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Preparation and certification of wheat flour reference material for tenuazonic acid and tentoxin
using isotope dilution- liquid chromatography-tandem mass spectrometry
XIE Ji’an', LIU Bolin', ZHAO Ziwei', YANG Xin®*, ZHANG Lei’,
YANG Dajin*, ZHAO Yunfeng *
(1. Anhui Provincial Center for Disease Control and Prevention, Hefei 230601, China;
2. China National Center for Food Safety Risk Assessment, Beijing 100050, China)

Abstract; Objective A method for the preparation and certification of the reference material of tenuazonic acid ( TeA)
and tentoxin (TEN) in wheat flour was developed. Methods The reference material of TeA and TEN in wheat flour was
prepared from grain which naturally contaminated alternaria toxins, characterizated with national standard regulation.
Results The reference materials of TeA and TEN in wheat flour which contains two values were developed. The reference
materials were approved the second class of National Certified Reference Materials [ GBW (E) 100547 and GBW (E)
100548 ]. Conclusion The reference materials are currently the only National Certified Reference Materials of wheat flour
that naturally contaminate TeA and TEN. The reference materials provides important method ological reference for the

development of matrix reference materials with new mycotoxins in grain in China.
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T R A9 ST = ] S 6 A N {9 D R R
Pl 7E 52 50 = K W3 h v ke HER R AR ok
SEARBREY) ST 12 10 FH T S 50 5 PN A 5 4 i 43
B, Ry R IE S 50 5k I B o R M R 4 T EEAE
RN E AT, BRSE Kk B 5 AR LR bR o 0 I 0 B A
A LR T EE WK w8 E 7 x — 48 E A
ot U HIE AR W) R SRR i, LT 58 2K
FE T DR BT R £ A O 1) S A BR T T
DA 7 P 3 1 A B e TAREDY

A% )8 ( Alternaria) &&= — 2T 2 i T 4%
G (R R A S N S N R I o e e
11 JEE I, A 70 A A AR T T R AR O B A
% 7 & (Alternaria toxins) £s] o L H A A A T A R R
( Tenuazonic acid, TeA ) Fll & 7 2 ( Tentoxin, TEN) V5
Yede MR, TeA F1 TEN EEGFHETAY Tl
NG A 55 A /5 B Rk R b ) IR R /N2 i s
YU BL AR H W R R ORUR A
BARIE T, 2016 4F EFSA TFJE T BR YN TE 7Y 52 4
HEHRRBEETRBENR R RT  EERE TeA
HTEN 985 KU ABEZ 1 2 A4 4L, TeA B H
B R E R 100~1 614 ng/kg-BW, TEN 4 H F- 3
RN 1.6~33.4 ng/kg-BW TeA EE RHE FE
SRR Ry 47 Ay LA S RN e i B L & TEN B
R BRI R R, W F o, IR 5 Y
TEN 1 TeA F 26 A& /N A2 B HAf i, 2016—2018
GHETP SETRERAL /D0 ol = e ok (U 2
R AT WD, 25 R R /N2 S A TeA Fil TEN
()75 G e R A R I 90% , TeA Fe KK {H
it 2 000 pg/kg, TEN fe KA HH 8 F 200 pe/ke.,

H AT, GB 2761—2017( £ 5 % 4 [E bR £ 5
MHEETRRE) RSP e s s Za M
TR E B 4 Y N 2 A R R P A B A
HHERGYRKFHEE T/E A TERTEGFER
T Y RN A2 4 Bk R FH Ak 2 G0 R A o g o LA
PRSI0 235 SR v 1, n ol P B R A o 9 Jo B T LA
FH T 592 50 2 AR I % (A U A v LSk A 2R A
RS VN N 1 R = i W Nt S A B NS S s
e TR A UEAR Y T B PR, A R
— BB h 2R R T R AR MR, DA R
i P A A A 2R W A

A FE LR SR 15 e 18 /N 22 K7 0Ly SRR , il 48 1
INAE RS E /N EE RS (GB 1355—86) [ 5 A i vh 3 3
B BRI LRI By S S AR B A, TeA I TEN
h BRI R BT, DO & Wb sS R R R
3 A B A I 8 bR o | S AT O s Y R o RN BT
Pl

1 HRAEVMREEDH & KIENEE
L1 bR e oM 2 ) 1 2%

ABIEFE R F K SR 5 e A2 B 10 25 75 R 1 /N 22
LRy FEE BT AR I ) G A Wk B KT B /N 22 K A T
Y EE Yy . i R B bR Y R E R T
WIORAT R T — 8 5% B 1 S e E 17 4 HE K T, 3%
AR5 E T EE (25 C) &M T ROBRAE
1.2 bRUEY B E (5 vk
12,1 FZALES A

A R TR 23 BT (Y ( UPLC- Xevo TQ MS)
{4,354 (UPLC HSS T3,2. 1100 mm, 1. 8 pm) , =ik
BE % 1R A1 #8 ( VORTEX Multi Reax ), B+ K P
(XS204) , [ A A B (GX-271) , 7 1 ¥ 1 B 0 L
(Legend Mach 1.6R ), HLB [H 41 2 B #£ ( 200 mg/
6 mL) . 40 22 5 il 15 BR B2 (TeA, C,,H ;NO,, CAS:
610-88-8, 5« [ LGC ), % # & ( TEN, C,,H,N,0,,
CAS:28540-82-1, 9 [® LGC) , 4 32 B 141 F B 1R [ iz
Z MR (7C,-TeA,”C,C,H,NO,,54.3 pg/mL, {& [
Sigma_Aldrich A H] ) , Jb& 7 2 [6) 67 F N Fr ( D,-TEN,
C,,H,,D,N,0,, 99.7%, /il & K Toronto Research
Chemicals 2y #]) , N5 (G ikal) , (G5 40) | i)
R S8 (% al) B K R (Milli-Q)

1.2.2 HER RIS Ek

FREUS. 0 g #F &, A GE B8R A [F 07 2 AR i
W, 25 mL $EHE W[ N - H B 20, 05 mol/L
TR A ANIE (pH 3.0)=45:10:45,V/V/V], &
JiE YR 2 4 B 20 min, 10 000 r/min B> 10 min, /fE
BRI 5. 0 mL A S B IBGR, A 15 mL 8RR — =40
IR (0.05 mol/L,pH 3.0) i Bt )5 4> B8 i+ HLB [
AHAEBURE AL, 5 mL 20% B A Ok 2k, PR IR
FH5 mL HEEAS mL SR BE, & 9 BELIR T 45 C
KB AR ZERET,H 2.0 mL 10 % P BRI E %,
12 000 r/min & 0> 10 min, | % % it LC-MS/MS

ST .
1.2.3 ARSI E
1.2.3.1 f@miksit

{35 FE 2 HSS T3(2. 1x100 mm, 1.8 pm) , i 3h
AHLL 1.0 mmol/L 8RR S E R /KM (A) , BB R
HHUAH(B) , W K 0.2 mL/min, 28 ¥ 86 B UE M.
0~2.0 min,B:5% ;3.0 min,B:75% ;4.0~6.0 min,
B:90% ;7.0~9.0 min,5%,
1.2.3.2 JRiEA&M

HL IS 55 55 7~ I (ESL) |, B 7R, BN i
H-2.4 KV, B FIRIRIE 150 °C, B 136 B . 500 °C,
I ) 0 - 800 L/h, ilf 48 < 3 £ 1 0. 15 mL/min,
Z A AL (MRM) € AR, TeA B T XF 2
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Bom/z 196>139 (FE ) (196> 112,7C,-TeA B F Xt
S8 .m/z 198>141; TEN B T X B 5. m/z 413> 141
(FEH) . 413>271, D,-TEN & T X Z . m/z 416

>141,
1.2. 4  Jafdl
PEPN T F T Ve N T e

JETHE P IEAH C I AR AR W A S 2 5% HCR
25 /N2 M B A ] 03 6 1 AT I A AR A, 2 A
e BE K SE (AN TeA ;100 pg/kg . TEN:20 pg/kg
Ml TeA :200 wg/kg, TEN :40 pg/kg) B HIAR [l i 45
HIFE 100% +5% AN 46 % FEFEHITE 5% VAN .
1.3 BRUEY) BT 34 50 Ve R AR E M L

HRHE JIF 1343-2012 5 #E 4 ot 22 {5 1) 38 FH 5 00
B Gert 2 SR ) B, W A iE 47 35 A1 DAE BY
— bR (BT & RIS A K BIE S Y bR
HEW) T 3k 2 ANV BE IR AR BE K F 432 2 1 000
48 S 2N 50 o, R BEHLINAE 5 s, B B A AL e 48
FE S IR 001,002,003 -1 000 % 5, % I8 bt WL %k
(45 /N BN HES ) 19 17 A a4 T
LS S PEE ST, B AR T PR 6 NP ATAE R AT
LN B S TERFSE

ABIE 5 R 0 A E Tk 2 8¢ T B W A UE ) BT AE
60 C iz i 20 T AR E VRS &0, BE LA 2 > ik
JEIKSFEFESL 45 3 0 (38 30 fy) IR H A EE T
60 CHYMEAR N, 20 AIAESS 0.1.3.5.7 d BRI,
FHT VAN B BF 1 A 4 ) o A AR 400 02 i 2% 40 19
Wik, KR e M5 4R T T I A o ) T TE =
(25 C) MEIRFZMT,R_F 0.1.3.6 Fl 12 4>
H R BN 2 Ak B KRR 4 3 kel
T VA B AT ] B o ) B AE = R A A AR AR B
FaE Pk,
1.4 FRUEY IR G e (H

WS R F 2 K 9250 = WA 18 15K 0 E BT
bR AEY) 5 A 46 22 (8, I3 P 10 KK P25
TS H5BAEME, WG EMETIERHAS — a0
T3 Tl G L BN R 4 A (B R R K
A 2 4%) (/N K bR o) TR L TS R E D
HORE 6 Uk, 2400 6 AN e 45 51, 4 A ful % & /b 4t
24 AN ERCE . DR (A AR T i T R S
JoT 5 ] ] S 1] % 5 (B2 & T TeA F TEN Fr 1
Wy J5T TR 38 PN A 3 VI [ R 4 BB 45 DG B AE A7

2 HBRESW
2.1 FRUEW SRS S T

B 4 A A 7R R A T2 AR R E 1 TR
R4 JIF 1006-1994¢ — AR i 1) B £ AR B ) A1 1SO

Guide 35-Certification of reference materials-General
and statistical principles'"™"' %f 4 [l £ /N4 72 X AL
FMERE A AR A 8 L PG A B B R AR TS G ik
JE TeA FI TEN /A2 R0 AR i M2 BB S B R IR TS
PARHCE TeA FI TEN /A2 KERLAE G A g i e 97 , i
BT AT FE BT SR A B /0N 22 R RERE S O AR T A
ZAF R TeA FI TEN {5 3 ) S4B R WAL

%@E}—»{%}—»{ﬁﬁ}—»{ﬁf}«
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Flow chart for preparation and certification of TeA

and TEN in wheat flour

Figure 1

K 2 Bl INEERP Rk 16 4 26— 52 LU IR & I 45 /N
ZZ M (GB 1355—86) [E 5 b i v 387 3y (CRHL 48 B2 . 4>
i T CQ 20 S, KA <13.5 %) BB R PEAT B H}
AL G0 T, FEAE TR IR ARL TR AT 6 h il & i 5
A FIB Y 2 AN VR BE KT 19 /0N 22 8 b o oA 3R )
TRASTJE RE Al FHER T 48 70 2645 1 000 4%, fily L 25 F
MR B ALRARYY 50 g, NORUE/NE K TeA
FTEN A5 14 5076 A7 ik 6 v ) B2 1, 0 FH L 7
Jo S R X e A S R A T A TR KR i IR
10 KGy, KA J& (A il AB0RE PR 855 5% S 3 ik 55 TG 1 1
FEAE . FTH ZEARRE AR IR (25 °C) 4 N il L IR A7
Ty B B AR E
2.2 BRUEY I E T

SRy Bt DR AR T s 9 400 0 S (L B M R R SR AE oY
)RR TAEM R B RS T /NEN (i
K AN 52 BE SR TR R R RN R RE 3R DU e b o AR
T .
20201 HRIUE AL A ]

T TeA #1 TEN ) Log P (octanol-water) il
7 0. 65 1 1. 46, 205t [ 52 ik B, 2 FH R PR 92 v Fn
BL R 554 BIR A 4R U [ 206 : R £ 0. 05 mol/LL
WML — A A (pH 3.0) = 45:10:45,V/V/V], L5
BRI B B B, SR R E B AR (o = R
A7 4 BT[] 0 16 S0 56, 45 SR o 2 2 A ) 3k E)
60 min B 5K Hf [B] A, A i 4 R (B 3k ) A5 R 9 AH
XPRRE , PRIk TR 3% $2 X 60 min,
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2.2.2  [EMHZFEBAE 1L

AHIEFE R HLB 3FURE 32 7K M 1) N- 2 0 itk i
BEE 1 57 TeA | 25 7K R I N- 2 %5 0t 045 o T 1 2 B P
M CMmHRR G WAL FE R B TEN, 681k 358 2 {4
F TeA 1 TEN BYRCR . LH 45 R Bon, 24 HLB IH
=200 mg [, 25 FRE S AR BHICR K B e K9t 8
TRE .
2.2.3 RO (A5 KRS A AR AL

B TR 7 85 7 RE 40 B TeA FI TEN, 437 3
A FH 21K 0 21 B 2 B0 5 2 W AR 9 . 24 UK
AHDC N B TR R 8 1A W (1.0 mmol/L) Af, pH 2 Xy
8.0,JF HAMLAHZ Bl o FH B, TeA F1 TEN ] 345 51
g 1y R RE A3 B
2.2.4 [AALRANFR TS

1 T A 437 2 A5 2 C,-TeA F1 D,-TEN K [f] fii
PRI i R I 100% , 5 B2 o B 1 [F A7 2 N bR R
WEAT B3 o A, LB A & TR0 2, 7 i
TeA F1 TEN AH [A] B9 AL 8% 55 7F 7, L5 45 R
/R, C,-TeA #1 D,-TEN [F] i % P #5 7E TeA F1 TEN
() MRM 3 & JC B W 64 3% 06 8 IA T 6 A2 R AR A
T4 TeA Fl TEN AYIIE
2.2.5 BB T AON P A

S VAR K 56 7 v I R S RN, A BIF 5T A8
FI 70N 22 3 56 5k v R I ) A A 1 3 T KO0, SR
HLB FE A0 J5 , BE 2% B /N 22 83 B i op R 40 1Y 3k
BT HY, [6 He BE TeA F1 TEN (925 11 /N 22 0 3 5
o Y T3 R 7 R I R AR A A T N 22 BN K,
R 56 AT B /N 22 KA it 56 5 AN 1 S ) i TeA
A1 TEN 1Y [ 2 & M bR C,-TeA F1 D,-TEN % 1% 7
R JOT N, E /N 2 By B i B R B R A TR
BRI R WA W, R F AR AR 2 5 /0
FE AT AL B A 40 A AR T s B 5 4 T BR AR A
FE 5RO R
2.2.6 Kl Uy AL MENE | E B BR A AR [ iR

R A5 3 33 0 15 400, AR AR 5 4 4 T — R B A TR
WRERbR MEV W, 152 3 d ALK, 2R BR,
TeA 1 TEN 45 i i 28 A & R 803 K F 0.999, £ P
i Fl ;TeA:5.0~400 wg/kg; TEN:1.0~80 pg/kg, ifi
ST AR KE Y TeA F TEN 4 % 40 Br 80K,
Shy il F LG A R I SR 3 BB P N A
(TeA: 5.0 mg/kg, TEN: 1.0 pg/kg), F 17 3£ &
20 VK, T A5 B B 5 R R 82. 6% ~ 118. 3% , #
AR E R 228/ F 10% , ¥ VEEE N, ik
ERR/NT 5.0 pg/kg(TeA) Fl 1.0 wg/kg( TEN) ,
PEFHAS & TeA 1 TEN [ /INZZ ¥ o 45 Jox 8 47 Jn g 17
WA B W a2, AE /N Z Ry RS i AR ((TeA

10 pg/kg, TEN: 2.0 pg/kg) . # (TeA: 50 pg/kg,
TEN: 10 pg/kg). & ( TeA: 200 ng/kg, TEN:
40 pg/kg) = AHREE KO BEASINFRFE L 6 AN FAT
BE LGSR TeA 18 =S¥ BE 7K 1 N R [0 1R
98.9% ~104. 6% ,RSD% N 1.5% ~3.8% ; TEN fJ =
ANV B KT B A [B1IBCR R 99. 6% ~103. 7% , K %
FEAH ST FREDR 25 (RSD% ) 1. 4% ~3. 1%, LB 4%
SR TR AR 7 R VA R RORS B AT
2.3 bRUEY B SR I

HRAE JIF 1343-2012 A v 4 5 5 AH A4 38 FH 5 0
Fe et R H ) J s SR ¥ ) R A B RE
PRELITEL(N) >500, T B TCH = 157 MR 7 48
G325 B e /N B B (R S AR B Y 2 ANk B
JKOF45 1000 4% b 1 9y o 38 ) v | e B ML B 3R
FHIBCRE & 4 17 4% B 4SRRI 3 O B B
5.0 g, BEERPIEEAEAS A M 38 50 B A HE — 4% P dih
WL 6 3 K S HEAT S5, B4 5.0 g, B A0 FE i AT
WE 3K, BERER A AEAS NI 3 5) B, 4% ] 4%
PR35 0 PR A 8 50 Y R L PR SR AT G o T, 4
WL A AR S (S, 7)) AL N AE Sl (S,7) 1Y B 3ok A
Wi M EHZ ARG IRE, MR KEF
(F=57/8)/NFgeit o i kK i iy i LA £, A
IR RSN . DS A R KOF TeA Sl
LS FAE N B ) PERICHE L3R 1 FIk 2 BR & F K
U S, 4L m] A 56 I Bl F, s(16,34)=1.95 , H K
KB AL F, os(5,12) = 4. 68, 58143 b 15 2 149 %
A WK TeA BIZHIE] F oy ron sy = 1. 88 Al
N F iinren sy = 3+ 96, 370N T4 137 169 20 6] 1 41
PR AGE 560 1fs (L, I ) 4% ) 0 4% P R (G b 2
P = S <o s <O D T N Tl SR 07 - e <
TeA Fl TEN F 34 5] P A 56 45 J ¥ /I8 F 46 N (1) 2 ]
AL P AG 56 15 S8, UE B ) 45 M 5 A B Y 2 A4
VR KT B 1 ) IO A e R B 5T Y
2.4 PRUEY) R E TEAG IR

FRAE JIF 1343-2012 AR 1 ) 53 5 {F 19 38 FH I 0]
KGeit 2 Ry B AR g dE AT T I e R
FEMRER (60 °C,0.1.3.5.7 d) Fls 8K W5 e v
(25°C,0.1.3.6. 127 H) e R %3, XH
T 2H AR W) S5 A 8 W 1 SF- S S A& I ) 0 R AR
{6, >R FH— JC LML 45 J7 A8 0 47 0 30 K 0 A
BB Bt . Lh o AR A, DLy AR 3R 4 i 8] 2
WEW) B R VE (R (TeA B TEN B9 8 B4 W — 4%
HE& WA RSB,
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F 1 NEBT TeA(H5 A WEKNF) LM AT E5R (pe/kg)
Table 1  Results of between-bottle homogeneity for TeA (A concentration level) in wheat flour ( pg/kg)

S/ T 1 2 3 Wiy s.? S,? F
SAM A01 103.5 92.1 96.3 97.3
SAM A02 98.4 111.7 106. 8 105. 6
SAM A03 99.1 104.2 92.3 98.5
SAM A04 93.8 105.1 98.2 99.0
SAM A0S 107.5 98.1 94.9 100. 2
SAM A06 93.6 98.5 95.1 95.7
SAM A07 97.5 98.1 106. 2 100. 6
SAM A08 87.6 91.8 93.5 91.0
SAM A09 98.8 93.9 97.1 96. 6 51.907 27.584 1.88
SAM A10 92.7 105.1 99.2 99.0
SAM A1l 99.5 92.5 86.3 92.8
SAM A12 102.7 90.9 95.8 96.5
SAM A13 99.2 93.4 90.7 94. 4
SAM Al4 97.9 98.5 93.5 96.6
SAM Al5 97.17 102.2 91.6 97.2
SAM Al6 103.5 101.2 96.2 100. 3
SAM A17 101.5 115.3 106. 9 107.9

MHE 98.2

2 NERP TeA(H5 A WK ) LN P HT S5 2R (ng/ke)
Table 2 Results of within-bottle homogeneity for TeA (A concentration level) in wheat flour (pg/kg)
B/ s 1 2 3 ¥ 5,2 S,? F
SAM _A-1 101.2 100. 8 99.7 100. 6
SAM _A-2 99.8 98.3 99. 4 99.2
SAM_ A-3 97.5 98.1 98.9 98.2
SAM_ A-4 98.2 99.0 97.6 98.6 2.201 0.556 3.96
SAM_ A-5 99.2 100. 2 99.7 99.7
SAM _A-6 100. 5 99.6 98.8 99.6
BIH 99.3

AR R LI B, =y - Bx L2k M b i
Y (=B - B’

%=
: n-2

SR EE s(B,)

S

= " — IS SRR U B, L bR
N z,-:1<xi _x)Z

Wifm2s s BERATEE s(B,) Uy «H, UHE
i B Wk EE K TEN S fl, A ¢ K 50 40 7 2215 A i
BEH n-2(n=15)F P=0.95(95% & {5 X 6] ) 1Y ¢

HWFETF 2. 16, T I8, 1< Ty, ,xs(B,) , BAE
P N SIS T SRR GRS 7 N S v
K 9 25 S R & i B R KT TEN &5 & 78 B E B
[E1N SE RTARE  =  N T OS N LR 95 §
F 1 TeA F1 TEN B9 55 5 78 0 B[R] P 34 T B /)
S Ak e DRI i b HE ) A Sk ) 7E 60 °C LA
W AUE TR 7 d MR (25 °C) & 1F T R A7
12 > H ¥ ae - A7 5208, W 2 b HE ) 5T 55 B 32 i A

3 NERP TEN(SS B WK R25E 1 (S0 /1 309) 46 56 20 A7 45 2R

Table 2 Results of short-term and long-term stabilities for TEN ( B concentration level) in wheat flour

T 5 x y B, By ? s s(By) To.95.0-2 X s(By) a5 R E
60 °C %531 3.2 39.9 —-0.058 40. 063 0.098 5 0.314 0.032 0.069 1 T EER
25 C K 4.4 39.6 —-0. 025 39. 681 0.177 0 0.421 0. 025 0.054 0 PRTE -2

2.5 bnifEW R R R I e T ik | 5 4 )
Tk

[ei) 52 28 A B IOt 3% 325 >R 1 AR 1 TR 2 36 A I Y
HARY 9 M s  izbsic Y5 B bs 9 BA AR 7> 1 45
Fay BRAE PR 5 H be B AR — B, n] RUHR I A6
T Hh 2% o 5 T A0 A R B R 22, R A% T — o
ORI Y DT R BT R EOR AR T

HEST TN E /N2 oy v 20 A2 R 16 TR IR R FD RS BE R Y
[Fi] 457 2R B -V A €20 335 B 5 0 O 3 o X 4 BB 7
i IS [i) | 1 AH 2 BOAE: | VAH 0 335 4% 1 R B 1% A%
FEFTRLON | B Ve A BRI BRI AR el
W% 22 7 AT T O RS AR A A
AT E (& 1Y TeA A1 TEN A5 4 5 ¥ 0 F
o [W] BUN AL 2% K S8 % (LGC) |, P C,-TeA Iy T 7 5]
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Sigma_ Aldrich 2 7], D,-TEN 4 T Hl & K Toronto
Research Chemicals 2 @], %5 M & {5 7] DLW IR = [ bR
B, B R RN T 03RS TeA I
TEN 9 FEARBRAEY) 57, A BIF 5 1 7 19 5 (8 4G 90 7 1%
AR A A 2 o A 2 B 58 5 1% o B e AU S
B4, I ORI ik 9 J B 2 F 5 I R 70 T 9
o T 92 T v A 4 51 SR GRS ) B R AL X A AF
SUHE ST E (A 30 J7 1 R AT T 7 R S IR, B0 IR 2
R, 8 (H R X B AR ) A B ) A
N E B E PR T A O A A e 1 PR T
A B A ] A R S R i R 4 i 4F T
o A S it R PR E T S R A
2.6 bRUEY) UG E RN E LT E

KA JIF 1006-1994 € — b 1 BT £ AR HLIE )
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Table 4 Results submitted for the certification of the TEN (B concentration level) in wheat flour (pg/kg)

SHE 01 02 03 04 05 06 07 08 09 10

1 39.3 37.3 40. 6 41.1 38.4 40.8 37.6 38.6 41.0 39.2
2 38.8 39.6 39.5 39.8 39.3 39.3 37.0 38.4 39.5 40.3
3 39.5 38.9 37.9 39.1 39.2 39.2 38.4 39.2 39.2 38.9
4 39.4 38.2 38.0 39.3 39.8 40.0 39.1 37.3 40. 4 41.2
5 39.7 40. 4 39.0 41.1 39.9 41.2 38.0 38.4 39.8 40.5
6 39.3 40.5 41.6 41.4 39.9 41.5 39.1 37.5 39.1 39.4
7 39.0 39.8 38.5 38.6 40. 1 41.7 38.7 39.0 39.5 40. 6
8 40.0 41.0 39.6 38.0 39.6 40.9 38.5 38.5 42.5 39.5
9 38.8 41.7 39.5 40. 1 39.7 40.9 37.3 37.5 41.7 41.5
10 39.7 41.2 37.0 38.5 40.7 39.5 38.6 38.6 38.9 40.2
11 38.6 39.9 36.6 37.5 40.0 40.5 37.7 37.0 39.8 39.9
12 40. 1 41.5 36.5 38.4 39.3 40.9 37.8 37.9 42.4 40. 4
T 39. 4 40.0 38.7 39.4 39.7 40.5 38.2 38.2 40.3 40. 1
SD 0.48 1.35 1.58 1.30 0.57 0. 85 0. 69 0.70 1.28 0.79
RSD/% 1.22 3.37 4.09 3.30 1.44 2.09 1.80 1.84 3.18 1.97
B (Y) 39

SAREDR 22 (SD) 1.3

BB 4L (p) 10

ST AR 22 (RSD/ % ) 3.2
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Table 5 Certified value and uncertainty of TeA and TEN in wheat flour
A BT oy HIX AN E L/ % PR A E by i
Uy, Uy Uchar Ueal u /(k=2,ng/kg) /(ng/kg)
A TeA 3.26 1.14 2.00 1.59 4.30 9 98
TEN 2.73 1.03 2.21 0.79 3.75 2 19
B TeA 3.40 1.14 1.90 0.78 4.13 17 198
TEN 2.30 0.58 2.09 0. 40 3.20 3 39
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