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EDMEINTVWETA COT7 ST —3
>/ =Tl LIRAARMELPD 2-MCPD
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ILIRRAEHA T T, T RRRE
HBEEBALE LT Yo TILaiiBo kT —
70—%K 2 IRLET HUFILEILE
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T IVt BRI X)L, BT
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TWINHOEEIRTEEY,

SEUYORTZVoE VT ILETIETFE
2EEELT. V-2 B BEARMAY
TN ERENT B Ko TERR L E LT,
ThIYORBEEF YU TL—2a  iZE 1
YT R, BT RTILRIREICIEEE
BREINI YO ZZANATT B CICED
TIYERRL £ LToo 122858k IE. 100 200 50.
100. 200. 500. &&T 1,000 pg/kg Gz
BABRE) ICHIELET. AR TERIN
TWEEELAJLIE. IT MCPD EgfA
#¥ETY, Rac 1,2-bis-/SILZ k- )L-3-200

ORI F—I)-ds BLU,3-P2RFTFOA
JL-2-o0070N>PF—)-ds . TN
71 3-MCPD & U 2-MCPD TXFIL DR
B2 LTEA L E L7, NEBIZEZEIX 100
ug/kg ORETHEBELE LT, TLRNTY
SEEE (QC) Y7Lk, BYIARFHREZ
ERRARARAEMAICRNNATL. 1 5
BARILTy IR LK. 7B 7Ot
AN FEIETDZETS DEBEI AL
ICE>TER L E LTz QC > FILid. 200
pg/kg OLANJLOREFFICHLTEEL. 5
Elg0RLDLELT

FLIRFAFARMIL 1.0 g ZFHEL.50 mLEOFa—TICANET,

K10mL et 5IvIRESFAH— 18 (EBRES 5982-9313) MR ETo
1 DRERILTYIZZ 55— (CHFTH S, Agilent QUEChERS 338/ Vw4 —<° AOAC 2007.01
(BBRES 5982-6755) ZBML. 1 DRI TYIRIFH—IINTET,

AFH215mL ZMRT 1 DEIRESLET,
BAMERROBERITFET 15 P> Fan—tLET,
Geno/Grinder T 1,000 rpm T 5 4 L<IRE S L. 10,000 rpm T 10 SRR ODBELE T,

Pz

v

LEBEEHLVWFa—TICBL. 5 mL OAFH O THEHERDELET,
2 DDMEYE FEADETH S BRIM F B ERREZE S EEY,

v

Yo MICVREKRFTMIDVLBER 0.5 mL ZMATH U FILEEM =HFRLE T,

Y% THF 1 mL TRMRL B/ X2/ — LA 1.8 mL X oGRS Y% 40 °CT 16 B> Fa~—kL

BIXTILH

RAMEEREATT ML $TERILET,
HFBI ¢

K1mLEFa—T ISR EMNIBE F T RISHVTILEEW%E 2 ~ 3 psi DESIT Agilent Chem Elut S 12 mL
A=ty (BBREFEFS 5610-2008) ICO—RLETFTRICHININZ ET 5 HEFEHT,

|

A—RIYDICAF T 3mL ZBIML. ENTRLET ANF T VBRMREIETET.

!

A—RUYDICPoO0X2Y 3mL ZMX ENTHRLEY, BHZ 2 EHRORLEY,
BIENRRBBTBRELTH— My O ZREILET,
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BREEREHLWS mLEOFa—TITBLET, 1.5 g DEIK MgS04 (Agilent Bond Elut EMR-Lipid Bizk=Fw /Sy o
EBRES 5982-0102) MR ET. 1 PEMLIRES LET,
4,000 rpm T 5 REEDODBELE T

!

IRTOLEFEHLWFa2—TICB L. BRTAT T 100 L FTEES B THOSAFHUTImLICERELLET,
BR%E2mL HSZANATIL (ERES 5182-0558) ICBL £,

|

HFBI 50 pL % 2 mL N1 ZILICII R BHUBLARE S LET . BEW%E 30 9. 75 °CTT>Far—hrlLFd,
BREHFLVWISmMLEREOFa—TICBLTHSK 2mL ZIR AL RILTYIZALET,
RIC 4,000 rpm T 5 DREIEOIBEL F 9. REIC.GC/MS DIAICEEFZBLE T,

B 2. F8 A LT HFBI £7cld PBA =M LIcH > 7 ILRIIRE D ERPER) 75 FIE
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BTN
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BT~ ILBER2mMLE n-A"NTEY 2mL &
BMLET, 1 PERILTYIRIFH—ITMNTET,
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4,000 rpm T 5 DEEODBELET,
EHEEEZEL.N- ATEUTHHEEZEOERLET,
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T ZILROVEE (PBA) FAHK 250 pL MR RILTY IR
SEH—RFERALT PRHRESLET,
RICGREMEE R THRERTAET
5 DA YFaN—bLET,
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n-AN7Z2>1mLZMA 1 BERILTYIZL.
EHEEHLVF2—TICBLET,
Mt zEHE 1 BTV BB EREEDEET
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T IVEIALIB IR LT ER B & UMY
EROEEDTY,

— SPEX SamplePrep 2010 Geno/Grinder
XT7FI>, Za—"v—J— )N KE)

— Eppendorf Centrifuge 5810R
N\YTILG RTY)

— Agilent Vac Elut 20 Y ZR—JLR
(Br&mES 12234101)

— Adgilent QUEChERS 338/ \wr —
AOAC 2007.01 XVwk
(BBm&ES 5982-6755)

— Agilent Bond Elut EMR-Lipid 7k
Fwk/ty . 3.5 g K MgSO,
(B&mES 5982-0102)

- Agilent 53w REI S5 50mL A
(E&mES 5982-9313)

— Agilent Chem Elut S. 3 mL #>7)L.
12mLFa2—7 (#Bam#ES 5610-2008)

par e G

PHTIE. Agilent 5977B GC/MSD %R 7=
Agilent 8890 GC ¥ X7 LA TEML £ L7
HEBRORERMEEER 1 ITRLET,

] 1. MCPD D %M

NFA—=4 BREME

VN Tl

. 2Ty 2Ty RLRGRE 280 °Ce AU L AE—R, /X\—2 70— 60 mL/min

AAO
(0.75 97

SAOSF égilent DI SAF = ATV LA VTN T—/)S— HZZAT—ILAD (
EemES 5190-2293)

p_— Agilent J & W DB-5ms DJLtZ4F—k GC 754 30m X 0.25 mm X T pm

7 (&% S 122-5533U))

FrUTHR AUD LT mL/min OFERE
HFBI FE8LaEE 50 °C (1 9. 20 °C/min T90°CET. 2°C/min T100°CET (4 7).
30°C/min T300°C£T
RRNZVIRE 1310 °C.
RIRZVRE 3 mL/ming
RIS VB 5O

F=D>TOT5 L

RANTVRE 1310 °Co

RIS UERE b5

PBA FEEMLEE 50 °C (1 /). 25°C/min T180°CHT (2 9M). 2°C/min T 190 °C
(2 93/ 30 °C /min T 230°CHT (10 )

RIASZVME 1 3 mL/ming

NV RT7—ZAVRE 280 °C

174V REE 230°C
MERRE 160 °C
BOAHE—R SIM
EMBES1VE—R 2
BIETLA 57
Fa—=>IT71) Etune.u

BRLER

oOvcIS 4

ARG, RTUYN/ Ty L RFEAD
FZ?D 8890 GC Y RTLBRUVEFT1A
(ED) r#>E{J = Agilent 5977B GC/MSD
FRAWTEBLEL . BRAAVEZH
> (SIM) E—RT MSD 7—Z%HFE L.
Agilent MassHunter V7 +o T 7 TR L £
L7co 2- BLV 3- MCPD OEEIE. T2
N 2- B&LU 3-MCPD-d5 #ELLICEDWT
WEY, B3 BLU 4 12, HFBI EA1bIC
&% 200 pg/kg OR/SA I LARIICE T B
IRARAEBIAPOZ—7 v MEEHI ORI A
FyoaOxhkdZ L (EIC) bL—XERLEZE
o YATLITRFRDREZRLTVET,
NEIZREEZ B2 — 7Y MEEDIE. R—2
SAVHBESNTVET, K 5 14, PBA 5
KIbIZ&3 200 pg/kg DRINAZLARILTD
EIC L —XZ/RLTWEY, PBA 2fEHL

26, WEEEr 2—47y MEEYIZHFBI
CHBLTHDICDBESN TULEEA. A
HI231eaWistdEn MSD 750X k%
B3IV, ZEEMICEB O A > %
HLUTEBICEBIFTEEY, VOV FLD
=Ty MEEVORIRICHELD ./ V2 —
TYrE—=IOMNAHLTWEDONRESNSC
ERBDETH. TNIETUTILOFILIED
ZERENRISICE TSR INIEDHDTY,
MassHunter V77 DR S > iEE
. EDBVWA—TVEBEC N LRECHER
LELTo CORINTUMEEICED, DR
BEREREL. UYL —"TyhEE BT,
MSD DBERZFHSTENTIET, R~
NTLDNY T TZvaT /N1 RUEZ DRER
TIMEBLEFEATLIEDY . HZLE MSD D
TERENROICRES I MERT 27O €
DOFFRZHRELET,



x10°

2.0, 3-MCPD
w15 12.719 min
21
310
©0.5
0
123 124 125 126 127 128 129 130 131
Acquisition time (min)
x10°
20, 3-MCPD-d,
215
3
810 12.598 min
0.5 \1‘/\ i‘ E
0
123 124 125 126 127 128 129 13.0 13.1

Acquisition time (min)

x103
2.0
215
c
310
0.5

x103

Counts
O a
[ERER=R5K:

2-MCPD
12.915\mi/n.\b
125 126 127 128 129 130 131 132 133
Acquisition time (min)
2-MCPD-d,
12.824 min
125 126 127 128 129 13.0 131 132 133

Acquisition time (min)

B 3. ALIRAHEMI A DR/ I LAJL 200 ug/kg T HFBI 8K = To7c 82— v MEE#D GC/MSD EIC ~L—2

x10°3
. 5.0-
x10% 1. 3-MCPD-d, 4.4
1.8 2.3-MCPD 3.4
3. 2-MCPD-d,
| 3.2
1.61 4. 2-McPD 2
2.6 f\ 4
141 2.0 f A
[ (\
1.21 140 4 || 3 /\
£ 1.0] 0.81 J \/ J
3 (P EVAVEARYAVE/E
S 0.8 127 12.8 12.9 13.0 13.1
0.6-
0.4
0.21 /\A AJJ\
: . L. _
65 70 7.5 80 85 9.0 9.5 10.0 10.5 11.0 11.5 12.0 12.5 13.0 13.5 14.0 145 15.0

Acquisition time (min)

4. ALRBABHILFD /10 LAJL 200 pg/kg 12H1F% HFBI 558 4AD GC/MSD EIC kL—2X



x10°

"120; 3-MCPD 3.5, 2:MCPD ;_
- i 0 3.0 13.54?1 min
o 20 12.775 min 525
S 15 820
8 1.5
1.0 R :
- e YRR TR R i T e S T, 131 132 133 134 135 136 137 138 139 140
Acquisition time (min) Acquisition time (min)
x10"  3-McPD-d
25, s X10° 2:MCPD-d, 13.455 min
2.0 '
2 @ 3.0
5 151 i Sosg
31.0 12.69 min 8,5
0.5 i ’
04 /\ 1.5 i
123 124 125 126 127 128 129 130 131 132 133 134 135 136 137 138 139 140

Acquisition time (min)

5.2/514 L)L 200 pg/kg T PBA 5

XYy FORBEL

ASLOFE : REAFvESY GC AT LA
ZERTZ5XTIE. BEHCTENRDE
ELERTY, XYk GB 5009.191-2016
H LUV SN/T5220-2019 TlE. 30 mx0.25
mm. 0.25 um O~FEDERME DS LHHE
"INTLES, LHL. FEMRKEAZECL
T HFBI @A LHE. Agilent J & W HP-
5ms Ultra Inert. 30 mx0.25 mm. 0.25 i
m AZLTIE 3-MCPD & 2-MCPD Z~X—
2ZAVDETET. 3-MCPD & 2-MCPD
IEREOESETA> m/z289 #HELZE
Lce AR TIE. TA4ILLDEWVDT AL

Agilent J & W DB-bms Ultra Inert. 30 mX
025 mm. 1 um HSLEFERLTHEEER
mEStEELI

BNy r—SofE : v LM 70te R
lF K10 ML &t I3V IREDFHAH 1
8% 1 g OFLRARARMIAICIZ /B AF
T2 15 mL ZMRATMHLELTze AFH Y
WEFICE AR IDE LT, LA L. VT
JLTIER TN B . KB BHEENBEREIC

Bt EiTo78—7 v MEEYD GC/MSD EIC FL—2X

DT IONERRINE LI, BERMT S
CHKEDAFUBENEL. EORBRIEED
EHABICOTB LY I< AL EZRMIHE
5L EY, AL TIE. QUEChERS #H &
INVIT—2 (AOAC 2007.01 XV wR) %=1
ALFLTc. TN DEEEHBAREICAR D,
HHMENLZE L. @nt@l&%b\%iﬁfé
FlL7

HFBI FE{&(bICE D0 —> 7y T OFHTE :
YOTNDO =Ty TGS EIEART
O+ AN R TE £, Agilent Chem Elut
S 12 mL FisiRkiat (SLE) A—rUw
DeEROBBIEE (LLE) ZH&LE LT
Chem Elut S #EA LICIRIERTY T O
=M 2 ICRLET, LLE 13, BHEAEE LT
DOOOXZ RFERLTRODEF1—7
ATEMLEL HENEREZZOZ7OIC

PINTYIRZTFH—%fFRALTT > TILE+
DTRELELI @ODEE. rOoOxX
SAUNTBICECHEDEIUNA R AD F LT,
FHoKkBEFHFLWFa—TJICBLTHE%E

Acquisition time (min)

BORLEFLD. CORIEICITFISEED
MWEBTY, Z—7 v MEEWE R ICHH
TBHHICCOTOER%E 3 EEMLEL
DUOOXAZVEBIFEEEHLET 1 DICLE
LTce 2 DD —2T w7 7OID5DING
ERERIZELLTWELEEA. LLE oADK
DEFBEHNEBLF L7 LLE LT
SLE I&. BEITRIT TSI MYy —o 70—
EHOTHED. R EFREEISHRBIZH D F
T Ao SLE XV RZEZBWBEFENH->TH
STILOHMENBRZICRD. EEMCRIL—
TYRHRBICALELFEL e CDKDICC KR
PR TId SLE 2R LIS Y TIILRT—07
O—#REMLELT



HFBI FEE#FMLIC &5 BE DT - FE AL
BIDO) =27y 77O Zh0AEAECL
T, PoO0OX2>aEFERLEL. AFTFY
COUOOXE>D 2 BEORER. HEK
{bRIGE LV MCPD FEAEDREY > TIL
A L TERTEZOICAELELI. K 6
IR d &SI, 3-MCPD & 2-MCPD @i A
DY TIVABE LTIANFH U ZERTH L.
EDBVIRBEDNELONFE LT, TRHERE
MmEtlElLis LIzh>T. SLE H> 7LD
V) =2 Ty T eKDBREDE. BUX LSRR
B’ (onOxay) #RBRSMFTKI00
Ul FCEEIEFE L. RISHFERERISED
BIIC. UV TILEAFH U TEARL I mMLE
LFLTw

AVYRNUF=23>

MCPD b &MIdBMEN S B EWE
B, E—IROMBENFELET BRI REMND
HOET E—IVERCEREEZRALTE S
®IZ. MCPD b &#IZBE. GC HITDHI
ICFEREEINET, RBRFERMHE
DEFERIF. XV YRDORINICE>TBROTE
BT, RIGEE. BIFOBZHT. T593
AR D H2RIERYDLER. BLTER
MACIRTOBRZERIBZHMENHDF
9o GB5009.191-2016 X Vv R TIFFHE R
e LT HFBI AMER TN TV E I BN
ISO 18363-3. AOCS Cd 29a. && T SN/

3500
3000
2500
2000
1500
1000

Response of quantitative ion

500

3-MCPD

M Hexane
I Dichloromethane

2-MCPD

6. HFBI FEALICHEIT DS E S R Y VT IVBED LR

T5220-2019 XV wRTI& PBA nMERIN
F9, HFBI XV RTIFFB B LA ENKIC
BT, KOEFEE T CTIEFEMRERISIFER
L&Y, Lich'>T. HFBI AL DAETICK
EREEICBRETZENBOTEERIATY
TN ET oo WRICKZFREGZRC
=2, HFBl OREICHTIEZIDRITN
B DEE Ao PBA XV YR LIIBED
HFBI XV RDOFEIE. PBA BSA—)LED
HRIGLU TR RIRERY T2 DIC
Tl HFBl ZTARTORBMED FERIST
ZEREEN BB T, TD®H. 2-MCPD
H LUV 3-MCPD ORIETIE. FEMEHAFE L
LT PBA NEGEIRSNFET, 7272 L. HFBI
&, MCPD &0y 2onro/v/—ILDOF
BRAIEICELCVWET, BENHEREICHE

B9T35%6. ENT2LEMeOTFHx ok
T57HIC. HFBI FEARICEEED 750X
VA AYVERIRTEFT, PBA XV RODF)
MlE HFBl XV REDHEFETEBA N
58\ ETY, PBA OBE. FEMCKIG
IEKDIEFEE T CTHEH. NEA ISR I35
<HBDFET, AR TIEHFBI LPBA 04
HEEL. mATHEOWVWHEENESNT
WET,



HFBI XYy K : KZE T3, HFBI 355 A(L
ICEBEEBXVYROFMEE LT, BRI - B
IR - BHETER - BLUEINEEZTFINLE
L7zo 10 ~ 1,000 pg/kg OZEL NJLTH
HINFINIYIRBEFY)IL—>3Y
BEABVWT, 2 DO L TEREMERE
f& (R?) =0.997 M"E5NF LT, RBIFZH
TICRLEY, BREMEOATE (BE %RSD)
l&. 10, 100, H&T 1,000 ug/kg R/
2T %E 8 BIEALTEHEL LTz &
212, 0.5~ 3.1 % DEEDEE RSD %R
LEY, BNIZMETHEZ DA DET,
10 ug/kg DIEEEL ANILDOT Ry oIR8
BFv)IL -3 iR%E% 8 BlOEDIRL
AAZLTHIL. BRETREFELE L
3-MCPD & T 2-MCPD 0 FIRIZ. &
nzn 1.35 8LV 1.30 ug/kg TL7z, B
REFEE L. 200 pg/kg DR/SAILARILT
5EID#E0ERLTAELE LT, T 3 ITRT
£31S. FHBYNEIE. 3-MCPD T 86.9 %.
2-MCPD T 106.7 % T# 0. RSD I£ 15 %
Kb Tlio

PBA XYwE : PBA XV RTIE. XVvRi&
SER® QC > 7ILe LTELCRNA L)L
200 ug/kg ZOMLE LT, A ESER
R IICHRLET. 2 DO/HT 80 ~ 120
% DEINEHIER SN, RSD 1Z 10 % K&
THO. FATTBHRTLI

| A

0.74 3-MCPD
0.61 y=0.924037x + 0.093382

Relative responses
o
(93]

{1 R2=0.9994

4.04
3.5
3.04
2.5
2.0
1.54
1.0
0.5

Relative responses

2-MCPD
y =0.392280x - 0.028234
R?=0.9970

3 4

5 6 7

Relative concentration

3 4

5 6 7

Relative concentration

10

7.10 ~ 1,000 pg/kg DEERR. A) 3-MCPD HFBI & 14, B) 2-MCPD HFBI 5K

| 2. HFBI FEED XV Y REBHER

UFELoaUE1h &R %RSD (n = 8)

1Lé&sa (53) 10 pug/kg | 100 pg/kg | 1,000 ug/kg | #RHE TR (ng/kg)
3-MCPD 12.820 3.1 1.3 0.5 1.35
2-MCPD 13.012 2.1 1.6 1.3 1.30

%% 3. 200 pg/kg @ QC H>7ILOEIUER CAEE DFESR (n = 5)
HFBI PBA

b (4=gvE EEAAY | FHYEIRE % | %RSD | EECA>Y | FHEUE % | %RSD
3-MCPD 289 86.9 14.3 147 1034 9.2
2-MCPD 289 106.7 58 198 1009 4.2
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