SEE#1TIREN.
2.1.2 1REXREL

YRR S e U UBREREEER, Utkm A1 A%, 23R TRER—XMMINITER (R
2) o HERFTHA: MXIBEE MOSH B E{XEE—IRIBEAIIEIN T 2.7%, B —IRBITDEE KRB D8 ¥ H iR EX
ko FREIREHEENNBAAFEM—E, RERERREHI—R.
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£ 2 REUIHNE—HHZTE MOSH (n-Ci~Cs) MEMFM (n=3)
Table T Influence of extraction time on the determination of MOSH (n-C;,~Cg;) in the same sample

RENRER MOSH/(mg/L) RSD/%
1 0.37 1.6
2 0.38 1.5

22 FiEEER
221 EEMR

HPLC-GC &M DB . #IEINEES GC-FID Wi NINEEEE S, BNBR T YhoiiEREME R
EafE, EbhNoimRBENRSRARE. ZHANENZOZBET Y EO. RBEM. =B, BHESH
HBAB A HPLC-GC #0, ¥ HPLC £ B H kA MOSH # MOAH 9D £ BELEBE GC #TH4, LM
TEHERO, NET RN ITRBERS T 2-3 MIER. ZBEAEREERSISENDN, LUT
DB, HRSKUNBENML, FEEBRT IRIREIENTRIIAN, RIETHONERNEREMNEIIE.

HPLC-GC BNz A EXEE 7wz (FID) , B FID ¥AEKEAEMHNEHRIMLFE, BIREE
REREYERRN FID M EEMER, EmaLUEERRENS ARRBOT RS TERESE, BHRBRTH
YR Z OESEYROER 0, Rid, TSRS RIORECEER (n-C,~Cy) , WEVMRE, TEHE,
H GC-FID IBERHUAA U EMARNTIE, ZRIEXNREZEL—ESESLERRIUTE, NHEED
RN AREEEK, B, —RNUBIESHERERAGE GB 5009.1—2003 ( B M B4R HIAEIER
DENY RERTFASX. BE, FYHNSTAEEER (LOQ) BILKETHE 7,

RIEFEEMNEK ST PO (JRC) 2019 FHEMNIESEN ( BRI REM R I YRNS B, 9iF
MEIRRESEEY : FYHH LOQ BERTZELF N, BERE (KRIETE) WEEERKRY, A, &L
FEE 50~100 ng i ¥1H# A FID Z 8B ERESE . REHEN LOQ BIrE A ER: BUFER 20 mL, &FRREX.
RERBENATR 1 mL, A HPLC-GC B9RTRA 100 pL, HETF 2 mL HRZ P T Y58EA FID 10, R
XS B9 LOQ B9 0.05 mg/L (LUE AR ¥MEEN 100 ngitHE) . MRBEERH LOQE, WE
EIRINEE SSRGS, fIa, MBREMEEEE 100 mL, RECRIREERDA 1 mLE, AEEERNA
0.01 mg/L. BEFEMNR  IREVAFIMAIRBAERIE AN, MiRGE S S AVIE NS B RN A ENIREIRH TESEK,
2.2.2 BREMBEEE

ASLIOEEY BB R T E R ANARE IR LIS, MOSH BIRINIE AN K, 98079 0.05 mg/L #10.50 mg/L;
ZEE MOAH WEERE, FMER—1TKFE, 27 0.05 mg/L, FTNUE 6 R EIIRLEKRFIEIT IR
ERE (RSD) » £RER: MAREIRZERB 87%~107%, RSD N 1.9%~4.9% (& 3) , RBBZG AR EREF
BN EK,

3 IREREER (n=6)

Table 3 Recoveries of spiked samples (n=6)

7N AIEE /(mg/L) WINE /(mg/L) MEE /(ma/L) UL /% RSD/%
0.05 0.31 87 4.9
MOSH MOSH
0.50 0.80 107 1.9

MOAH MOAH 0.05 0.16 103 35
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2.3 HROHT

MARZMNNDTAESINET 17 1M HERE. FEMEEFNGS MOSH fl MOAH WEE, HEIRIE
JRCIEBERI D THRECEE (k) , H MOSH X9 R 6 DIREE, MOAH KI5 4 NRER . ERE (X
4): REAXM B EEEREERER ", MAREEIEBNAEEPREY Y5H, NEQBED LAV EEHESR,
BE5MEEAEE MOSH, Ed 2 1ME%E MOAH, T ¥BMRHEBIE T 50%, WER BN Yl R™E,
IVE R gAY /N

BTHBLESENREESZZET HSR, SE=NINENERE, REZBHICEREST
BXNEIE. FETEST YHECENKPNAREEX, B8, THERZARTIED, X— M
YIS RRATEVAE XML, BEREAENS, ST YHSENNKHEX, AL, BRE—BE2T WhsEN &
-\—)—-(IZ" [12,15]o

RAPHAIMA2RBE— KB PEEERN~ R, BB MOSHEE5 5795 0.37 mg/LF10.17 mg/L;
Eb3X HPLC-GC EEE AT : W ME@RBIBIERRIEM, RECEEIIA n-C~Cyp, BHLIN-C, APL (B1) ,
YRR — RS RRIFEE . BHF A1 A2 BBREED B0 56% 1 46%, X MOSH &8 0.37 mg/L #
0.17 mg/L, H—SRBEBEST YHZIEEX,

Am, EMEEHRNT YRS CEHIERTSEX, MBEREN 52% Wi A4 F1 A7 FRBERET 1E,
RMERERE 43% B9 A5 £ HS%E MOSH (0.06 mg/L) . RBET YRS RARBEESEF RIBX, NE
& T 2o A RUB i YR 3.

RRBELKIAAPEEER (ASFIAY) &5 MOAH, B HPLC-GC i&E & MOSH 1 MOAH RIIEHZ
MBRECEESENN (B 2) , XU YIRS RNEESE *Y, B2, A8 A ZEANIEFMBRIEEEES,
RS RRIEARAE. ASFI A REARREFT K, AB AKXFERAE, E MOSH BB/ MNIBIEARL, F—TIER
BRERLA n-Cig BP0, SBE n-C~Ch, BEN 0.10 mg/L; FEZNELLn-Cop IPL, BBCEENB n-Cyp~Cag,
B85 0.17 mg/L; 5 MOSH St 89 MOAH B E RN IEIE, BECEE B E DS TE n-C~Css (0.1 mg/L) o A9
ZEERAE, HMOSH MOAH IRB—1IIE, WECEEM n-C, Bl n-Cy AL (BAn-Cye AL
MOSH & 25 2.74 mg/L, MOAH & ER 1.24 mg/L, ASFI A MERSETFHINEE#EEE., AL, H
TRARBRUERESERE, SEEN T EESEMENDER  EBTEISEEETREALE, 5lkizR ™,

AT, AHERSEREENDE A7 FARCHTYHE, REMEHNIZSeT LB R YIRS H, i, 8
FHEE RN A4 BRIQHT Y0l , ESMEREREERHEMTIBNREERERMBAE (polyolefin oligomeric
saturated hydrocarbons, POSH) B94/EIE ' (EERIAXER)

x4 BBEFHTYHEE (mg/l)
Table 4 Contents of MOSH and MOAH in Baijiu samples

e MOSH/ (mg/L) MOAH/ (mg/L)
GG GG GG GGy CoGCos Gas=Cup CyooCop CiooGop GGy GG CpGas GGy
Al 0.37 0.15 0.21 0.01 0 0 0 ND ND ND ND ND
A2 0.17 0.10 0.07 0 0 0 0 ND ND ND ND ND
A3 ND ND ND ND ND ND ND ND ND ND ND ND
A4 ND ND ND ND ND ND ND ND ND ND ND ND

A5 0.06 0.03 0.03 0 0 0 0 ND ND ND ND ND
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A6
A7
A8
A9

ND
ND
0.27
2.74

ND ND
ND ND
0.04 0.05
0.09 0.53

ND
ND
0.05
0.85

ND
ND
0.13
1.20

ND
ND
0
0.06

ND
ND

0

0.01

ND
ND
0.11
1.24

ND
ND
0.01
0.36

ND
ND
0.05
0.47

ND
ND
0.05
0.39

GC-295

ND
ND
0
0.02

E: *EER (LOQ) 4 0.05 mg/L, R Cip~Cs SEE MOSH 8 MOAH JelEiR 2 HiR S R RIEEIRAI L X B R B EH
RIRRE, ZERMRET 0.05 mg/L, WARGHEH (ND) , BBAEMERRKROSEN N ND,; WIRERST 0.05mg/L,

WREtet, EERZERROSEMAN, BB HRROBETEET 0.05 mg/LHEERNO0, ELSEST 0.05 m/L. ** Hm
A1 F A2 RBEB—4£T X,

250 -

Cl1Gycy

fl3

Cl16

Cho MOSH

Ok amin 1

20

1 BEER AT A2 B9 HPLC-GC £ &
Fig. 1 HPLC-GC chromatograms of MOSH in Baijiu samples (Sample A1 and Sample A2 in Table 4)
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Fig. 2 HPLC-GC chromatograms of MOSH and MOAH in Baijiu samples (a. Sample A8; b. Sample A9 in Table 4)
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m &t
A BIRUBREZERPIECT - 28 - K=MRFFAERLH, LSRN HPLC-GC BAARAREL TH

B AEBEMEEDS MOSH #1 MOAH W RBUENESE, HiEAEERIAE 0.05 mg/L. NAZBERET

HE 17 MIEEF RPN YEESE, ZRAN, BREERNEENFSEEPHORQESR, EREPE—F

PAERHS%R, HEPR N TmEH MOAH, $IEDRA: FYRSRELEST RMBEMHETEX,

SE
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