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Research progress on detection methods of N-dimethylnitrosamine in foods
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(Shandong Institute for Food and Drug, State Key Laboratory of Market Regulation, Regulation
Technology of Meat and Meat Products, Shandong Ji’nan 250101, China)

Abstract: N-dimethylnitrosamine is one of the most toxic nitrosamine compounds and can be produced in the process of
food processing or storage. The detection methods are various with tedious operation and low accuracy. QuEChERS
pretreatment combined with GC/LC-MS has been widely used in the determination of N-dimethylnitrosamine in food due to
its advantages of simple operation, good extraction and purification, high sensitivity, stable recovery and effective

improvement of detection rate and throughput. The pretreatment methods, detection equipment and detection parameters

of N-dimethylnitrosamine in food were compared to analyze the advantages and disadvantages of different methods.
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Influence of pretreatment methods on detection of N—dimethylnitrosamine in food
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Tr: 4w kiR /g 8 J1 B/l [l =R/ %

AR B0 AR A
Jivids P/ Gu /)

KSR 200 550 61.2~76.5 90

N EIER 25 3 81.2~87.0 10

VT EEES 10 18.5 78.7~124.0 160

QuEChERS 10 10 87.9~107.0 100
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IR AR ) SRR S LI
AT b T £ B AS 1 wEk e
UK /I, b R 1) 7T 45 7 20t 2 AT A BRORE K% 24 70~80 T,
40~60 min P , {5 B F1 AT AL 1 3 04 FEL KR AE O £ 0 6§07 T L
AT G 7] DASEBL R R AR
i A I RAE D ‘)‘| . R, 5 »
BR AR DR SR PRRERE 2D B 1w i 0 B AR
A A A A i g T IR B e T
ottt 1 R , 2 3 IR 5 A8 Ko o 3
i) AT 4 il 72 20~30 min Z P4, 7] FHE I R A P T
DES T VIS RN & S H
B0 TR 30 07 28— Y BT 35 R I e K A B 7 16~18 b (X
SRR A HLI A N R P TS R L 0 5 TR
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1.1 KZESZEME

K ZE SRR AT AR SR P N-
VR A AR IR SR I O i R s N-T
PR 25 T i i i BB Oy 2 I T A 3 1 L RO
TEZE IR P RR I 200 ¢ BXFE , IF A 100 mL 7K i
50 g AL AN, FEH WO oim A 100 mL = 58 H e
Dt PR R IR S IS O BT Ok A DL R I
W, WA 400 mL R EEVR S A 20 ¢ AL EA A 3 mL
W lR IR % A BUS 8 A W Be 5 15 150 mL
TAH B 3 K, A I A H e IR BR K S W 4 &
UE T o ZRARRN B I AR T Al R U e, i Ak
RIS 2 1 he B 2457 R R A il P sk K 28 2R 18
& BT PR A R K A 13 A NS R e A A
IR A 04T T Ak, e 1PN 0. 17~0. 59 peg/kgo
IKZE SRR T N Z8 10 R BGR & Bt 2 15 . rl
PR, AF (] B A7 AE T FE R IO ) G e X R B s
Yo R N G A G B R M BB AR R A (]
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TRV A LI 2 AR A A 0 4 AE T R R i
il N T) 86 k000 40 DA — o YR A A B A% B o — b A
B 790 A AR A Ao AR 3 A R0 A DA S B e A
WA S H L e AR VR AR BT A ML
7 RO RG R 2R AR A, AR IR 81 2%~
87. 0% ; Kim 25" % 5 17 —Fp DAL -7 0 548 7 P 4
YU i Ak AR 5 A S ST e Y0V A B 3 i X
Fb 45 A B0 700 00 SR BBUROR I oW — S0 Be A o A6

YB3 P T I A g ) A I R LS g Y [
Ao WA IO BTk RS AR O L P
{EL 3 A7 7 X R IR A BEOR A A B FLAK T
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[#] A 2 I A 2 ) T A W2 RS 790 ol 0 4 i
P 0 R 0 T A i R R 2 b v v Ak A Ok
SR A 0 A o B A o AR L AR AR O R L AR
BRSO g B AR ) B AR R = H AT &
Bl i T G ) o0 BT I A0 AR T A B R

AR B R A Ak 6 TR AR UM 5 A 3 ik
HI A 3 5 5 TH 25 4 0 I ke iR L 1 2l Ak T
Ab PR A B T HE— LR . B A iR
T Ak R R 2 IO/ BE Y SEORE 32 AT € PSA (HLB
SRR PR U, 3 50 ae R v TR AR T B A Y
PE T BE P 5 2 A IS A (9 ORISR | DUAR A5 85 e A [l
WAL AT I e A O . RS H NG HR R
Ji7 3% ] Captiva EMR-Lipid [& AH %% B/ FE Ak 42 B
VL, AV T R R R IR 4 14 ARV, R O 3 - R B
JO T ASC N B 3 A A O A 4 R 9 Bl NI A B 1
o9 A Y A BR A 0. 003~0. 043 pg/kg, 1]
RN 78. T%~124% ; ik HAR G R T Cp P 1
SRR TG M e 3 P [ RE AE ROHE X 1A A 9 A
N- V. i i o 7 gl 4 MRy e A RO | 3 i [l g 3 i
15 0T R A [E A AR I R 0 Tl R R, Gk
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QuEChERS (Quick, Easy, Cheap, Effective,
Rugged , Safe) Jy 75" J5U H S5 AL T [ AH A5 U |, 5 [
28 B0 DX A T ] A W0 B 5] 4 A 3] i BB
T, EL A 73 B3R A 2 W% B e 0 T 2 1 A EB TR
YA BT PR, 22 T B S AKCR A 25 5% B Y
RISy AR A D R Y A R N R T B
BN T 23 B 4 b R b i & R AT L o X T B
Wy 5P R SR L H T I T A U B ) 2 A PSA
AL C S BV AN OR SN S R
B V8RR PSA Al 5 K I RO 4 E A 2 U B
T - ST ARG i A A v R P b 8 4
N- i i , %5 557 5 Bl AS W) B 1k B 35500 ( 2 0 H
B GEC k. @ R SR CTR) 6 Tl AN R B 2 24
B BRI (PSA Lo H 723 72 R OMWCNTSs Al
K Fe,0,) 1% VRN TA] W B 500 6 o 25 1A BR 45 [
NI PR 8 A e M NI A Y A HUBOCR 1 S
G5 L WIR VA VR R PSA T 45 14 1k A A1 35 T 8%
IRE TR A ROR 8 I K T A O 4 B e
Wk RE (GE =R 0. 15~0. 47 ng/kg) s M 2 B A
I Al B IR o 5 v ME A R (DR T 3%~
94. 19%)13 8 T HL B R 25

g K S5 O AR 9 4 USSR T EMR K
PEAT AL, VR VR B0 T BRI BT 5 L IR AR
FUHE AR, AR (8 3% - = PO A AF A IR B3 (Gas
chromatography triple quadrupole tandem mass
spectrometry, GC-MS/MS) M & /K = i v N-— H &
A M 055 i, HCOR HT R IR SR B W) Ak BT EMR &
TR AR BT b G B2 DL B R Bk 5% , X6 i o AT I ik
F14 2 9 W RSP , 7 B s 5 S5 DI 00 A [) IRt AN 22 X
B BT W 3 B ), SOH: [BLCR 2 4R 2 87, 9%~
107. 0% . QuEChERS J7 ik HLA7 i &b 3 25 BR fi 5 42
B AL ROR UF AR R | 7T 52 SR it i i o b B
SR L B A RICHE G 0 AR R R ) S T Y
W BEE B4 L 14 15T QuEChERS 5 76 £ p N- 1
KLV i o A A A B B 5
1.5 HAlIrk

Bl & R AY 2k 2D, — SR Ak BB B R A B T
L, 45 £ il b N-OE i e 28 A0 5 ) ARG D A ok T Y
K o T AF A AR T V8 VR R R - VR A BB R
E MR P N- P BRI AE e HOR AT B AR A
Yy R0 7 2 SR ) SO e B 22 0 AR R
X G W 2 TE KR T BE 45 UK, KR DOV S AR R
Wi 285 A 5 R R AR I, AR {68 % PR BN 4 A TR

B, H ARG K AH & 4L )G HLAH DA AT
DA 3 Lo 55 v i B AR B X1 A G T e
T R N- T 3 IV A A R R R R i B 43l AR
OB 55 48 S O BCEL IO, SR R HEAT RO A
T A TR T Y B v T AP AR AR, 4 R
FEWRE BRI LU N 97, T%~104. 8% , # %t #r i
fi 7% (Relative standard deviation, RSD) N 4. 07%~
8.46% , K i FR A 0. 03 /L, E =R 0. 10 pg/L,
KB TP B I MR rh N- T HE I A Y
Hi.
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2.1 MEIEE

SURH G 12 I B R B NI i T O B
Yy 22 A AT AE 5 T I B oE 2 0 B R & AN TR
R G 8 ok E M E ot R . B AR I g O R
A 5 1% & B KL I 2% (Gas chromatography-nitrogen
phosphorus detector, GC-NPD) fI 5 AH 6 13 & K 4G &
F Ak K Il #8 (Gas chromatography-flame ionization
detector, GC-FID) . NPD Jy ¢ S PRI 4% , 0F &% A7 N
JC 3R HE AT Ak G W e 107 2 450, FID Sy 368 1 B kA
i, UG B e o T ol SR P VAR A T Ak
B, 25 5 SO €033 0l A 00 45 ARG I LG o 7 A I
W Ak A K R AE 0. 5~1. 1 pg/L. S2H A5
FIAT GC-FID 0 5 W Hi Y N - P I il I, B 4K
R FHAS 23 R A BR BE A 1) O X HE AR 23 B, (L 5 1 A
HH FR A SR A DL 21 [ A5 07 75 K P, FAURE 3% Uk
T RS AR 4% BT L E B RN 1. 26 mg/kg.
2.2 AUAHEE-FGRE A Ak

M 3% - B RE 43 BT AL 125 (Gas chromatography
thermal energy analyzer, GC-TEA ) /E ky MV fi§ B% 6 10 [
WOk Z —  BA R A& YELF 5 1 ok 4
Pt o AR BRHUR [ M @35 AE 7> 85 B9 N-—
FH 5L 7 i Jre 7E BR8P 22 0 S M e AL R 7 A —
AL A (NO)EEHL, J5 5 R A RO A LUK & NO-,
MR AS NO-IR [ 2 i & S 3T 20 41 O (600~
2 800 nm) , I B 5t 1 A7 4 AL T (600~800 nm) o
TRV 2% N b CTR & U8 &8 bR 2 44 o, fdf
BB T A L BERT DN NO-JE A, 17 B N-SI i i 25
oG W10 5 S M A 200 0 B AR R AR €
T - FRBE 2 T A SE 13 A N-IE A e I, 2 M AH G R
BT Ik 0.995 AL, 13 FlOEASIE 7 ik K BR 9 0. 05~
0.18 wg/kg, EHFR K 0. 17~0.59 wg/kg, % 0 [8] 4k
RN 80.1%~112.9%, RSD 4 1.88%~7.16%. Jik
Ty S AU R GC-TEA 52 25 5 7 Y N-— 1 3%
P i Jig B, 5 SR 0 - B VR A D 24 b N-
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FE WAl e % HE R B, GC-TEA 7645 51k 8 55 M KR
T4 BT A - vk . BARIZALES
XA A Y B A E R E N
L8 HLAXAS A% B 5, 5 0 R e AR 5 e, 5
0 % TC A R, 3 S AN
2.3 UM RS - AR

F T 0 0 2 B A Y 3 B S A A
PEE T E 4y T o B oy T A5 A R RE T, R A | A
A H B39 & i SRR H AR 00 RRIE B X6 H AR
AT PN DI REAS 2] T )z N o BRI AR 3 -
JOT 5 2 Bk B R A R B A
il e G 0 R s T 9 22— e A R A
035 - T 3 I S AR RS 7 i T Rl NIV i e, 45 R
WR W ETE 0.5~10 mg/LJL BN LM LR R
U 2 PE R O R B0 R 0.999 2 il 0..999 7, Sk Al
W% R 100%~115% , RSD /N T 10% , 25 1 4524
X BT Y 0] 1o AR B A 10, R R AR BLRAE L) K2 5000
FEu i 5, R TIOR8 3% - B35 125 0 5 7K R & 9 A
NIV il i , 45 FE 2 W 9 b NSV il e s o il £ 1) A 56
R SR JHARE R 22 (SD 5, AR 10 ng/L) {5
M LY (S/N) V5 A5 1 7 A6 H BR 4301 0. 8~4. 3 Al
0.2~5.0 ng/L, 10 ng/L /K Ffintr 9 Ffr N-3V. i iz 1
[R5 ) 75%~103% , )7 1 Al 47 o X AR 212 %
JH GC-MS M7 T Ml 7K 7= dh b 6 B N-YE A i b &
Y, 85 R L TE 10~1 000 we/L 3 [, 2t Al ¢
RZHBT35 0.999 8 LU L, HBME R 4T, RSD /NT 8%,
IR AE 79%~105% , % 4 FRTE 0. 03~0. 05 pg/kgo
2.4 SR - H I T

B 5 5% B R B K R A 5 BE O B R T, GC-
MS/MS 8 K B ¥ K, GC-MS/MS s[5 46 ) 5 ¢ Ji
1R B M G A O A A R N - I A e A
19 WV o R ST T — B L E A R
Tk - AR 0 3% - 53 06 5T 9 00 A D e N- R
fiF B ) J7 s N- H SPGB TE 1..0.3.0 1 10 wg/kg
OB IR IEDCE A 97. 5%~120. 9% ,RSD N 0. 76%~
5. 90% , i1 B 505 % B R 5 R W i AT T —
Fft GC-MS/MS 3246 PR i it vp 10 A & Pk N- T
JHe 254k G W B BR B0 O 1 10 R AR R M N- IR il
KALAWAE 1.00~1 000 wg/L L H N LR R R
U M6 R B 0.99 LB, 5 B A9 K H PR (Limit of
detection, LOD,S/N=3) I & PR (Limit of quantitate,,
LOQ,S/N=10)4351"4 0. 01~0. 02 1 0. 04~0. 07 pg/kg,
A A R b T R ) A BRI ISR R N A A A
SET R B AR I K 9 Al NI i 2
AW GC-MS/MS J7 ik, >k F Ahbs i a2 2, 9 Ff
N-3I7 il e 24k & W0 7E 0. 30~50. 00 g/ L 78 Bl P9 48 1

K BRI RAEAOE R B R>0. 999, 75 1k G BR
H0.3 wg/kg, B BRA 1.0 we/kg, B 04z B ik
FIE 80.41%~113.73%. H Hi £ % GC-MS/MS %
5 £ i 4 P SIS e 1 B 9 A 22, AT D v
H 58 , BB O 2 BLAT PR T X6 b N- 0 A i
B% B A I A K

2.5 VAR €A - R IR O R v

F AR €0 3 Y S BB A 2 AR i ik
Bt b ARSI 5 2 2500 b 0 8 BBOVR VS ) e AR ) 78
R A AL AR T VR €53 W) JC 75 5 SR I S BRI, A
I 5 A AL BE A B AL AR B ik BRI
TG 5 A0 i Ak B 2 AR 0 O =X RS A 3 KO K
8 Al N-E il B Ak G 1, AR IR 67 R A e I b i
SE i, N-Z0H 3 s 0 G B R i B 4 O
0.1 Fll 1.0 ng/Lo 5K J3 8 A4 7K R b 48 76 % M
ANFE R AU B DR IS SR VROAH €335 - 5 B T %
P E R K R 8 B N-TE RS R R L B W o 4
FHAE 5~200 ng/L 3 Bl N 7 i et 6 R R A A G
ZK039>0. 999, K5 HFR A 0. 20~0. 50 ng/L, & R A
0.67~1.67 ng/L, ML # K 67. 62%~137.34% . W
AH 033 - H3 I 0T B 0 A 0 £ b NSRS e S AR
HLAT i Ak P Ak R BB BT T R R AR S
SRR BRI & R .

2.6 I AR 3 vk

A8 IIfs B A& A B (Superecritical fluid extraction,
SFE) J& LA It U3t 4 Sk i sl A 1 G 55 38 33 sy
VS i 1 R B U0 B Ak W v 2k R R I SR AR 1
PR ARFR B R v i R A e g S b R Y A P R
it LS B AR BT AN B2 19 0 i i ) RN IR AN B g
(4 BCRE 1, BRI, I S 1A RE A 0 DA H A
b 4 HE AR ik A 97 SCHMIDTSDORFF A1
SCHMIDT ™ 3 i Il 54 i M o 3 vk X 25 9 vh 9
Uil e 2 Ak W iR AT 43 B R, 3 AR Ak i R
0. 1% =9 & TR W B 5 W AR Sk Dk MO0V 30E A7 40 32 ok
JiE I BB AR C SR UEAT 0 B . R R
JE M EE I ) R 2 S O T LC-MS/
MS il GC-MS/MS J5# .

B 7 b R 7 1 AN, N-SIE i i B RS T AR A
e TR G2 Ak kRS L R T
Xy AR PR R RO R S I A AR —
SE 1 J B T 320 7 4 3 P A R ) AR 5 o BT
AR R IR AG I AL AN 2 £ N- U 3
STV Je A 0 ) B e DL 3R 2, (HAEAS — 3R, B fk
205 DL AR AR B 1 TR B RS R R
AN 52 K B R Pk BE (4 5 R S R ST N- U 3R
il Jg DR A 00 450 358 A7 1) Bk R ok 2 1 G 3, A W 2
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Table 2 Influence of instruments and methods on detection of N-dimethylnitrosamine in food

) N R E/ . e
P ¥ 40 R G/ (ng/ke) BRSO 1 A e
128 1 T 1A B L NPD A Wl 25 e e e
RS D T 300 SUtf e N Pk By a g, T IR FRRR L
' e : FHLE
4 1 B K T A7 28K A A 4 B RS
/\/ I\ E_ )
CMEH-REAE 017050 8001129 c0-s0 ot USRI BRI f i e i
A SR A R, 3 R AR
Ve 5 A BB, 4B 5 IO
A R - 2O R R 0.03~0.05 75~115 90~110  FREE & . [l by T UEAT 5 000 A5 e 4, W &= 4%
BB R BT
P 00110 0411200 120-150 P SRS TR VT SR O B S AR

WA R I T TE 0.000 67~0.001 67 67.62~137.34

A I S 90 A 3 7 0.000 46~0.000 82 91.15~107.81

140~160

180~200

Jon e A A R B, W B AR

TG ¥4 50 B £, B U R T B4 lHﬁZ?*ﬁzEfMa# ASC 2% A0 A A2
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T G FRAK AN

T A L), i Ak B AR S A M A B Bt LA SE Bt A
K 3 FRAK b B, R MR

3 i

YT NS A i G 0 ) 5 b o O T AR AR R R R
Ze KRR X DA S B R S A A ), T R
TR I NSl i 1 Ay vk i AR TR 3E )

B AL PR AR Rl TR A B A, K A
FE LT T R 1SR AR A P 2 A [
B EAR 7 K R AR IR S RN 2 1% B X R
it e SRR, IS R AR AR 5 VR AR TR N R
T AR B BB A BRSO TR AR R
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B T A Ty vk (B A AT R 4R B AR RO B
-, T EL BB A 205 M 4 v RGN s R e AR AR
Bk B, QUEChERS k78 J7 ik e vk A ML)
FH i B BUAS B Ay S 30 i 3 o A B BT A AR
BUAS A5 7 A A B0 O 3 R 2 G0 A ke T T
W5 A4 R 4 5 AR 8 QuEChERS 3 78 £ i o N-
I i e 149 43 A A 2 A B L I 5

ASCER A 7 3 v AR A % 0 R B A R A
T A 0 5 SR, AR £ 3 - B BE 40 BT A8 1 R I S I
(LN SR R & S NN Y U S A o N D)
NN A = 1= B W S CO T Y @ - 7
AAH A - B IR T VR R € T - R I O S kA
TG | AT R T S T H R A A b v A
EER

QuEChERS i &b ¥ 45 & AR /WAE €83 - 51 1%
O AT AR DASRAE 7 B 4 O A RO A R UE
[l 5z 23 A% i R A A 2850 ML A v RS 0 3 R R o A R

LR E P N- T RS A R T B
o FH#5rwAg & 2438 & 1 FE 5 QuEChERS ¥4
FALRBOR AN, 23 X5 S0M €033 1) 0 B 3R 48 F VAR
35 1) 30 4 R G0 i LTS e AR IR T AT K g
BAF A Ak 1A A 45 ol 8 B A E 14 T L DA B FE 42
IBUYR T ) 5 4% T G AR A SR B 5T & N- D H S
P i P 65 0 ) — 4~ F L ]
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