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Determination of polycyclic aromatic hydrocarbons in gum-based
chewing tobacco by GC-MS/MS
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Abstract; In this study, an inter-standard quantitative method was
used for determination of PAHs in gum-based chewing tobacco by
GC-MS/MS. Under the control of the optimized experimental
conditions, the LODs and the LOQs of 19 target PAHs could a-
chieve 0.04~0.14 ng/mL and 0.14~0.46 ng/mL. respectively.,
while the linear correlation efficiencies were larger than 0.998 for
all PAHs. With three different adding-levels, the recovery rates
for all PAHs ranging from 92.26% to 109.46%. And the Intra-
assay and Inter-assay precisions for the PAHs were 0.77% ~

3.85% and 1.57% ~4.86% . respectively. The method developed
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was reliable and suitable for routine analysis of PAHs, and was
verified to be one of the effective methods for quality control of
gum-based chewing tobacco.

Keywords: gum-based chewing tobacco; polycyclic aromatic hy-

drocarbons; GC-MS/MS
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Aromatic Hydrocarbons,
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BUCANT-dg) AR I Lal B8 (BaP-ds ) 47 HE i« 40 B =
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MS) :7890A/7000B A1, ZHE AR B ChED A RA A .
1.3 H@RAE

IHT KR AT RE S E SR R RR 2 he MRS
HRE S DD B LB S B B S L 2 O CBURL 48 <74 mm) . #E
PRI 1.00 g #E L& T 50 mL #EIE M A & A AR 2R
(320 ng/mL) 4R At B (320 ng/mL) FIAR AL K I [al
(320 ng/mL) 3R T4 W M 250 pL AR AR 9 5 . 5
A 10 mL ¥R BE R SRy 26 U 5 6 45 T8 76 =08 F 4R % 2
B 40 min J5, ##E 5 min, KA BRI 0.22 pm B 66
PR e S T S T L T GC-MS/MS 4347
1.4 GC-MS/MS il & %

R RE LR - 260 Coif st 1 pLs 3EFE 7 0 R
Sy URHE R P TH R WA R E 40 CL{RFE 7 min; LU
20 °C/minJ}t % 100 “C; L 4 °C/min J+ & 290 °C I 5
20 min; R Z R EE 280 °C 5 Uik 8 7 20 EL B T il
2280 °C s Jo ik 4 7 3K g 3 22 IO M (AMRMD £
K< AR W #E 1.5 mL/min; 885 2. W

#2.25 mL/min,

T @

B 22388 | 2020 £ 5 B | RS

DA 5 i 6 BE 1 T AR T VR 0 BT X 4R T A A 4 A A
K (MSI scan) £ 4 HAn ¥ M2 N AR W) B & 38 i B 2 1
FEDLIERE [ fE 5~60 eV AT L LA S eV Sy 4a i a] b
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Table 1 Quantitation/qualifier ions with approximate retentions times
T PR
IHHT PRERTE) /min - AER g FHT O MR BET O TET e
(m/=) Gn/2) fit/eV (m/2) (m/2) /eV

XA 13.95 136 108 35 136 84 25

% 14.02 NAP-dg 128 127 20 128 102 25

NGRS 17.11 NAP-dg 142 141 20 142 115 30

T W 20.90 NAP-dg 152 151 25 152 126 30

A 21.86 NAP-dg 154 153 20 154 128 35

% 24.73 NAP-dg 166 165 20 166 140 40

JE 30.23 ANT-d;, 178 176 30 178 152 25

AR 30.46 188 184 30 188 158 35

B 30.53 ANT-dyo 178 176 30 178 152 30

d! 37.40 ANT-dyo 202 200 40 202 176 25

B 38.66 ANT-dyo 202 200 40 202 176 30

H ] 16.15 ANT-dyo 228 226 30 228 202 20

J# 46.34 ANT-dyo 228 226 35 228 202 30

FIH b9 m 52.28 BaP-d;, 252 250 40 252 226 35

B k]9 52.45 BaP-d;» 252 250 35 252 226 35

I LeliE 53.65 BaP-di» 252 250 40 252 226 30

SRR altE 53.82 264 262 35 264 236 40

# 5t [alt 53.93 BaP-di» 252 250 40 252 226 25

db 54.35 BaP-d;» 252 250 40 252 226 35

Bidt[1,2,3-cd]iE 59.27 BaP-d,, 276 275 35 276 274 40

T [a.h]E 59.51 BaP-d,. 278 276 35 278 252 35

# g, h.ilts 60.35 BaP-d;» 276 274 35 276 275 35
IR G I ZE IO [A] 1.3 BT AR i AL 3 AL PR, ‘{’EEE%*/T\ R TF Lal v 05 70 R 30 O e o AR 408 428 360 4G W o 75 T
B By AR TR A RE &, DA AR IR 10 mL RO e f5 - #F SRRV b 2 20 05 Ja 1) 5 0 L 0 b o AR U TR
17 W IR IR Y% 22 B, ZE B [|) 43 9] 4 20,30,40,50,60 min,  FHKK K 0.5,1.0,2.0,5.0,10.0,20.0,50.0,200.0 ng/mlL
ORI A5 R E 2 s Chm M ARV V4% 20 i W ) ¥k B AR DD 5 A o A 1 R

B 2 A DA L ZE O (] 2 20,30 min B REY NARIRIE SR 8 ng/mL,
IR 58 AV A R ZEWOBC 5 4 ZE U] > 40 min B, jtﬁB W AR EC il 1y PAHs TT/E(&(&EE%@FJ(’{? BEFE Sy
S3REIN Y AE ZE BOK TR & T AR AN A fE I B . L3 B 90 5 P bm 6 TR LG (YD A4 7 19 43 17 40 vk

PR P&

40 min,

2.3 HEZFEN

231 LMXRSRER.EER @b LEL
B — RIVFRME AR P & 28 - B R IR e 4

[N W3- WA S R W S D W AR S

BRI Le il R FF[a] e BBl F[1,2,3-cdJ2E . 22K IF

La, hJ B0 I Le. ho 6 A AR ) T P9 Bk AR 28 AR B

R Jﬁt’ﬁﬁﬁﬂ"liﬂ(ﬁﬁlﬂjﬂ

FF (X .ng/mL) ¥EF74% fil_UﬂﬁH‘ﬁ 5 20 & o3t Wiy AR
Ml 2 15005 7 F2 A AH ¢ Rk, PAHs B MEYa B b 0.5~
200.0 ng/mL, LA R ECH 0.998 7~0.999 9, FHLE
DU (e BE S Bl N B RAF R 2t R R o HCHR IR Tk B2 A
HEVA W (0.5 ng/mL) PATISE 10 U, 55 0 5E 8 1Y b e
R 22 (SD), L 3SD 15773 A BRI, 435 0.04~
0.14 ng/mL; Lk 10SD 58773k 09 2 = B, 43 5914 0.14 ~
0.46 ng/mL,Z5 R 0L3& 2,
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Figure 2 Effects of shake duration on the detection
results of gum-based chewing tobacco
2.3.2 WEMRMEAEIE kS I E AR R 3 A

TR0 7K B I LB AR R i T 19 Bh 2305 %R R #F AT
6 YR AnAR R Ty A B TR 2 2R LR 3,
SRR FRWL AL 3 SR L 19 Fh 2 3005 K8 (9 7 [l i
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B4% 2 95 05 43 B A 6 A v 25 (RSD) . 53R BoR. H N
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%% PAHs &3, RS REI LR ZH SRR
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I 25 R R N 2 0 5 I 2 Wy o A% 38 0 ) E T 5
Hy T A 7= T RURL (1 5 i, 5 RO AR 1 % v —

WA E A 2 R0 IR 28 L TR TR 4 A W TR R B
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S

DU S T — ol T A0 € 1 — 8 R B R (GC-
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Table 2 Linear regression equations, R?, limits of detection, limits of quantitation of PAHs
ST A & [l A Oy R*{H Kith MR/ (ng » mL™1)  EHMR/(ng » mL™1)
Z Y=1.234 5X—0.028 9 0.999 8 0.13 0.43
1— 328 Y=2.933 8X—0.018 8 0.999 8 0.04 0.14
R Y=0.788 2X—0.011 9 0.999 9 0.10 0.33
icA Y=0.618 9X—0.014 0 0.999 4 0.12 0.38
il Y=2.1251X—0.041 7 0.999 6 0.12 0.40
E[S Y=1.945 3X —0.098 2 0.999 4 0.13 0.43
B Y=2.926 8X —0.267 5 0.999 7 0.09 0.30
P Y=4.484 2X—0.153 3 0.999 7 0.12 0.39
T Y=4.712 9X —0.038 6 0.999 8 0.10 0.33
Sl ]E Y=1.501 0X—0.563 5 0.999 1 0.08 0.26
Jiit Y=4.897 3X—0.260 3 0.999 3 0.13 0.42
I b]oe B Y=22.146 3X —0.636 4 0.998 7 0.14 0.46
I k]9 B Y=23.160 3X —3.439 6 0.999 7 0.10 0.34
H et Y=28.471 3X —0.500 6 0.999 5 0.10 0.33
KIHlaltE Y=19.672 5X —0.366 9 0.999 4 0.13 0.43
Jt Y=54.289 3X—1.078 1 0.999 3 0.07 0.24
BiIfE[1.2.3-cd it Y=3.092 4X —0.088 4 0.999 5 0.10 0.34
— %9 la,h ] Y=1.917 8X —0.064 4 0.999 5 0.08 0.27
FIHLg. hoilid Y=3.560 2X —0.099 4 0.999 3 0.13 0.43

®3 GCMS/MS FMERBRGE P EIRFT RN DB EFEZE

Table 3 Spiked recoveries, intra- and inter-day RSDs of PAHs (n="6)
o TR K-/ % HEs K/ % s kS / Y RSD/ %

s RSD EFES RSD ERE: RSD A B

%% 108.34 1.46 105.72 1.75 105.11 1.38 1.75  2.38
1— A% 102.13 2.32 102.48 0.77 100.95 1.22 0.77  1.57
T K 104.39 2.34 104.77 1.99 103.21 2.81 1.99  2.93
i 109.10 1.45 109.44 3.85 105.35 1.75 3.85  4.46
% 99.80 2.30 100.14 1.24 97.42 0.55 1.24  1.59
E[3 101.05 1.51 98.70 1.30 100.71 1.40 1.30  3.46
H 104.75 3.01 92.85 2.81 104.42 2.59 2.81  2.64
WK 105.72 1.46 95.27 2.27 102.38 2.46 2.27  2.33
® 103.90 2.32 107.39 3.34 100.56 1.54 3.34  3.88
H It [al B 102.71 2.58 100.20 2.75 102.36 2.63 2.75  3.08
S 92.58 3.79 93.26 2.67 104.32 2.83 2.67  2.32
HEH[b]9e 104.86 2.13 96.72 2.15 100.67 2.64 2.15  4.84
ELANND 3N 99.84 1.64 109.46 2.08 99.54 3.52 2.08  3.98
FItLe]it 92.95 3.64 93.20 1.75 106.17 2.83 1.75  3.31
FIt[alik 96.39 3.67 103.30 2.33 99.22 3.94 2.33  4.60
B 109.08 4.70 103.36 3.68 99.39 2.52 3.68  2.88
Higt[1.2,3-cd]tE 92.26 1.58 101.17 1.95 104.93 3.11 1.95 3.7
2 a.h]E 104.47 3.79 109.29 1.34 104.35 2.64 1.34  4.86
¥ [g.h.ileE 106.60 2.63 99.47 2.69 100.98 3.52 2.69  2.87

T ARB KT 1 ng/mL, R MK 20 ng/mL, @& %7K F 200 ng/mlL,
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