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ZE . &AX5% GB5009.191-2024 (ERTRLERNE BERPRREREEHRE. HKEREENNE) imk
BURNE_SE L, BIUT EURER - BKE - ZE0RFSREBONE 8 mh R R 4a/K EhEs S
BN 7E. B IR PIINRAAHR, LERME R R 487Kk H mEE (GE) 4% 3Rk 3- 7R -1,2- R —E%Fs (3-MBPDE);
KLRMKREEIFESNRREM 3-8 -1,2- AT (3-MBPD) ; HRAERDHMEMRZIIT 2, KEEL
AT BERMITERS, & GC-MS/MSE, WIRAESE, £ 3~1000 ng RURESEENR, =MASBhERESIRX Ry
AT 0.999; MARETE 0.01 mg/kg~1.0 mg/kg 7KFFFITAE 6 'R, HEFYIBIFYREIULERTE 81.2~106.4% (8],

H 6 RF1TRI RSD 7£ 3.8~18% Z i8], & AHEE. RE. RBES, IRTRmPRARNEEREKE HESE

P

FTHEE . BKE =SNRITFSEBEAN DY SRR 45KEHis

B R:

+ 1. GCMSMS i FitEENe:, BEREHRERERERTIN, EBTHAERERER;
2. AREEREKERESFBIRHE, HEREEHR, 5E;

SR (MCPD) EsfNZEKEHH (GLy) Be=E3
FREVNOMERRISEY, [ ZHEETHERBER
HERMT, EEYH. B4JLINK . TRIERARE
ERmPERt . HR%A, MCPD B Gly BS8E
FEANGR D BERECNEEBEREESHNSRE
B2 (MCPD) , FEZEIAMBIXE.

SRBEEECEMBE3-KT-12-B1E (3-
MCPD) B5. 2- & -13- BZEE (2-MCPD) B&, H
th 3-MCPD BEf9E &R, 87K EH MBS (GE) BIK
Ry - KEDREREEESM, N 2A KBUE.

BEmP s MCPD BBl ZRABSEEIEE. =
BeiERiEEEF. HRERNUERM$ MCPD B
M Gly BERITRETT %

GB 5009.191-2024 £ " & 5 " AR BRRKRE
HITOW: BRXYHE (B8) HENRmP R
ERARNE, BEPr4EKHE MBS R NIRRAE
fg. RAEENFRPHNIREEERIEFGTRE

RN, RABEREGKEBARES 3-8 - 1.2 -
A_E (3-MBPD) . SIREEEEHRKMBAREBESHEL
S AEE (3-MCPD. 2-MCPD) ; 7Ki&RE 8,0
&, BERSHBEREZERZE (MSPD) 126, HERK
FiKERERSGE, A2ERT HRERK (HFBI) £74£;
MTEBRBRFRESEM” GC-MS/MS 21, KAR
VERAREEE, JENNERmS 3-MCPD B,
2-MCPD BEfl GE IZ &,

AXFMABBERAT=ZFENRFSIEEBMN
GCMS-TQ8040 NX, GB 5009.191-2024 B m&Z £
ExRirE BmPRAERERMRE . 48KEHHERR
MWEY AREBIThRE _FE IARGIERE, #iL
TRNNERmT 3- RREEE. 2- RREEEN4EK
HMBERINTT A P ERIES, B RRET,
RAURKENEBRES, EHEEETFPTEmER
R SREE R AKX EDHEE S BAONE .
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W Lo
1.1 1488

BE=F RS REKAMN GCMS-TQ8040 NX
1.2 oM

B & M : SH-Rxi-5ms, 30 mx0.25 mmx=0.25 um

HE B RFE : 50°C (1 min)_3°C /min_100°C _40°C /min_300°C (3 min)

#HHER X AoREsE BFREE : 230C

#OE 2 1ul # 0O &R E @ 280C

=& EBEE ARIGERBSE : 6 min

R 2 : 0.8mlL/min X &£ 5 R® : MRM, (aWEERE

=1 X% MRM S REEYHIENE
BETF FBEF REERSE  RHESRE

wam (%Em)

(m/z) (m/z) (min) Q)

453* 169 10
3-MCPD 289 75 13.653 10
289 169 10
294* 79 12

D.-3-MCPD 13.572
456 169 12
289* 75 8
2-MCPD 289 169 13.952 12
253 169 8
257* 169 16

Ds-2-MCPD 13.808
294 79 10
253* 169 10
GLY 253} 69 16.554 16
253} 225 6
257* 169 12

Ds-GLY 16.377
257 69 16

L REFLETRSE
2.1 HmElE

[E] A K = [E 4 g SN YSER %)
Y Y
80°ChnFARR{L FREUAHE 0.5 g (FBHZE
1mg) F50mL BOEF
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FREX 0.1 g (FEHAZE
1mg) F15mLELE

GCMSMS-233

ANA 100 pLSBERIRIAER (2.0 pg/mL)

Y

\ 4

O 100 L B E AR TIER
(2.0 pg/mL) , A

65 CARREK, FRHIREX

Y

2.2 R RN

MAZEE. TBREX 2 1%,
HREERT

2.1 PN A NS KIEFRCIRATR,
&S, 50°CTRAXE 15 min

2.3 BRKfi#

\ 4

2.2 AHEPIMARE - PEER, BY,
40°CF7KEE 16 h

MABREMWER, B

\ 4

\ 4

A0°CFRREAIRN 1~1.5mL

F., MARSKIFER

Y

MALECKZE, BERRTE 40°CRRE

MABREMRERPN, B

2.4 RIS

23 BREBERRL/IMEL,
& 10 min

2.5 T RN

24 BRIREMA TR T BREKE, B

\ 4

\ 4

ECkMsE, SRR,
R A R 2K

70°CARIR 20 min, &R H],
#INESKEEL 1 mL

\4

Y

40°CTFERE 0.5mL,
KRG RF AR E P

MARHINER, 2E, RECKEER
BTKRBRMBARRRD , LMD
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\ N
B ER5TiE
3.1 ERREBIEE
FEMHNRECIEELE 1
Q 453.00>169.00 (+) RT=13.650 454e3 Q289.00>75.00 (+) 3.65e3 Q 253.00>225.00 (+) 1.11e4
- y - -
10000124 76,81 (7174 -§07.61) 29511 4726 (52.18 - 78.27) 1000091 5265 4261 -[9.14)
{R2 44.50 (31.06 -[$1.77) 1R2 137.80 (130.90 - 196.36) 1R2 316.86 (278.26 |- 463.77)
%] %] %]
RT=13.948 RT=16,556
| \ 4 1 [\V /\
0.00 ||A|| 2~82|""|"A"|""|"' 0~00"'|""%""|""|
1325 1350 1375 14.00 1350 1375 1400 1425 1625 1650 16.75
RT (min) RT (min) RT (min)
3-MCPD 2-MCPD GLY
ISTD 294.00>79.00 (+) 8.15e3 ISTD 257.00>169.00 (+) 3.50e4 ISTD 257.00>169.00 (+) 9.94e4
,RT=13.566 19709 -
100'OO'R1 91.00 (79.91 - 19.86) 51'46'R1 759 (51.29 - 85.93) ’ R112.19 (9.58 - 17.79)
| 1 RT=16.382
% % RT=13.811 % -
| \ 4 \ 4
000 -—mr++7v-"+"+ 4+ Mo 29
1325 1350 13.75 1350 1375 1400 1600 1625 1650 16.75
RT (min) RT (min) RT (min)
3-MCPD-Ds | 2-MCPD-Ds GLY-Ds
B1 BUEeMEREGEE (JRE: 30ng)

3.2 tRAE R £ R A A4S R
3.2.1 FRifERI £

5 5l Bol 2

Ds-2-MCPDE #1 D;-GE)

DAEREERE

ug/mLIBERES B K (3-MCPDE. 2-MCPDE #1 GE) fIiB&WirL{E#& (Ds-3-MCPDE.
BEFTEOE, MA2.0mL USRS, BAE®BIINA 100 pLBERRIIER, BS;
RETER, REKESREDHIH 3~1000 ng WIRERFIAR, HREBK 22~25 XFEH

032, DURESTERPIRERBNRENEYR, LiRERS YN ARIERIREE AN LR, D545 3-MCPD.
2-MCPD # GLY Mtr/ER % ., £RREF, 3 MBERMEEWE 3~1000 ng RECHALERYY, BXABHKT

0.999,
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Area Ratio Area Ratio Area Ratio

12 J3-MCPD 3 2-McPD JeLy
-|y=0.01192290x +0.2927894 7 | y=0.007419529x-0.004142856 25 y=0.002716225x+0.01371687
-|R2=0.9990062 R=0.9995030 {R?=0.9997243 R=0.9998621 =2 7|R2=0.9991662 R=0.9995830

10 7| Curve Fit: Default (Linear) 6 =| Curve Fit: Default (Linear) 2| curve Fit: Default (Linear)
| Weighting: Default (None) | Weighting: Default (None) 2.0 -| Weighting: Default (None)

8] Zero: Default (Not Forced| 5 2| Zero: Default (Not Forced) | Zero: Default (Not Forced)
o 43 15
o > 10
z 2 :
2 1 o
0 L B 0 { -+ v v 1 + + v T T 0.0 4§ T UL T
0 500 0 500 0 500
Conc.Ratio (ng) Conc.Ratio (ng) Conc.Ratio (ng)
3-MCPD 2-MCPD GLY

B2 BHUEMiREL
3.3 FiERHIR
EET AFEER (BYH . shaYhis R 240 LE A 20 ) 10 DETH, 23R INFRGE G HRIREKF (&
YA . sHAEYRBEARINKRE S 0.03 mg/kg, Z40)LEcH FLMIRINIRESR 0.006 mg/kg) , #HITLHK, D5IHE
HiZIEEE (S/N) , FZB3I/S/NUHEEMRNVICHIR, HiCHRERNE 2 Fix,;, HEJLE S M INIRE
BIEEME 3 FiR.

F2 JERHIR
3-MCPD BEfbEREE  2-MCPD fERhERER 7K H e

(BAURFBA&LT) (AR AIT) (BUEEALT)
L=kt 0.005 mg/kg 0.006 mg/kg 0.006 mg/kg
YRS 0.7 ug/kg 0.02 mg/kg 0.01 mg/kg
B4h) LB 0.16 ug/kg 2.0 ug/kg 1.0 pg/kg
Q45300516900 (+ . 287e3 Q2890057500 (+) 22263 Q 25300522500 (+) 78863
10000321 85.15 (7174 - 107.61) 43101 3430 d1p - o2) 27'181 13791 (4261 - 79.14)
R2 3330 (3106 - 51.77) R2 22952 13090 - 19636 237283 (27826 - 4637
[
||
]
%- %- \‘ ‘\ ‘ %-|
b\RT %932
j V\\,
0'00'|""|""A|""|""|"' 2'87"'| o I|""|'2~18lll|llll|““|""|""|I
132 134 136 138 140 36 138 40 142 144 62 164 166 168 170
RT (min) RT (min) RT (min)

B3 ZIESIMERMTNREEEE (FINE 0.006 mg/kg)

3.4 ItREIRE RSB E LY

ER=AFmER, SFME (BYH) . sh%EE (&) 280K 0.1, 0.5, 1.0 mg/kg iREKXKF, &
#h) Lk 2 BI7A0 0.01, 0.05. 0.125 mg/kg REKFHITELE, &R 2 PRIAEL X #HTNE, HFHEIL
ERF1T 6 R RSD% HERAFE 4 Fimm.

MRS TURLH, A=MERPZIFINKFRET, =EESWIOFIEIRZETE 81.2~106.4% 2iE, H6
IXF{THI RSD 7% 3.8~18% Z 8,
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F4 MIREIERERELR

HEYEIR ZAINE (mg/kg) FEHEIRE (%) RSD% (n=6)

0.1 100.3 13.7

3-MCPD 0.5 96.9 47

1.0 99.3 47
0.1 85.0 13.8

a3 2-MCPD 0.5 93.2 8.6
1.0 98.4 5.9

0.1 93.5 5.1

GLY 0.5 93.5 4.4

1.0 100.4 42
0.1 82.5 14.4

3-MCPD 0.5 103.6 8.5

1.0 99.1 6.9
0.1 92.2 13.7

iz 2-MCPD 0.5 97.6 9.2
1.0 95.6 4.0

0.1 81.2 3.8

GLY 0.5 93.5 9.9

1.0 99.9 3.9
0.01 106.4 14.9

3-MCPD 0.05 95.4 9.2

0.125 98.0 8.2
0.01 91.3 18.0

B2 2-MCPD 0.05 89.6 73
0.125 93.5 9.9

0.01 82.6 19.1

GLY 0.05 100.2 5.9

0.125 98.9 3.9

W 4t
REENASZEATI=BOURMHSEEEAN GCMS-TQ8040 NX, &% GB 5009.191-2024 { ERZL£EXR
O BRTEREREMHRE. BKEHEONE) FEPNE-SE %, BYTRRTEREEREK
HihEs S BRURRNT %, %7540 S AEEERAEKEHEE 3~1000 ng SEALHERET, HER
HIIKTF 0999, HFEMKHRR (LOD) £ 0.16 pg/kg~0.2 mg/kg Z 8., IMFR=ETE 0.01 mg/kg~1.0 mg/kg 7K
FFRFLE 6%, EEFMNOTHEIRETE 81.2~106.4% 218, H 6 X F{76 RSD %
3.8~18% 218, A EKRNURBENMERES. BREGHENRE, HEAETEINTE BRNAE
ZEFRERPEREERFKEHESBONUEER,

52eWER (PE) FRAE -2 PO

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





