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Evaluation of uncertainty of vanillin in tobacco by solvent extraction direct

injection-gas chromatography-mass spectrometry/mass spectrometry
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Abstract; The content of vanillin in tobacco was determined by liquid
solvent extraction direct injection -gas chromatography-mass spec-
trometry (LSE-GC-MS/MS). By calculating the uncertainty compo-
nent and synthetic uncertainty of vanillin, the influence error on the
detection results of vanillin content was achieved. The uncertainty of
the measurement result of the substance was 1.37 pg/g.
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1 MRS J5 ik
1.1 #F#

FESL AT B AL AL i A

ZEARUE S A0 98%6 . 35 [ Sigma-Aldrich 24w ;

oK ik TCK O E T R 4 b 40 [ 24 4 AT AL 2 IR
FIABRAF

Ay 1250) 349 4 4347 45

S — RS/ T RE X SCION 456 GC-TQ B!, 3% [
G TN

Hi, - K 3. CP224S &1, J& & 0.000 1 g, {# [# Sartorius
NGIR

B BT R 43 WA 50 mLL 8 E BRAND 247,
1.2 AR T4EYS TR I
12,1 TAEMIANAR  HERRFRIR 6 gCmo) ZRARHE M (po) s I TE
KRB 2. BT 100 mL(v) BEM .5 N b ik
W, ok B2 60 mg/mL, HEBAAE B ARG 4 0.1 mL(vy)
F 100 mLCu) FF R 3 FHICK 2 B B 30 8 25 13 A5
PRUE AR - e BE D 60 pg/mlL,
1.2.2 HFEERUELIEBER 10 mL JoK 28— N
REWKTKZEE D WFE=9 DA 0.01 gn)F
ZRQORERN  EREMGHEBE 100 mL(v) I EIR
LK CEE N FRIRGER(EKLEE W E=9
DEARZIRE W 133 100 pg/mL bR AERE K. R 5
PRV R I R IR 1

x®1 WRERFIITEBRRHER
Table 1 Preparation table of standard series

working solution

W/ BIWUAR AR/ F bR AHE AR W
(pg» mL™1) mL mL WIE/(pg » mL™D)
100 0.6 100 0.6
100 0.9 100 0.9
100 1.2 100 1.2
100 2.0 100 2.0
100 3.0 100 3.0

1.3 HRLERSH

PRI AR R 1 g T4 28 HE R i b, 40 30 A
60 pg/mL BN FRZE 1 mL.JG/K £ Bk 9 mL, % 35 |- 35 4%
5B TRGER ERFEEE 2 h 10 mL BB E R
WOF£:0.22 pm 1 0FL I8 B U8 5 & 0 A0SO 9% —
T/ BRSO 2 . BRI E BRI 1.

IR 22 5 A R A FE T ORI SRS I
R} —{ i}

[ e o S A
A1 MzFRAEZA

Measurement procedure chart

Figure 1
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C— B & 2 Z W, pg/mL;

Vo ZEBOR AR AL, mL;

PRI 22 i i . g

142 DR E BE I IEAL AR R AT 22 2R DN O vk 1 PR 2R

KRNI BEAEE w (C) SRR EE w ) ZEH

WARBURHEE o (V) XEZ N E R A EE « (R) 4

AR A0 8 HEAT AR L o S0 5 A oy kAT Ak . ok

AR AR A E B e, (Co) H AR TAE VR 51 A A4 - f

AR T 28 26 BE 5L A w, Coo) s HHIN AR 9 B BE ST A

u, (mo),H 100 mL H &M AN u, (vid u, (vy), H

0.1 mL BB A w, Cos) s Ho U A AR 1S 0 58 B &

22 BFRMER I R SIAM w, (C) B 45 « i AR Y B4l 3 5|

A, Co) VR ED R FR LTI w, Gmy) Bl 100 mL %%

HHTIAN w, Cod s B Ja R b & 22 38 8 BE I 3 /2 R

B/ Z e AN A b il SR A L 5 LT X A UE S B

B w, (Co) o 3 43 i3 B PPN 1T 55 00 2 45 S 1 & O 1 5 B

u(X), BABUEGEMER 95% k=2, 5 W IE & 40 A B AL, 3T

HHEZZERMES RN R ER.

2 giRkGihwe

2.1 MEARHEENITMH
HEAHEERRX RN mEE LA 2,

m

N8
EE MR \ EEME— HEEE—

BRI 5 1) 1
e T MRl
BN RR R
TERMWEC
B2 FAHZEZYaBEFHERXAZAR

Figure 2 The causality diagram of various influencing
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factors of uncertainty
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S5« P TR AR T R R A — M 3 — B/ B R R A 22 v A 2 R R 8 T

SIF ST BT BT DA S S H e R o 25 1 R e O e & iy
S HAE RV LA Y
(3) ZERBAR AT E B « (VD 1 AR A X 2B

TR AR BT P2 2 AT E B 0
(4 EEHEM R A EE «(R).,
MELAHEESENENL

W R E T w (O FF5E
(1) fWFR TAERECH 5] A RIAR AT E B w, (Co) .
O M 24BN YR B A A AR R B e
u, Coo) A A P= AR AL M5 B 2B Sl > 99 %, i IA R I
Yok ANHGE B R 0.5 %0 BRALRE Ry 9996 ~ 100 %0 o A1 Xt b AN
A2 B H S 0 AT k=3 315
0.5%
V3

2.2
2.2.1

=0.29% ,

u, (po) =

@ HNBRY TTFR AR 5B A X R N B B w, ()
ARG o3 A T AR HE N B B F IR B fr 2 — i R OF
K 5 UE A5G, 7T LAAR B R R 22 9 0.1 mg,u, (mo) =

0.1
6 000X/3

@ H 100 mL 255 5] A AR FR EA T E B u, (v))
u, Cos) s 4550 00 PR FR 5 2 2 X 0 VAR FRUR ff o B 1 i [
Z— . A 100 mL 1Y A 2075 B AR E B AR
PR2EH 0.1 mL, B, 100 mL 25 & 09 A5 X bR fE A 5 2
E

=0.000 1%,

X3
@ 1 0.1 mL BB WE IR bR EAR I E JE w, Coz)
VA AR 10 7 B8 ) D DR — B DA g o o S A PR AR AR R 22

u,(vy) =u,(vy) =0.058%,

ui Coo) FuiGmy) +ui (o) +u (vy)+ui(vy) =
0.29%7%40.000 1%*+0.058 %> +1.15%7 +0.058 %* =
1.19%,
(2) A 22 AR ol 7 WRIC 1 51 A AR X B o AS 8 B
u, (C)s
@ HAm UEY) BT 4 BE 51 AR A FR E AR B w, (o)
AR A 7 T T R A 0 15 . 22 R Al X S 99% ~
100 %, § SR AW 5 S 0.5 % 4& 3 51 /3 i k=3 35, AT A
Sy DU JEL AR o o S 2 A
0.5%
3

=0.29%,

u,(oo) =

@ mtRHER BIRRE TR AR XS AR AT E B w, Gma) s
BRI A 3. T7 0 2 — i T R G HIE P 48 AR
0.1

10%J3

BRIZVLE S 0.1 me, bR HEAN 0 E BE w, Gny) =

0.58%.
@ M 100 mL 851 A M H T FREATE B u, (vy) .

100 X+/3
B SR X AR WS E B B NS ARSI B
u, (C1) = Vul(p)Ful(m)+ul(v) =

=0.058%,

u,(v)=u,(vy)=u,(v;) =

0.29%24+0.58%°+0.058 %% =0.65%,

(3) 7 3 B 5 LB A X AR HEAS B 5 B e, (Co) 3B o
T2 RO o R /D Rk W ARt th &k 5. &
BIAM R FRMEARNTEE «, (C) . FFRHEDRE H 5 3k
JE AR B AR E A W R A ik B R AT I E 3 kLR
57N T Xt 1) (1% 8 SR AT R (S A I S ) U T A
(% 2 AR

B B F AR T A0 A, 0.1 mL A BB W B TR BURG o 1Y 1R A=iC+a, (2)
ZSLVF S £20.002 mL, Ak 0.1 mL B W06 19 4 xR ol AR £
B N A—FF 2R/ bR AT R 5
0.002 } C—FLZEZMWUIE  pg/mL;
u,(vy) = =1.15%., .
0.1X3 bR
B RS EARAS XA, A5 B d AR TAER S AW a B,
R Fe e 2 ORI IE AR (DR (3)
u, (Cy) = A=0.0551C—0.020 8, (3
*2 FZERIEHRARZERRYNEE
Table 2 Determination of peak area of standard curve for vanillin work
1 2 3
TR/ . — . o — . v _ v
) L1 FER A FEREmA/ F2E ARE FEREER/ O F2E AR FXRIEWH
pg * mL ~ ~ ~
g 7T AR TR PR s 06 THT R g 7T R TR P s 06 T R U T AR TR P i T
0.6 154 556 9 450 000 0.016 36 117 641 7 169 000 0.016 41 132 947 8 090 000 0.016 43
0.9 195 963 9 016 000 0.021 74 187 579 8 869 000 0.021 15 179 575 8 006 000 0.022 43
1.2 439 063 8 811 000 0.049 83 370 793 7 945 000 0.046 67 427 600 8 564 000 0.049 93
2.0 792 519 8 966 000 0.088 39 764 618 8 811 000 0.086 78 798 812 9 019 000 0.088 57
3.0 1307 000 8 869 000 0.147 37 1332731 8971 000 0.148 56 1146 292 8 196 000 0.139 86
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2 DS IR 28 AT 5 b o (3) 75 310 A0 B 3 06 v AR L 1

R B4 552 00 Ve T R A 2 22, HOAR AR vEi 22 S -
1 3 .
S =52 —aC T D
i=1
Syx = 20 (C, — O, (5
i=1
LS 11 =0
u(Cy) =~ \/P to T (6)
o u(cz)
u (Co) = oo )
K
b——HEMFE;

P—— 300 i 0 UB
P fE AR I TR DU R 8K
C— MR IE WA B pg/mL;

C

B HE 2R BV W~ Y9 T pg/ L
550 AR AR R

J—3RAG R o AR i R O

Wit (4~ (I 15.5=0.004 8, Sxx =11.256,
u(Cy)=0.0659 pg/ml,u, (C,) =5.13% ., % & H % K
W BE 2 AT I OB 2 Y. S I S PRI
B HCHE 5 W A - 24 06 T AR B (B DA 0.050 1, JU AR % T 4B iy
28 A=0.055 1C—0.020 8 AJ DL 375 SR 5 VA I 22 E I
Bk 1.286 pg/ml,

() G HARMEANIHEE u, (O

u, (C)=

1.19%°+0.65%+5.13%% =5.31%,

2.2.2 WMZEBUREBITGIARKATEE « V)itE  ZERBE
I AR 1 mL(os) 5 10 mL(u) ) B .

(D 1 10 mL B IR 45 51 A M9 AHX AR AR 80 2 B w, (vs) s
R W 1 (A FR 1% 22 02 3 IR TR SRR i BE Y LI e
JE A3 A iH5 .10 mL A HAEWE M ALVFIR 2 A £0.02 mL, i
PL 10 mL 6 iR 8 A AH X B3 HEAS 5 5 BE N

i

uy (Cod +ui (Cr) +ui (Cy) =

u,(v;) =

=0.128%.,
3

(2) i 1 mL B 51 A B AR XS B5 A B E L e, (o) s
I VR MR FR A A A A A DR R RS W B R BRI 2 . 1%
FEIE 3 A E .1 mL A R IRE B9 SLVF R 25 0 £0.007 mL,
BT LA 1 mL B8 W0 AR X R A 0 5 A

0.007
=0.404% .
3

u, (vg) =

B o ZEA BT 5L AR AR5 w (V)

wu, V)= /u?(v;)Ftu?(vg) = /0.128 %% +0.404 %% =
0.42%.,

2.2.3  HARIRE ST AR R B E B w ) IPSE R AETE
AT T o 2 — W RV B G E IE A3 A PR B R 2538
72

1
L 4 0. 1 mes 207 VE R B G2 S w, (m) = —— =
1 000X4/3
0.006% ,
2.2.4 WMIABELZHEGIEOAHEE o, (ROTEE RN

E WY 3 7 © A0 AR IR P T A A Y R R L IR — A R
76 UCIRE o B i R 2 o 38 500 26 B, 0 B R Ak B 8 A
AN I BRI 3.

x3 BZEHFRORNVWELER

Table 3 Results of 6 determinations of vanillin samples

T TER/(pgeg D
1 12.79
2 12.88
3 12.99
4 12.81
5 12.75
6 12.94

o wmm 12.86
s 4 A 22 0.093 0

HH ¢ 3 RIS, B YR AT I 4 A9 A5 o f 2524 0.093 0 pg/gs
S P AH A ol 220
5(C)=5/1/6 =0.038 0 pg/g
u(R)=0.038 0 pg/g.
AFRE o VA 58 BE O
w(R) _0.038 0
C  12.86

25 HHERAWEE «(X)

SR A AR 7 1 R B R, () AT
R BE 0, (V) BB 7 72 A 1R B e, (o)
U e 0 T A A RO T e, (RO 45 T 75 4 RS
S

u, (X)=

u, (R)=

=0.30%,

W ( O+ u*V)+u?(m)+u?(R) =
5.31%740.42%%+0.006 %2 +0.30%% =5.34%

WAL 3 6 WEE SR %R P EHE LR
SN 12.86 pg/g, WEBRHEARH E B w (XD Ny

u(X)=12.86x5.34%=0.69 pg/g.
24 FEFAHEEUX)OWMERE

TREAGHER 9520,k =2, $2 BROEZS 40 A B AT 31 35459
FNF RGN E SR A EFE

UX)=kXu(X)=2X0.69=1.37 pg/g.

T2 RS R 0SB 8 B R 22 B e A B
J91.37 pe/e. MELE R F R R X =(12.86+1.37) pg/e.
k=2,

3 &R

jE it LSE-GC-MS/MS 3 X HH 22 % il v 77 22 /AT 2 B

I 25 S0 YR IR Y R W] R R 2 R A AN

%

E
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S5« P TR AR T R R A — M 3 — B/ B R R A 22 v A 2 R R 8 T

¥4 e 32 LR IR R P A 22 R ARl i —
SI TR A il AL T A R 8 R R A LA Y
O3 s BRORE I R 0 00 O A BT A W b e 22 R
LR AT E N 1.37 pg/ g 5 — 7 B4 RSB A2 B
D) P 2 T 0 S (BT G T S U R A R
VRN i 1005 i 7 o 35 3% ¥k 1A S A0 1 T — g TG AT LA
T A% T 1L 1% 2 X S 100 445 2R 1) 52 6 00 5 00 00 22 o e 149 29 1 1Y
DAY S0 TS 0 T4 R A AN A 22 2 A S A
YA 1 LA B A IS R S A AT LA A O A A R Ak
RO FE .
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