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1.8 um)ZrEd, LAZIEA 15 mmol/L H RREZ WS R R IR s AH, A6 VEIBE 0 2, SR AT AR 6 = FE DUARAT T 35 X 15
P HAAs HEATE SO HT . G5R 76— KGRI, 15 Fh HAAs 2R 1E AT, #HOCRE()HE 0.9979~0.9997
ZIa], K B AE SRR 4 12 0.002~0.017 ng/g 1 0.008~0.050 ng/g, MFR L2 H 81.3%~113.2%, X AR
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mass spectrometry (UPLC-MS/MS). Methods After the preprepared mutton kebabs were grilled, the purification
efficiency of solid phase extraction column extraction method (Oasis PRIMEHLB and MCX), dispersed solid phase
extraction method (QuEChERS) was evaluated; the purified substance was separated by chromatographic column of
T3 column (150 mmx2.1 mm, 1.8 pm) with gradient elution. Acetonitrile and 15 mmol/L ammonium formate solution
were mobile phases. The 15 kinds of HAAs were detected and quantitatively analyzed by tandem triple quadrupole
mass spectrometry. Results The method linearity was observed in a certain detection range for 15 kinds of HAAs,
with determination coefficients (+*) between 0.9979 and 0.9997. Limits of detection and limits of quantification were
in the ranges of 0.002-0.017 ng/g and 0.008-0.050 ng/g, respectively. The recoveries were 81.3%—113.2% and the
relative standard deviations (RSDs) were no more than 11.9%. Conclusion This method has higher pretreatment
efficiency, high sensitivity, and good reproducibility, which can be used for quickly quantitative determination of
15 kinds of HAAs in prefabricated mutton kebabs, which provides a method basis for the establishment of national
standards and regulations for prepared food in the future.

KEY WORDS: prefabricated mutton kebabs; heterocyclic amines; ultra performance liquid chromatography-tandem

mass spectrometry; QUEChERS method
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RifE A 16 1 2 0 e, AT SRR B B Sk iy Rl
IF, o 2 A P R e A (R R B R s
I, U R EE A DA AR A XU R SR 32 BT =
F, WA ER SRR EHE b2 —, HEESRERE
EHP, HA AR AR, SRR AT A R A
i AR, TR EZ LAY, 35423 (heterocyclic
aromatic amines, HAAs), N BERE . & PP IAL L)
ST HAAs B—R M HEY, HAa e
FEPERM B AR, 7R A PR R R R, i
B ARG ED . B, ERGHEEN PR %
SE I 30 Al HAAS!Y, K354 B Rk g 22 5,
HAAs 4- APZE, Hh e 1 2o m Ak A 4207 R 28
(aminoimidazole-azaarenes, AlAs), FHREjZIM . &R . A
PR ILAREFAE 100~300°CLA R B2 A: M, 45 2 2%l dk
MR, R SERR B (O S IR A N A |
HI, ZF HAAs B 9% E PR ENFFEHLL NS [H E R i
TRIF o nT RE SO P Y T HL, AT R I R B,
KEBADTH HAAs AR T] BE s NS B i L
T2 BT N 235 M o S5 A O KU L7 DR, P
HAAs (S5 5IFE S R0 B AFAE SN 2L, 1580 T Af1R54k
FLIVZCTE, an XTAO USRS - A G I 2 /) HAAs B
FAETE 10~20 ng/g; AR UOIE T AP R ok I 2 Y
HAAs B8 5K 10~70 ng/g. CAIA S S AR R b 1
&AM, HAAs HifR. pH. E/KERFIFIH S0 HAAs
PR R S RO AR B A, TR P A 2
I L, DATS R EE o N E o ], R R b
TSR . R BBURIA 2R R R, DA EN |
TREREN . BRIR E N SE & WS IR, JRBRALHEXS HAAs 1977

Anl g AT MY HETW T HAAs BOE RS, GB
5009.243—2016 { & Eh L FE ZRARME =65 B 2230
WS I R ) BT BEAG I ) HAAs R S B, H 47
PULFRE S B E T 30 Bl HAAs(FR 1), H—fiE& &
Ao R, AR B T v A e A R S A ARG I ik
OV Bt 2 A5 R L B P B HAAs, A BLE ST
TR B R KU TEAG LB b HAAs B d b off il 42
BET7 SRR . CHET TR A S B A T HAAs (A I fif
A .

PRI AL A 2%, H O HAAs S HIK, S0k ng/g, *f
FLSHA R ELER BRI A X 22 R, 5 JF R AT
RSl a5 R e ARSI i, ERT, H FHIGRE S £
T3 A WO B [E AR A BRI I AR B A%, Herp,
I P22 19 A [ R 2 BRUH AR - MESSNER 252309 v 4t fef
Oasis MCX [EAHZERUFE, HF Oasis MCX [EAHZEHUH: HHY
RSB R A LR YRR e WOk, AEAS STl — 4R H
HAASs, %7 8 bseR e HAERVER . WANG P9 2,
JEZEIUA Oasis MCX #-biL 0T 54 A Y 11 Fl' HAAS,
FESEAE AR, FASES IR . AREE 4T HAAs 20
RESE LR 5, FFA SR T A HAAs B RN R FIRS I 25 5L i 3
SPEFRATAT . Oasis PRIME HLB 7 A A4S Rl &AL IR L R o 43
BTG IR | st AR G, B BT
RO, A4 A L B HAAS! QUEChERS {:4E it
fRIfE . BEMY . AR, R e RIRBeSE ik, Wk
T dl S HAAs 4R EC. #14n CHIANG % PF)
QuEChERS % ZF & L 1) HAAs JHTHRBUAE
S H A AN, QUEChERS 35 HAHRIERIBA | 45 REE |
AR, HRTZERSIS B HAAs K00 i n )
2o BAEARMEEHAAERNZES, fH QuEChERS
TP X S AR AR T ITEA
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F1 HAAsHIBHR. EEF CAS S
Table 1 Names, abbreviations, and CAS numbers of HAAs

P EC CAS &
2-5 -OH-ME IE I [2,3-b]3 | W AaC 26148-68-5
243 Ji-3-F JE-OH- A g 3 [2,3-5] 05|k MeAaC 68006-83-7
3533 1,4- H1 K -SH-E g I [4,3-5]051 W Trp-P-1 62450-06-
3-G k-1 - J-SH-RHIE I [4,3-b] 05| 0 Trp-P-2 62450-07-1
9H-NILBE[3,4-b]15] e Norharman 244-63-3
1-H 5L -9H-AIL I [3,4-5]15] W Harman 486-84-0
2-BHE-6-H - MEBE S [1,2-0:37,27-d] Wk sk Glu-P-1 67730-11-4
2 B TMEBEIIF1,2-0:37,27-d] WK Glu-P-2 67730-10-3
45 HE-1,6- 7 F -2 BT L - 1 HL 6 H-MH IS 3 [3,4- ] 26 e i3, 7- i, Cre-P-1 133883-91-7
2 SIEFLRE Phe-P-1 33421-40-8
2-GA -1 -6 KL e [4,5- bR I * PhIP 105650-23-5
254 3E-3,4,8- = F BEDR I I [4,5 -] W Tk 4,8-DiMelQx 95896-78-9
2-55E-3-FF SE-BR IR T[4, 5-/] M0k 1Q 76180-96-6
2533 F SERR IR T[4, 5] DR Mk 1Qx 108354-47-8
2-54 55 -3,8- T H JE - R A I [ 4,5 -] W RS b MelQx 77500-04-0
2- k-3 ,4- T T RE DRI [4,5- /] o+ MelQ 77094-11-2
24AIE-3,7,8- DRI IF (4,51 R 78-DiMelQx 92180793
21 6- UK [4,5-b e i DMIP 132898045
25 FE-1,7,9- = B DK I [4,5-g ] Mt ik 7,9-DiMelgQx 156243-39-9
2B k- 1-FH L DRI [4,5-] Mg bk Iso-IQ 102408-25-3
2B -3,4,7,8- 0 T JL IR I T[4, 5] s Tl Tri-MelQx 132898-07-8
4B E-6- 11 3E-1-H-2,5,10,105- DU SR Orn-P-1 78859-36-6
2B K- 437 -3, 8- F SEBR R I [4, 5-/] SR Ik 4-CH20H-8-MelQx 153954-29-1
25 1- ] 36— -2 LI ILIEIR T [4,5-b] AL 4*-OH-PhIP 126861-72-1
258 - 1,6- F BRI FE[3,2-e 0K 3 [4,5-b L i IFP 357383-27-8
25 KE-1,5,6- F LRI 4,551 I T™IP 161091-55-0
2% FE-1,7,9- = B DK I [4,5-g ] Mt ik 7,9-DiMelgQx 156243-39-9
3 4-FR %ML E I [3,2-a] ek Lys-P-1 69477-66-3
2 H- 1 - B DR 5 [4,5- g - IR IR 1gQx 1004510-30-8

1 * GB 5009.243—2016 H 6l i) HAASs,

BT, HAAs ByHl gy kA 46 S 6% - BT (gas
chromatography-mass spectrometry, GC-MS). V& AH @, ii%- 5
B 2% (liquid chromatography-tandem mass spectrometry,
LC-MS/MS)*" DA K i Al 0 1% % (liquid chromatography,
LO™., T HAAs — BN RUMEEE R LG4,
GC-MS/MS IFTHATHT AL, (A2 HAAs AIEE7T
A3, 40 Glu-P-1., Glu-P-2 &% Harman, HA74ALIZ 0
HIRITBL . LC-MS/MS A A 5 7 PO H AT 5 s ) R A
. RTINS, FIEAT HAAs PR
M. T LA EIAIR, AR B 0t 8 20 5 P R o i
X4, il A Oasis MCX #§+fk7k . QUEChERS b ik FI
OasisPRIME HLB k1% 3 FiHiTAL 7 ik iR ISR 5
R T AL 3R Ty 2, I 2 TR R RO A - AR IR BT ik
(ultra performance liquid chromatography-tandem mass
spectroscopy, UPLC-MS/MS) 57 4% il & i) T3 il 18 B2 A
Ry 15 R HAAs 8l 53, o Ja SefR s il A 2 Py AR

HAAs {07 A UL, a8 Tl 3 BLSE D) o 1) 22 20 ) 25 1F
PRI S

1 MRERZE

1.1 w5

20 ALY HUHEEEE Y AR, 4G 18 HEUHE T P AR A
2 HE YR T 2 2 P R ORI T W 5 -

15 F' HAAs FRifE i : PhIP (1ST001263, 41 99.9%) .
I1Q (1ST002127-100A, 100.4 pg/mL) . IQx (1ST001263, #liJi
99.1%) . MeIQ (1ST001269, 4l 99.9%) . MelQx (1ST001270,
4EJF 99.9%). 7,8-DiMelQx (1ST001272, 4iJEF 99.9%).
4,8-DiMelQx (1ST001271, ZliJE 99.9%). AaC (1ST157261,
4B 99.9%) . MeAaC (1ST157262, 4l 96.4%). Glu-P-1
(1ST157263AW, ZiFF 98.8%). Glu-P-2 (1ST157264A, 4
96.6%) . Trp-P-1 (1ST157259X, #fi Jif 99.8%) . Trp-P-2
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(1ST157260X, 4l 98.5%). Harman (1ST10743, 4f &
99.8%). Norharman (1ST10742, ZiJif 98.0%). Hk5r: 2-
5 -4,7,8- = B 5L 0K ek - [4,5-£]- 45 R 0k (2-amino-4,7,8-
trimethylimidazo[4,5-f]quinoxaline, 4,7,8-TriMelQx) (1ST001273,
100.2 pg/mL)(REF/RE A A, 2. Wl 2. H
& . MR (Fikal, 5 Fisher 2 #]); Bond Elut
QuEChERS #f . Bond Elut QuEChERS dSPE i) £ (3£
2 HEE A FD)

12 UFE5E%

Oasis PRIME HLB /ME(60 mg, 3 mL),Oasis MCX (60 mg,
3 mL)EAHFE RN (SEE Waters /A H]); 0.22 um Nylon J&
i . Waters UPLC-Xevo TQ-S A /=& HH (015 - 53 B B i
{% . ACQUITY UPLC HSS T3 i ##(150 mmx2.1 mm,
1.8 um)(3E [ Waters 23 7); XP 205 J7 43 Z —HL T3 Hr R
(Hit L M4 h-EH) 23 H]); MultiVortex  Z4E & T BETR &
# . MFV-24 2 R AR (13 2 BH A BRZA F]); CFI6RX
11 25,01 H 48 HITACHI A #]); Arium@ Pro KR 4l K AL 2%
ZHAHRLH A ER L) B BRA o
1.3 XWHE
1.3.1 Henhl&

40 SR W 198 T ) T 32 R R e i A R iR A T 0
HIERRE, TEERFFREL 2.0000 g SJ3AEN T 50 mL 204,
T ARG BTFF0 50 uL 0.3 pg/mL 4,7,8-TriMelQx VAW . [f]
BLLE A 10 mL £BF7K, £ 3000 r/min JRHE 10 min,
FMA 10 mL /i, FRUIRBE 10 min, 76808 i A%
BUK3.(6 g MaSO, fil 1.5 g CH;COONa), iE 5 min, 10°C
T 9000 r/min £.0> 10 min, L3S 8 mL AR AR
& [1200 mg MaSO,. 400 mg N-[N 3£ Z — J}¢ (primary

secondary amine, PSA)#1 400 mg C5, 7F 3000 r/min 2514 T,

W FE 2 min, 4°C°F 10000 r/min B.0> 5 min, BT 3 mL A
RRANREIT T, A 0.5 mL FIEEAE % . it 0.22 um
Nylon JEBELUE, FFoHT -
1.3.2  ARBZEIR EH

WEFAFREL 15 Fh HAAs RS 10 mg 4351 H B e 25
% 100 mL, 53] 100 ng/mL % HAAs bRUfEfE IR, fEAFAAE
—20°C, BH 15 i HAAs 48 VR C i B it Wk 4 40 501k 0.2
0.4, 1.0, 4.0, 10.0, 20.0, 40.0 £1 100.0 ng/mL {Y & 5%
BFRUER W . HERRIREL 90 uL 1.0 ug/mL 4,7,8-TriMeIQx
PRETR S S mL % RAVFRHER R, FEERE 10 mL, 1857,
1 0.22 um Nylon JEfE

1.4 {UEEEH

a3k 444k WATERS ACQUITY UPLC HSS T3 faif#i:
(150 mmx2.1 mm, 1.8 um); FishAH: A-15 mmol/L H BREL 1A
Wi, B-Z15; BREEUEDL: 0~2.0 min, 10% B; 2.0~10.0 min,
10% B~35% B; 10.0~16.0 min, 35% B~60% B; 16.0~17.0 min,

90% B; 17.0~19.0 min, 90% B; 19.0~19.1 min, 90~10% B;
19.1~20.0 min, 10% B, ¥ii#: 0.3 mL/min; FEif: 35°C; #
FEE:S L.

IR B AR S IE B AR (electrospray
ionization, ESI+); it £ B+ /i Wi (multiple
reaction monitoring, MRM)*ﬁﬁ; EMEHIE: 3.5kV; H#EFL
HLFE: 30 V; B FIRIRIE: 150°C; fRfEHLE: 50 V; HEFL
i 150 L/hy BEAFSHREE: 400°C; BEAEFIHiRE: 800 Lih;
HABFTE S5O 2.

1.5 HUEALIE

K F MassLynx 4.1 FPEXH 0 A9 00 i St b4 7%
SRS, B NFRET SRR T HAAs K-
2 GERETM
21 HmEBRIEE

FE S ORISR S i & 1 G 3R T 1S
Fiv HAAs FARHE S B, SR 35 I B2 IO 370 x4 v
HAAs MIRERCRE ST, BH, X HEIME AR
KA B TITERCR B, A ERsE . o F/h, A8
BT, HE N AR HAAs MIRERUAR, Mt
AWFFIERE CREVE D ZEIOR N . 2D Sk & BE, 7E4RBOR
HR I A AR B B 2 BRAE N BRI FT AR = HA A 4R HC
RERPTR R, A SR EEREOR 1 mol/L A%k
WA ZNE . KFNZHE . dikF 1% 2R ZHExT 15 Fh
HAAs HRIBUSCRIE T 52, 45 WE 1A s . LUKFZ,
VR R, A 13 Al HAAS (B0 R (R T H AT ANE
B, M0 Trp-P-1 Fl Trp-P-2 B0 R (BT 7K A 1% R
CNEPEIUR, X 7T REJE HF Trp-P-1 F Trp-P-2 7EMR MK R
HE G AR, KT, LAKRN 25 7E A R B A,
PRI . B, AWFRE KR G VR 3R U
2.2 REURERGEERF

FET, XL s HAAs, & bR AR
A Oasis MCX ¥4k . Oasis PRiIME HLB /M Al
QuUEChERS ¥k W AR . ABFFERT LA E 3 FhidefbHiA
SE—Fh: ffiH Oasis MCX #+{LA1(60 mg, 3 mL)HT, K 4RHL
BOHPERYH pH 2 3.0, 23591 3 mL I EEAIK I AL /IVEE,
A3mL B3, T 3 mL 2% H ek #1 R bk e, f)e
FH'5 mL HIE/Z0K©O:1, V)3, BRREET, M 0.5 mL
F B 1 L 1 1B 45 5 R, Trp-P-2 M [ 5K T 200%, H.
Glu-P-1, Glu-P-1 Al PhIP f [ 3/ T 50%, Ui BiZ 5%
T HAAs PIFEA R AAFTE RN SE T, ANE BT
ZFERL RS, 55 A fiTF Oasis PRIME HLB /M(60 mg,
3 mL)AF, H3EEH 3 mL BIERINAC/NME, W, AR
FiET, 0.5 mL FEEE R . %L BER o, (HXTZF)
HAAs P, (I mICR 58 R I, b s Ff HAAs
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4.0x105F B -
3.5%105 | I k-2 B Homarmen S e
: [ k1w me s 7 B3 A« = MelQ
; ] 1 movL s+ 2. 200 + &= Tabs &= i
3.0<10°F B MeAaC 3 4.8-MeIQx
2 1Q 3 7,8-MelQx
B 2.5x10° A Iiiﬂ]i 8 3 Glu-P-1
e ¥ 150 - z
= 2.0x105+ = _
= &
1.5x10° 100 |
1.0x105F
5.0x10F H-ﬂ Hﬁﬂh 50 ¢
o llnn I
S &M&@m S
&v‘%ﬁ 0\\’&&@@ & \ v@ &i &x HLB/ME MCX/ME  QUEChERSHLAF
< » AAREE

HAAs

1 3 PG 15 B HAAs IR RLEDXT I (A)FN 3 Figedb Ik 9 15 i HAAs [EISCRXS ELIE(B)
Fig.1 Comparison diagram of 15 kinds of HAAs response values in the 3 kinds of extraction solutions (A) and comparison diagram of
15 kinds of HAAs recoveries of 3 kinds of purification methods (B)

B IR AL T 50%, Tk e R TR, 5= FH
QuEChERS ¥Hb ) K45 (1200 mg Jo/K B FREE . 400 mg PSA
#1400 mg Cyig EN), HL 8 mL F3EWIMA LA, 1W)E 2 min,
B, BRI 3 mL, AW EIET, A 0.5 mL HEE
BV O S H A W R AL kA B, R ICR A
81.5%~113.2%2 0], Wikl TRk, HERIERSR . AL
B K, ASHIFSY 4% QUEChERS X RE L HE AT 4Ab Ab B

2.3 HHEBIESHNL

AT 15 Ff HAAs 1, 4,8-DiMelQx Fl
7,8-DiMelQx K [E 4 AR, AEIEATE BRI AT, 54 W
MR TEASE . O CRE B FREEAR, 4> B Re 1o iy hE
M, AR IEVE A LAY KM Sh M A,
HAAs IEE RN, TahAH oo AGE & B R AT LA
PR YR ERR, T A H R ER 2 Rk s
TRE PR, PRI, ARBIFSE 2 BIERE 0.1%H 27K . 10 mmol/L
H R AR 10 mmol/L ZFRZVS WA K M shAH, it
LT 15 b HAAs WY A0 7 (5200, LK [w] 43 A A
Iy EERIRE , S5 R0, RL 10 mmol/L FERE IR -2
VR gl AR, [R50 S AL 1A 43 3 32 - LI o 42 5

AT, FshAl pH XML& 04355 1 A i (i
HA—E B, AP LA pH B 10 mmol/L Y
- H R IO 15 Fh HAASs [R50 55 FEE FI00 B (R0, )
7E 10 mmol/L HFRZSW pH 4 6.0, FIH R 798 pH J 5.5,
5.0, 4.5, Z5BEH, L1 10 mmol/L HFRE AW (pH 6.0) M7 5
FHEE, 15 Fl HAAs HAT B U 4325 3 AU 700 g Jo 4 X6
w s F AL S A . e, ARBFSENS H S mmol/L (pH 6.0)
10 mmol/L (pH 6.0), 15 mmol/L (pH 6.0). 20 mmol/L (pH 5.9)
FH T 8 TRV B DA R L R R g B R R . 25 IR OR, DU

15 mmol/L H iR & F1 20 mmol/L H R &4 WAE M i 3l
AHET, HAAs WERITE LT CR-5 25 RS o v B ) Fh v R ot 1%
{ASAEAE—E RGN, I ZEPELL 15 mmol/L W R & A
JOKFRR BN . TERIE O AT, 15 7 HAAs 195 &1
T EE LA 2,

a0 L 56
el 7 pn P
= 3,4
x 8
=
% 14
,Z@ 2
05 L 1 11
910
1T
0 { e
0 5 10 15 20
{4 B4 15t 8] /min

71 1.1Qx; 2. 1Q; 3. Glu-P-2; 4. MelQx; 5. MelQ; 6. 7,8- DiMelQx;
7. 4,8- DiMelQx; 8. Glu-P-1; 9. Trp-P-2; 10. Trp-P-1; 11. Harman;
12. PhIP; 13. Norharman; 14. AaC; 15. MeAaC,

B2 15 Fi HAAs 1 58 i ik
Fig.2 Total ions chromatogram of 15 kinds of HAAs

2.4 JJE %ﬁ:ﬁﬁﬂﬁ

>k Waters UPLC-Xevo TQ-S %) IntelliStart 5L JE 47
MRM @& H2hiifk, &R EIEES TR, 46F
SR, #E T 15 F HAAs FINFR 4,7,8-TriMelQx )
AR A, RSS2 iR,



54 Rl e ERRE
2 15 W HAAs MIATRHI RIS S5
Table 2 Mass spectrum parameters for 15 kinds of HAAs and internal standard
e By FET HLRE/NV RiEEREeV (et By  FETF HAHRENV  RifEGEeV
158.03 54 35 154.07 58 30
1Qx 200.10 Trp-P-2 198.16
185.08* 54 28 181.19%* 58 24
130.20 46 34 168.11* 50 29
IQ 199.10 Trp-P-1 212.20
184.07* 46 26 195.17 50 25
78.13 20 30 115.13* 40 32
Glu-P-2 185.10 Harman 183.10
158.09* 20 24 142.11 40 26
131.11 42 34 183.10 6 34
MelQx 214.17 PhIP 225.14
199.11* 42 26 210.14%* 6 30
172.04 26 28 89.11 74 36
MelQ 213.10 Norharman 169.04
198.11* 26 26 115.12%* 74 28
131.10% 46 38 140.16 50 30
7,8-DiMelQx  228.20 AaC 184.10
213.14 46 24 167.23* 50 20
160.09 20 28 129.01 54 28
4,8-DiMelQx  242.22 MeAoC 198.17
213.07* 20 24 181.14%* 54 22
92.16* 20 34 145.13 72 32
Glu-P-1 199.10 4,7,8-TriMelQx#  242.22
172.16 20 24 227.09* 72 28

TE: e T, #ABR.

25 FEFER
251 FFE&WRE., FEE R R IR HE

SR P W T AR S e R A T 2Rk B3, Y B HAASs
Ry TR AR5 AR IR AR T LU ME, X o HAAs MRES
PR I VR B2 11 A . 32 3k (A Ay R AR B e i B
TR RN BAPESE R, RAZ A BN 15 Fh HAAs PRER R
BRI B T AE NS P ER OB KT 3
R 4 B A SR Gy S B, 224 7 5 1 R M S AR TR L (SYV)
PIRTF 10 BHH R e e, 25 R 0% 3. 15 HAAs
TEAS F AL VETL [, MISE R AL 2 AT 0.9979, il 2 K
MTF R BRI RA B GB 5009.243—2016 Ik
12.5~25 1%, Al SEEU AL & HAAs B8 PEAE mAsl
252 FikREREAEIEL

WL 3 AU KT A AR TS 56 A D 125 i
FERURE R, DU & R 00 20 1 2 R RE AR SRy s 1 BT,
FIR 13 P ETAREE vk, AR Tk A B R ROk
BRI N 1.7, 16.7. 33.4 nglg, BMINFRKFE 6 %
ATELE, R WE 4, PR 81.3%~113.2%. Hth,
7,8-MelQx M IHIHCR K TF 110%, 33X A HiEJ2: FL B Al kR B4 5
SN ) o 2T RS B E N 1.6%~11.9%, AN b (i 22
BRTF 15%, FBZ NG5 AT, AR AL X 19 il
FEE N R HAAS BORINFE3R .

2.6 EBRHEmIQN

MR A2 i WUy 2UX SR 1Y) 20 b i B Tl A 3
ERIEATRE I B, REEAFNER 5 PR S5 R R, TET
HRESL LA 7 b HAAs, MIETE 1.28~69.29 ng/g, HH
Norharman #5458 4 0.80~55.42 ng/g. 2B %05 o
FERE LA P H 1Q. PhIP, AaC. Norharman #1 Harman
it 5 FhHAAs, BN 23.74 ng/g, P IQ S E&E N
19.8 ng/g, Norharman #1 Harman #2104 0.8 ng/g; REN
%[36]759%33 AP 1Q. MelQ . PhIP , Norharman , Harman
F1 MeAaC, HAAs & & 23.74 ng/g, H:H Norharman 7%
A R 3.22 ng/go Rh_b SCHRXSF 4 3 A rh B A 2
B HAAs RIS & SA ST A LA e 2 5, 25k
5843 V5 BTS2 Aer I J i A B, Al 5 12 1 R U
FETRT I HAAs B2 B TR] 48 J5 2 DAR N 72 U AR 2 ppt
FRFMAFRZIE 15 FRHAELE, ERY &5
FoASCERIRE R HAAs ol S, 5 —FH, BFERh
HAAs (17 AE 2 HEHREL, g N mes . meks) . il
S (UL | B R BRI R T 20 HEVR i 1] 7
PR 2 1R ER 0 T JRDARL R T S IR AR A 25 5, Bk D) )
#) HAAs FitthfE7E2 R BRIt AN, Ml d ik
FRUL K PR it R 7 2 R 2 TS I 5 HAAs FhEFI5 i
R 5 5 (g A [ %1
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Table 3 Linear parameters, limits of detection and limits of quantitation for 15 kinds of HAAs
e ﬁ%gq‘[‘a] AAEIE bk ) 6t R ERR SRR R
/min /(ng/mL) l(ng/g) /(ng/g) /(ng/g)

1Qx 5.57 0.5-50.0 Y=0.455X-0.060 0.9992 0.008 0.025 -
1IQ 6.22 0.1-50.0 Y=2.538X-0.235 0.9997 0.017 0.050 -
Glu-P-2 6.57 0.1-50.0 ¥Y=2.016X-0.020 0.9992 0.008 0.025 -
MelQx 6.58 0.5-50.0 Y=0.685X-0.003 0.9992 0.017 0.050 0.3
MelQ 7.30 0.1-50.0 ¥Y=3.651X-0.106 0.9994 0.008 0.025 0.1
7,8-DiMelQx 7.35 0.1-50.0 Y=0.866X-0.013 0.9992 0.008 0.025 0.2
4,8-DiMelQx 7.78 0.1-50.0 Y=1.507X+0.014 0.9992 0.008 0.025 0.2
Glu-P-1 8.14 0.1-50.0 Y=3.113X+0.031 0.9993 0.002 0.008 -
Trp-P-2 9.04 0.5-50.0 ¥Y=0.390X-0.001 0.9979 0.017 0.050 -
Trp-P-1 9.85 0.2-50.0 Y=1.354X-0.106 0.9990 0.017 0.050 -
Harman 10.67 0.1-50.0 Y=3.495X-0.054 0.9991 0.017 0.050 -
PhIP 11.12 0.1-50.0 Y=6.052X+0.248 0.9991 0.003 0.008 0.1
Norharman 11.26 0.5-50.0 Y=1.070X-0.034 0.9996 0.017 0.050 -
AaC 12.33 0.1-50.0 Y=1.388X+0.011 0.9995 0.017 0.050 -
MeAaC 13.83 0.1-50.0 Y=1.432X+0.012 0.9997 0.003 0.008 -

¥ —4 GB 5009.243—2016 7 AR MM ¥

F 4 15 ¥ HAAs R E BT R ERZE (n=6)
Table 4 Recoveries and relative standard deviations of
15 kinds of HAAs (n=6)

[E] S AR X AR T Al 22/ %

HAAs
1.7 ng/g 16.7 ng/g 33.4 ng/g
1Qx 95.0+8.2 99.0+4.0 99.1£3.1
1Q 82.5+7.4 81.5+2.1 81.3+4.4
Glu-P-2 82.5+7.4 87.4£2.9 86.3+7.0
MelQx 83.3+6.2 85.9+4.9 83.5+£7.3
MelQ 104.2+7.1 108.3+2.3 106.5+3.3
7,8-DiMelQx 110.0£11.9 112.9+£4.5 106.6+2.3
4,8-DiMelQx 100.8+4.9 102.3+1.6 100.6+2.7
Glu-P-1 85.8+4.4 90.5+4.7 89.8+5.9
Trp-P-2 95.0£11.0 113.2+6.3 105.94+4.0
Trp-P-1 87.5+7.9 91.7£3.7 88.8+4.8
Harman 101.7£6.0 100.8+6.2 100.8+4.0
PhIP 98.3+6.2 93.6£3.6 93.6+3.7
Norharman 97.5+2.8 96.3+8.1 93.6+3.9
AaC 95.846.1 102.2+7.3 100.4+4.2
MeAaC 95.8+5.1 101.2+6.0 95.6+3.9

FRREHI R HAAs 18 e B AA7E— & LA
ATt B 22 S ST 4 B S 4R o TRl B 5 Sk & B,
PhIP ., Norharman #1 Harman ¥J7E 8 L0 R B, FEEE
WL BRGNS A Y R gk P X 3 Ff HAAS
FERE R By A, s g R S AR S A R — 3, B
BT % HAAs B E ZARMERAN /7% GB 5009.243—2016
Frees i) B A9 R MelQ. MelQx . 4,8-MelQx .
7,8-MelQx #il PhIP, B, LK XS HAAs W& B 2
/LB Norharman I Harman BRI, fi3E 5 nJ %0,
200~210°C¥#5 | 15 min PANIYAT LI HAAs, 3 HA L
ERRIJCH B 225 20 SRS AY HAAs & w5 T Hot =
S, SR BROR I S O N TR A T R A, Zad Tk
K5, HAAs & i FHAh ™ oo o 12 S8R5 2
IR L, H HAAs S REATEE 20 SHRE LG BAR
E TSt HAAs %A B bRiE, (RS 238
B AR . f T D, Ff e A A AT
BB R B b fE W AR B, IR REAE
ERIFZES . [H E R 2 5o 5 1 e F v A b
FURSEES, NN Iy A FERE ST, AR T R A
M 5 6 35 B e bm o ) A £ PR 20 U 45 R 5 IR S i
LTS
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Table 5 Content of HAASs in 20 batches of prepared grilled lamb skewers (ng/g) (n=3)

FE b 5 il S 1Qx Glu-P-2 MelQx Harman PhIP Norharman AaC HAAs &
1 210°C-10 min Trace -- 0.20+0.03 0.28+0.02 Trace 0.80+0.04 -- 1.28
2 210°C-10 min Trace -- 0.35£0.13 0.17+0.02 Trace 1.68+0.08 -- 2.20
3 210°C—12min -- - 0.21£0.04 0.82+0.01 Trace 2.00+0.05 - 3.03
4 210°C-10 min  0.18+0.01 - 0.88+0.07 0.56+0.01  0.08+0.01 2.07+0.02 -- 3.77
5 210°C—10 min - -- -- 0.934+0.10 Trace 2.93+0.32 - 3.86
6 200°C—10 min - -- -- 0.80+0.02 Trace 3.3240.56 - 4.12
7 210°C—-10 min Trace -- 0.12+0.01 0.66+0.02 Trace 3.37£0.22 -- 4.15
8 210°C-10 min ~ 0.16+0.02 - 0.97+0.10 0.5140.06  0.27+0.02 2.294+0.04 -- 4.20
9 210°C-10 min - -- -- 2.144+0.01 Trace 2.14+0.02 - 4.28
10 200°C—-10 min - -- -- 1.07+0.18 Trace 4.20+0.69 - 5.27
11 200°C—10 min - -- - 0.87+0.04 Trace 4.41+0.15 - 5.28
12 0°C—0 min -- 0.10+£0.01  0.39+0.02 1.36+0.03 Trace 3.77+0.04 -- 5.62
13 200°C-10 min -- -- -- 0.89+0.01 Trace 4.96+0.09 - 5.85
14 210°C-10 min Trace -- 0.18+0.02 0.64+0.04 Trace 5.22+0.14 - 6.04
15 200°C-10 min - -- 0.23+0.02 1.06+0.02 Trace 4.95+0.08 -- 6.24
16 210°C-10 min Trace -- 0.53%0.11 1.10+0.24 Trace 5.06+0.87 -- 6.69
17 200°C—10 min - -- - 1.01+0.04 Trace 6.73+0.10 - 7.74
18 210°C—10 min Trace -- 0.49+0.01 1.47+0.03 Trace 6.75+0.12 -- 8.71
19 220°C-15min  0.33+0.04 -- 1.5240.23 2.61+0.25 Trace 8.78+0.77 - 13.24

20 200°C—6 min -- - 0.17+0.01 12.63+0.40 Trace 55.42+0.34  1.06+0.01 69.28

TE: Trace i T FRAR T2 B R - oAt S5 SRR 0 VS (e o i 2%

3 4 1
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QuEChERS :X Filil £ Y Hi b HAAs #F1THRH04HL,
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Tl PR RS, T N R R AR SR S R
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