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MAE-GC/MS 3l & v B(a)P

WKk

(W £ 0 25 S A B8 0T, ) P MM 545006)

HE., 23 THNER ST RHF L (B(a)P)4 4 MAE-GC/MS %, A 5 2 % ok 4% Bh 38 BRI A AT
422 DB-5MS %81 % 3 £ 49 % 4% (30 mx0.25 mmx0.25 wm) % & , v B(a)P m/iz=252 H 2% 5
TP EOBRAFEESTHMNEIXLN, ARAIO-FAEHINF  RAAFEEZE EREF,
B(a)P #54& th FE 4 0.01 pgrkg, 470 W & & 56 B H 0~10 we/ml, 48 % £ £ % 1.000, 7 % =k
F ik 97%~103% ; % % & B 4F . B A RSD<0.5%, B 18 RSD<1% ; # # & B %F . vA TA P & A 2R,
W, A 0.1 mL F B3R5 38 4 4 AT B R AT 4 T (GBWO08702) #9 hn AR K -F Ll & 45 & H 4%
BB A, R TR AR m RS R B E AL HEELERYBAE
R, TRATMERRETH B(a)P 4%,

KR R ML FRBE K A G S Rk

RESES R 1555 X#EIREB. A XEHRS1673—1689(2014)12—1332—06

MAE-GC/MS Determination Foods B («) P Content

LAN Changbo
(Food and Drug Control of Guangxi Liuzhou, Liuzhou 545006, China )

Abstract: The aim of this study is to develop MAE-GC/MS method to determine the Benzo (o)
pyrene (B(a)P) content. For this,the sample was pre—treatment by MAE (microwave—assisted extraction
technology)and then separate by, DB-5MS fused silica capillary column (30 mx025 mmx0.25 pm) with
B(a)P m/z=252 asthe selected ion,the detection is the series four quadrupole selected ion monitoring
(SIM) mode with 9-phenyl anthracene as internal standard. A series of results were achieved:
B(a)P detection limit was 0.01 pg/kg and the standard curve was linear at the range of 0~10 pg/mL.
The correlation coefficient was 1.000,with the recoveries of 97%~103% and good precision: Days
RSD/% <0.5% ,day RSD/% <1% . The good accuracy, the negative sample as the base material,
containing 0.1 mL methanol and benzo (o) pyrene national standard component analysis (GBW08702)
spiked levels,the measured values within the standard value range. Based on the above results,
conclusion could be arrived: the method is simple,high recovery,detection limit,linear range,
accuracy , precision results meet the requirements for the determination of food in B(a)P content.

Keywords: Food, MAE (microwave —assisted extraction technology), gas chromatography/mass
spectrometry (GC/MS)
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B %% . MAE-GC/MS %0l % 4 & % B()P

AT B Z AR fE I E B B ()P Y H I
ik S R | RO i RORAH L R S R
st A 3 Ay R R ) VAR A IO R TR IO R 2
B, FURT A 30 AL TR 1 BB REI, 1 BURE S
SEEZE SRR BRACT 80% ., SCHR[4-8)4iH /Y 7
T R R CHROR €8 35 3, LRt T Ak R FH A )
VST B R R RO AR IO | R B AR R
TR BE AL R B AL T8 H R R L H
K H] 95% K-, 0 T R AR, H L E X — SR
il A 2R AL 6T GC/MS R E B(a)P 93¢
FR[9—12], Ho i Ak 31 K [m] i 58417 o L 3 SC iR [4-8]
3B 18 BUAE I, e — — I E B B ()
PGC/MS ¥ (19 SCHR[12], H [l i 32T FRAL S 85% , M
S I R A AR R 5 ] bR R B s R
I RE BB S TR T TR S AR v R G
J5, R MAE (40 i Bl 26 BB AR ) %l B v R 2 B g
FARESRTALEE |, R A B ()P m/k=252 Nk
T, BRI DB FT 35 4 B8 A D ASE X (SIMD) Rz Il 75
R EL R AR R AR E B, MEE AR
B Er b BRI T W] — MAE BERi AR 3R Al LIk
b b FHAS [R] S R R Ak TR A B R
BT H AR T AR SR B (B GC/MS il 52
AR, R ) v R ORIl i R R A
99%~102% , AT fi B MERf =5 R0 R L 1E FT R
HER &5 B ()P MRS TAE

1 wRl57HE

1.1 #R5iK7H

KK (SP20131301) , 4£ 7 Wil (SP20131126) | 4%
i (SP20131203) ., fififi (SP20131412) ., #f fo 4
(SP20131489) . 4~ A (SP20131602). 4 M +
(SP20131642) . K 1 3¢ (SP20131722) 41 4 4 1t &
T 68 KOk (SP20131836) | HH k& (SP20131916) , #F i
W81 R A 2 T A A 58 e e b A A o, “SP2013XXXX”
KA TR i i S, AR RE SR R T E AR &
T SR =Y LN

Wb, (i ol % 1o/L iy E S AL A (4
ol ) H 7%k 4 80.7 °C, MHIXT & B 0.779,25 C; —H
F BN (DMSO) , 8 3% 2, 3 15 189 °C, M X % J&
1.100; JC/K G R &M , P g 4, T 450 CREHE 4 h J5 4
JH 59— B0 36 [ 4 B S0 |) 7 il it 5 602-55-

1, BEAS 250 mg; R I (o) EEARTEIR L, T B LR 2
WIS BE AL #E5 GBW (E)080476 12001, 5 ¥ &
5.19 we/mL, IIfi F B H 35 © % i 9 f6 B, e 6 &
10 ng/mL 9-ZR B 1 B ()P 5 #fE R 5 WK (0,
0.42.0.83 .4.15.5.19.10.38 ng/mL) ; FF i 25 JF (o)
BB o B B AR T, b R 2 5 B 4
fit it~ GBWO08702, brifE(E i 9.98~10.02 pg/mL.,
1.2 UsE5iE&

7890/5975 RIS - BT HE AL, A 100 wL &
TS A SO SRR, 98 B BE AR A R
Multiwave 3000 %I {0387 18 A, B b 1) 22 A< A 2 )
77 it s BHW—09A FE I TH M, b 7 15 2 w) i 3
S Al K B (OCEK 820a) , b EE IR/ w1
1.3 KA *
131 Afdearas®  EHIES RPN B(o)P bR
FE SR, IR BT . B (o) P bR iEVE WY 7F & 4
RGBSR RS, S o B HEh”
JEIMA . Tk 3 BRI R CERAE

1) &4 AEHRBUB IR A AR 5 ¢ B
f e A TCK BRRR N 5 ¢ PR O 6E 30 mL, 0 e 4k
TR AT, i U2 4 W W T A SRR s N\ A B 3 ik A
PR 1 B R T AT AR, KR R
MIH A, T 105 CZERACTHEERL 10 mL, %
A B(a)P O i s EWl ., R 1,

1 BEXNERF(REEHER)

Table 1 Microwave extraction procedure (temperature

control program)

5[] /min

2 0 0 10 3

)P LR E LW, in A DMSO 10 mlL,
TR e 4R 2 TR 50, 35 022 4 W K6 A 8 s A 0 T
A e IR 1 I B IR T E AT AR I, A oS 4
Je, B E AR, F 105 CHE LM EER O b,
RENZEZ RIS B(a)P B DMSO 2 B0

3) Ak fE ik DMSO $2EUR H, A 2.0 ¢/L
R R AN 15 mL A2 %8 15 mL, I HEIR IR 2T,
e A W T A R O T A He IR AR 1
WOE IR AT R AL, RAEBGR LS 2 )
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BN E I W ER O e B 50 mlL 2 AL S AR e
J B 200 B A R, T 90 COK IR R 7 Rk & TR
FH 15 mL B CBE 43 3 UK BRI i 0, BRI 5 mL, T
TEPR % R 5T, B 238 O Jot U U TR BT 20 B 0
B, dRELF 90°C/K A 2R Kk F T A AR
T, PRI 20 B B 0 A T VA R
KT 1.5 mg W5 AR e fb "8 A0E 5 /N T 5%
F 1.5 mg, e K80 5 4 CHEAE A, B B(a)
P L)

132 aE fUERAMFNT,

1) T 251 - 05 A KL TR A Agilent
DB-5MS 5Pk A% EHMEH (30 m x 0.25 mm x
025 pm) ; FEF TR, 105 CAf-4F 2 min 13 Cmin, 195 o
10 Clmin_ 265 o5 C/min 290 CAEFE 5 min; PEFE T
RS HERE IR 280 C AN AU (A E =
99.999% ) , AR (PE I ) 1.0 mL/min; HERERE 1 plL,

2) Ik A A R - 1 AR AR 280 °C;

RPN, I8 133.322 Pa; DUKAT IR E
150 °C; & T U0 EL B 76, B3 RE & 70 eV,
¥ 230 °C; A AER 15 ming & 7 X BT
il (SIM) , 25+ 4 B(a)P m/z=252,
133 bt fFRELRER IR R R
1 L, FEHEARTE R IV R R 1.3.17 0
T B(o)P ALY HEEIMA 0.1 mL 3 2%, iR eIk
RS, BAIFHEBEW 100 uL ZFHNIEHE R
AAHIERE I h HERE I A

LRI

201 UEREKMGIERE

IR . B()P JB T 2R IR EY,
R ARG D 22 34 0 92 % B DB=5MSS S 41 9 B
WA AR TSR B(a)P 207K S
W Z Wb UM Ay R U R W ORI T R
Fp Tt TR B 4 v T R RE LI B (280 °C) , B R AR
i 5 21 A PR A

B S AR SR <1.3.27 o AR S 1 2D
I, LA 10 ng/mL 9—2K LA AR K F K
4.15 ng/mL B ()P )R KA (SP20131301) ¥ K
S, He SIM 25 R4 1 FT R B ()P Al 9-FK 5L B
WEE T2 4, g I g, 3 0N JL T TERE M R R B ]
B(«)P 4 24.3 min,9-K 3B 19.4 min,

1 000
900 252.00(1.00)
800 ;
700 =

il
300 B
300 a
200
100 b o b i d o
0 B e o )

17 18 19 20 21 22 23 24 25 26 27

E1 & 10 ng/mL 9-FK EE K MR K FE A 4.15 ng/mL
B(a)P BIK K (SP20131301 ) # & A & SIM £ R

Contains 10 ng/mL 9 —phenylanthracene spiked

levels 4.15 ng/mL B (a) P’s rice (SP20131301)

results FIG SIM sample solution
22 tREMZIERE

75 H R AR B AR B(o)P & HE90%

DL EAR A Y A B ()P & B AU 90% /)N T 55
T 5 ng/mL, #CEEEARHERTZE E D 0~10 ng/mL, i
I RE % 10 ng/mL 9-RIE B B (o) P Ar il R 5N
W (0.0.42.0.83.4.15.5.19 .10.38 ng/mL), Lk B(a)P
5 9-R AL BRI T AR L AE W AR AR B (o)P 5 9-
HEEE R Y oA R AR AR, AR £
SR 2 s L AEYE O 0~10 ng/mL, 1A 77
N

Fig. 1

y=0.576 4x+0.000 6,
MR KK 1.000 0,

0.60 [
0.50 [

WA TR L L

0 020 040 060 080 100 120
Psa L A

B2 & 10ng/mL 9-FEBEH B(a)P IRAERTIBREMEX
ES
Fig. 2 Contains 10 ng/mL 9-phenyl anthracene B ()P

standard series was a linear relationship diagram

2.3 HEMBTAE-MAE 5B %R EBUE
231 EAKRELRNE SHEZRFHERE

1)K L AE/DMSO 1R & £ [ SCHR[13]45 0
PR N BRI 8 00 AR A R 50 A 2 REEAT e
MR, A5G MAE W0 R 2R

2) B AR AR Al B PR O . DMSO B LR
BOH A, Z 0O 59 9 — YO & A
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SR B BRI R I R T AT, AR R
I AL OB 1 IR R 22 TR B S 1 B B i
25 46 SCHR[ 1414138 , B ()P WG 5 43 it , PR i Ak
Pk 5 A AN BE R A R R A ARAIE T 4
FEBEG B T B(o)P WG 2%

232 EXRBAACEIURE FERAFE DIFEER
TLEE FEHC ) Ry 2 AR BAEE 5 AR AL
Wit 25 Wk e, 45 R IE R R HAE R £ R, Bk
WF: LA 10 ng/mL 9— 78 5 B8 hn Az K F
4.15 ng/mL B (a)P [ KK (SP20131301)0.5 ¢ fEN
BRI, #21.3.17 “1.3.27 058 iR 25 R L& 2,

#2 MAE Z#BEHML SEEATHEKE

Table 2 MAE extraction conditions were optimized

interaction table

e gy 2% IR BE/C
145 125 105 85 65
10 100%  100% 90% 88% 85%
20 100%  100% 96% 88% 85%
30 100%  100%  100% 90% 88%
40 100%  100%  100% 90% 88%
50 100%  100%  100% 90% 88%

R KW] AL MAE 2500 2 BUR B 105 C,
FECHS ] 30 min, BN RS B 0 W R0 3 3
100% , 71 H #a THa € .

233 MAE A& 2 DR SE  MAE %0 LU
FRPEAE S B 1) 2Dk PR 16 (151 32 (i%k 7 .64
7 B~ W T8O T AN IE B TRD B b 3 16 41t 2 64 it
FES XIS MAE 15 B Kb i A A S P34
24 NERREHREREAEEER

241 BB FAKE B R FHERE 10 ng/mL 9-%K
FEE 0.1 ng/mL B ()P ARUEE W 10 L B, Hode 5
PR R 1Y 3 A% B R 0.1 ng/mL (3% HURE i
5. JHAT 100 WL 9 3% 58 N 4 45 09 SOR HE AR R E 25
% 0.1 mL 3154 0.002 pe/ke) .

242 wA&F EEEFR HFFERE 10 ng/mL 9-7K
K 0.03 ng/mL B(o)P FRUEFE R 10 L i), Hoe 5
YR B MR 10 4% B2 O 0.3 ng/mL (3% HUFE &
5g, JHAF 100 WL B35S N AR A 9 SR AR 2 25
£ 0.1 mL 355 0.01 pgkeg).,

2.5 EERIRE

K % B OBUFE O SP20131301.SP20131126,
SP20131203 .SP20131412 .SP20131489 .SP20131602 .

SP20131642 .SP20131722 ,SP20131836,.SP20131916
% 0.5 g MR R W BT, I 1R ZEbp HEI 20K 2
HRA SC T i e I A HH R 0.3 ng/mL, #47 0.31.,0.62
3.11 ng/mL W =K-Fnbrilse % “1.3.1”7 [ “1.3.27
D5E MR S5 R ILEE 3, MR R RLas | [l
1E 97%~103% 2 |H] ,
®3 FEERKERALRE
Table 3 The recovery test

ATREAE/ | A/ | W | R | R

(ng/mL) | (ng/mL) | (ng/mL) | (ng/mL)

0 0.31 0.32 0.32 103%
SP20131301 0 0.62 0.63 0.63 102%
0 3.11 3.08 3.08 99%
0 0.31 0.30 0.3 97%
SP20131126 0 0.62 0.62 0.62 100%
0 3.11 3.12 3.12 100%
0 0.31 0.31 0.31 100%
SP20131203 0 0.62 0.61 0.61 98%
0 3.11 3.13 3.13 101%
0 0.31 0.30 0.3 97%
SP20131412 0 0.62 0.64 0.64 103%
0 3.11 3.06 3.06 98%
0 0.31 0.30 0.3 97%
SP20131489 0 0.62 0.61 0.61 98%
0 3.11 3.13 3.13 101%
0 0.31 0.31 0.31 100%
SP20131602 0 0.62 0.61 0.61 98%
0 3.11 3.13 3.13 101%
0 0.31 0.32 0.32 103%
SP20131642 0 0.62 0.61 0.61 98%
0 3.11 3.14 3.14 101%
0 0.31 0.32 0.32 103%
SP20131722 0 0.62 0.63 0.63 102%
0 3.11 3.15 3.15 101%
0 0.31 0.30 0.3 97%
SP20131836 0 0.62 0.62 0.62 100%
0 3.11 3.09 3.09 99%
0 0.31 0.32 0.32 103%
SP20131916 0 0.62 0.60 0.6 97%
0 3.11 3.12 3.12 100%
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26 AEEN.HEBEZEERG

K % FREURE & 4= A T (SP20131642)0.5 ¢ 45 10
U AE N IR T, 20 BIFE & 10 ng/mL 92K 3L &
0.31.0.62 3.11 ng/mL [ fbr K- 1, #%1.3.17,
“1.3.271 d 24 h EEZEME 10 I(H M), I H LR
12 h WL 2 10 (HE), 2558 0%4, HN
RSD<0.5%, H [A] RSD<1% , % B 4 J7 i 1 BLPE R4,
x4 HRERT(SP20131642) BN BB ZERBER
Table 4 Sample beef jerky (SP20131642) day precision

test results

H PG % (n=10)

H [8]45 % & (n=10)

Wﬁ/ﬂ(ifz / X ME/ . T {E/ .
e (ng/mL) (ng/mL) HSDie
0.31 0.31 0.49 0.30 0.65
0.62 0.61 0.33 0.60 0.52
3.11 3.13 0.26 3.08 0.41

27 FAERERE

DIRES 4T (SP20131642)0.5 g 15 N IEIEY)
JB, 7E 0.1 mL H ORI (o) BE B0 43 T B AR )
JT (GBWO08702) iy i #m K ~F 1, #% “1.3.17 [ “1.3.2”
HELT I ILAER B 25 ILFR 5. B (o) P I E {H AE
P HEAELYE B DY, U B T 3k 1 R R

SEH .

*5 HEPRF()ERIFSTREYRNEER EiRAE
&3
Table 5 Methanol benzo (o) pyrene component analysis

standard substance measured values and their

standard value (pg/mL)
WSE ( b
B(a)P 9.99 9.98~10.02

R

LTI il Bl 2 B R (MAE ) A8 Ak W < HX
B(o)P HiabFE b i s 4 | R Vb B R
GC/MS A5, 5 J5 LA N bR ik 2 £, AT o7 ke )
FER 2RI (o) B (B ()P) & i MAE-GC/MS
B, BITEFRIE B ()P AUKEH RN 0.01 pg/ke,
s o 2R 28 VRS BN 0~10 pe/mL, M5E R ECH
1.000 0, 773 [ R K 97%~103% , K5 % KA H
M RSD<0.5% , H [d] RSD<1% , #E#fi & B & ; L)L BA o
BEM R IR T, 7S 0.1 mL HEEZE I (o) BE BLA3
A3t B 5 b B B (GBWO08702) By il bk /K - 1, 3l
S AE AR M B A i Ak B | R
R M BR R T R M R R R A R R R
TR I T MAE it A 3 O 3, vl F kit
HIE A B(a)P Fi,
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5 S 5 S R -

IERAFELEFIRDAE DNA BEBH FEHFENFERE

DNA %543 F 2 (DNA-Encoded Library, DEL) 8 DNA 43 F{F k —Fp 555, %6 43 F 5 sh Ak & WA r g . 244
DEL & & AL Ao R b & T HEE E AR S Y ; IF B AR T 5 44 103 &, BB IS 75 % M
S 5 v SN 24 ) A R O E . DEL AU PR Lm0 5, 9 B N A B 2 ATz R L I 25 ik &
HARA e A W R — Rl EE T Be, SR, DNA 4 % 73— P 10 16— i SR X A 1 B R AT M A L ik |11 2, DA i R
BT T8 B2 T — S R AR IR 58 SR A e, B LA A6 i R [T 28 19 8 1, 24 T VR AR A S P T 43 R
1,

A6 5T K2 A AT i) 28 A8 = R A4 A IO B % J 1Y) DNA J& il 1 B 1 B8 1 O 5 19 JE Al . (Angew. Chem. Intl. Ed.
2013, 52, 9544; Bioconjugate Chem. 2014, 25, 1172), 55 4t 57 2% T2 B (1 8 25 e I8 41 9647 A AF |, AL LR35 5 10 2 1
Ji )t 28 B (ligand—directed photo—crosslinking) , 523 T X 5¢ 42 JoA& M , A [ 48 25 11 03 8 A 9 07 26 3 — H AR SE 3R K e
T DEL R385 4, 52 B IR 11, 26 11 B A2 4 A, 5L 2 30 20 M 5 T 2R 11 5T S T S /N A TSR TR . 2 ORUR I R
FAE A B A DR S 4 1 () 355 THT SC#E (fromt cover) .

[FERIE] dbmt Ktz 500 7 TR 2R, 2R F IR AE DNA a6 53+ 5 AL [ 5 br i 77 1 B i g [EB/
OL]. (2014-10-38). http://www.chem.pku.edu.cn/news.php?id=4504
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