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Evaluation of uncertainty for the determination of pentachlorophenol in

pork liver by ultra-high performance liquid

chromatography-tandem mass spectrometry
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FEE AL GB 23200.92—2016 HLZ 8 7 ik sH4E & F £ 4
By A G RATNE B T RFER, R AT
RRIFSMNETFLFEERFHEE, SREL T 5
HIF P 2R M A BN 14 pg/kg o, £ 95N ERK
AT RRHALEHD 1.4 pg/ke. ¥ B R A ZE A
3pg/kgh=2), HEELENE SRR HE DN T EL
HAREERVEMN SR EBEOMETFATINTH
EESEWAATTARR KR,
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Abstract: Based on GB 23200.92—2016, the samples were detec-

s W 5 BB R A

ted, and a mathematical model was established. Moreover, each
uncertainty of the whole analysis procedures was analyzed and
quantified. It was found that, when the pentachlorophenol
residue was 14 pg/kg, the extended uncertainty was 3 pg/kg
(k=2) under the 95% confidence interval. The results showed
that the main sources of measurement uncertainties are derived
from the final volume of sample, measurement repeatability,
standard solution preparation, and the calibration fitting.
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o WV SE I [ SN F] & 01 4 (CNACL) X A8 I 5%
6 = I S N BT AR T R L S N R AR T B Y
BRET . H R G Sl R P T B Bk R
Har 0 25 5 AT AN B BE VR E 0 HRGE . EAE A AR A
B OSAIAFAGE Y 5 R R R A AR B A X
R 1 SN R A O A R I 5 R R L IR R K
& GB 23200.92—2016 X 4 JHFBF S R A7 4600 I 2 BB
B R AR o M v R B R T E O vk B 0 A 4
JHF v TGS 5 BE e A R T 4 AR E AT S W TR LA
PR LA AR B O A5 R R 2R O A R
)G 4 L 1) 52 AT AT I A
1L bR 05
1.1 A5 EE
T AR ) T
1% [ Dr. Ehrenstorfer Q}ﬂ ;
L N - B35 200, 78 E MERCK 4 A
T T S IR AR
S22 K Milli-Q B 4l K 5
Oasis MAX [ AH 2 BUAE : 60 mg, 3 mL, 3£ E Waters

B 86.0% ,CAS 2 123333-54-0,
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uplc® H-Class/Xevo® tg-s micro #, 24 [§ Waters /A A ;

PR 514 . SK— 1 B L S IR B A AR ) s

O L CT14D BY, | R B A b e & T
IR

[& AH 28 B L 25 35 & . Visiprep-DL 24 #Y, 3% [E Sigma-
Aldrich 24 7] ;

T 7 I VR - AS3120 B, K T RURR BE U A A
(/NP

4 H 3 E
NEE

MR . XSE205 B, 5 [ Mettler-Toledo /A ] o
1.2 Hik
121 o P Am dE A 25 VR 0 & RS B R S T A
12.59 mg £ 50 mL @A mH T, I BRI E AR
ZV 2 SRR 200 pg/mL i bR HEGE AW, — 18 C LA ik
HERFE 1 mL FAR W RS B 1 mL T 4 B A o %
T 100 mL & &) b, T BEAR B OF 2 A = 20 L i
’Fﬁ'JﬁJZ(’l? Hy 2 pg/mL FRAEP RIE R . 1 mL BARZR

B mL bR P R T 10 mL S8R,

@mm%hﬁ%%ﬁﬂﬁ‘%h&@ 4 200 ng/mL Y
PRUEAE FHW . S W 45 43 0 B I S A il R T 5 32
2mL i, s BTSRRI E R B A
JBE T L MR 1,5,10,20,50 ng/mL BYFRAE R
BV B R OB A £ 335 — o TG T3S S S
1.2.2 BEMECTE KB WA BB 2 ¢ T
10 mL HIBHERRAM B OB A 6 mL 5% = ZHEH)
CINE— /KB B HE 1 min, A H 5 min, 3 000 r/min
B 5 min A FERT -RAESLE T, BOEMW
SRt HIZ 6 mL 506 = Z i LM — K i R A B R I
BB LR GH LIRS,
1.2.3  [EAHZERGSAL BT A5 52 IO IR e A &5 WAL 32
B MAX AT ZE B F . DL 1 TR /s T 0 R O U TR 4T
i gk A AR EORE , FF R . R 5 mL 5% &K
.5 mL HEE 5 mL 206 F R i FY I — 7K 8 R I 0 L 3% 2%
it ALV R R A L S B A ZE RO A T
PL4 mL 4% W P VA U BE .15 mL /E:?'JFVC
BV .40 C7J({%\T REWAE 1 mL, FKE
% 2 mL,RA, B LL0.22 pm HHLE G UE , 4L 2
1.2.4  WAHEATESRM  GREH : Acquity uple BEH Cis i
A E A (2.1 mm X 50 mm X 1.7 pm) s Ji 8l A I 3 .
0.3 mL/min; i sh#H: A(5 mmol/L Z REEER) +B(H
P L 6 3 ¥k I R ¥ . 0.00 ~ 1.00 min, 40% ~ 100% B;
1.00~5.00 min,100% B;5.01~5.50 min, 100% ~40%
B;5.50~9.00 min,40% B4 :35 C;#AEE 10 pl.
1.2.5 JRE&M BT .-ABBIEE T, M8 T
B E: 2.0 KV #E AL K20 Vi 8 7 U

B OF 47 W 45 A0 . MV5 %I, 2 [# Labtech

c

5 min,

EXPAM % : UPLC-MS/MS UE R P A M A B BN T HEEITE

150 °C s HEFLR Wi 460 L/ b JB 3 30 I B < 350 °C 5
B 7 700 S0 B 700 L/hs B SR 4 O X £ R B T

(MRM). {#HSHILFE 1.
x1 ESH

Table 1 Instrumental parameters
S T %F HEfLHE/V 45 AE /e V
264.7>>264.7* 20 6
262.7>>262.7 20 6
266.7>>266.7 20 6
268.7>>268.7 20 6

T PREAEE] 4.12 minsa JyE BT,

1.2.6 AN AR ST 00 2 S A R A
AL,

X = 53%}%?§iﬂix,fmns (D

K.

Xiﬁ:ﬁ'ﬂjﬂ’ﬂ@ﬁ%%%’ﬁmg/kg;

ik 15 HERE W S

?ZU;,ng/mL;

V—H I 5 A B, mL;

m—FE A . g

R—Jmez Ei s, %

S ey —FF i DU A

Fem — BUEAREE T WA F
2 ABHE L VEAN
2.1 ENEXHEERE

R B A Y0 o 5 B A TR o o I T S R
PRl il AU JFE G R AR I T B R R S
25 BRSO [0 A IR 5] B AN B A2 B R A vk
S 2 R AN E BE R TR
22 THEESENEN
2.2.1  ARUEVSR BT 5 ARSI A AT E BE

1) AR A AN B A BE - T8 0 30 b v o g 7 = Dor
Ehrenstorfer 23 @ 4248t . 4l i 4 86.0%0 . A5 i IE 5 45 Hh )
A RAT @ B 2.0% B 514 A s b =3 MK

2.0%

U (p) = =

LA B AN bR ME R B
V3

0.011 55 .

(2) BRUE R PRI T IAHY S 00 G BE AR o R 4 RSP
HHE ) XSE205 B4 73 B KF O 224 0.000 01 g) o AR 45
K@i 43, HARKE L 0~5 g BF i RSP By e R AU IR 22
N =0.05 mg, B S5 Af o BR85S B E

O 05

V3

=0.028 87 mg., PHFRHESFRER AW EL, W&
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P S B 45 28 5 7 A B 0 T S 1 R S O
V2% (0,028 87) % = 0.040 83 mg .
RSB FRIBCT S AR 5 12.59 mg. LA AR 51 A

" s 0.040 83
IR BRUEAR T BN o i) = =5

(3) Ao v 5 4 VB 25 5 R R B A2 3 s o 5 VT A
AF 50 mL A AR A, i JIG 196—2006( F FH B B
B EME AT, HE KA B AZENT0.05 mL =
A, ko= V6 M H 5] A B AR EAR B EE N

.05

ulmp) =

= 0.003 24 ,

(=]

= 0.020 42 mL ; SZ5 % 6 B 3 o [

u (Vm.v) =

J(20£3) C, HEEREFEZ K ZECh 1.18X10° C 1,
55 i BE AR AL B 51 A3 A s & = /3o WIAR HE R E N -
3% 1.18 X 10°%
Y
PRUEAE £ W5 A W A B bR E RS B A B R
u Vi) 2+ u (Vi) 2 = 4/0.020 422 +0.002 044> =
0.020 52 mL . AH XF A5 #E AN B0 8 E R wa Vi) =
u V) 0,020 52
50 50
(4) F M Hp ] T B 5 1A B R B0 5 2
O BWEFI AR E R H JJG 196—2006¢ % H
PR AR E MU AT L A % 1 mL BAARLR R A
ﬁ%ﬁiQ%7mwﬂﬁ@%ﬁﬁMwa):%%z:
0.004 042 mL ;5250 % i B I 2 Bl O (20£3) °C L i B
TG AW MERHE R v« Vi) = w (Vi) =
0.002 044 mL , 1 mL BLFRZR WL & & A BT HE A 0

u (Vi) = = 0.002 044 mL , Ik, EEH

u(V"éﬁl) =

= 0.000 410 4,

5‘7: M(Vnﬁl) = u (Vng(l.v)z +u (V“&l.[) : =
0.004 042* +0.002 044> = 0.004 529 mL, N
Vi
s Vi) = Ym0 604 529,

1
@ FEIMGIA KA E B A 100 mL 5B R
KA AN L0010 mL =M, b = V6 U

. .1
AR AT RRE R TS e 0 (Vo) = ol —

J6
0.040 83 ml ;5256 5 ifk & P g 8 [l Oy (20 £3) CL A i
B a5 & AR E R R : « (Vo) = u (V) =
0.002 044 mL . & B br A B € BEN: u Vi) =
u Vo) " +u (V)7 = 4/0.040 83" +0.002 044° =
0.040 88 mL , A Xf 45 #E KR 8 & JE H: wa Vi) =

uVyo)  0.040 88
100 100

M B B AR HE ] M SO B AR X AR R i E
U rel (VnAu) : +urt‘l (V{r_)) : =

= 0.000 408 8. A I . #5 Ui fiff 5

e (Vi) =

BE 2158 | 2019 4F 9 A | &RS5VH

0.004 529* + 0.000 408 8 = 0.004 547,

(5) s WA R VBE ) 50 B AS 0 8 BE < s o 5 D
TS, PRBR 2 4 (1 mL, A 200 51 A B AR R bR EAS 22
’;‘: uml(V;ﬁz) - u,cl(Vlﬁl ) - 0004 5290 A é& 10 mL ﬁ%
W KA R A2 N +0.020 mLY B= M40 b =46 .
WJJ/H\%@{ZIWR%I /\E/‘J 1:/% (ﬁKﬁfﬁ%fE?ﬂ u (V'#x.v) -
0.020
«/776:0.008 167 mL; SCH6 = I8 & Ik shyg Bl o (20£3) C,
HEEXRI MBI ENEBRATHEE N « (V) =
u (Vi) =0.002 044 mL . B ERIREATHTE RN : u (Vi) =

u (Vi) P +u (Vi) P = 4/0.008 167> +0.002 044° =
0.008 419 mL , *ﬁ Xﬂ' 1:/]? ('ﬂ; Z: ﬁﬁ /THE TE“ j]: Urel (V%#:s) =

u(Vgs)  0.008 419
10 10

TR B R bR oE R R 5O AR T RS U R B O
U (Vo) = e Vigo) > g (Vi) ? =

= 0.000 841 9, A, by v o a] v

0.004 529 4 0.000 841 9 = 0.004 607,
(6) il 7 4 ¥ 00 1 5 A 9 AN Tl o
O BB LIA B R E B A2 A% 0B RS
FEH BT SR A2 7] N TIG 64620064 T #5 K
SE R )RR WS A, ko= V3, B IR ES R U )
B AR 5] A DA R B E B R 2, MBI ARSI A
MoA B A M B R wa (V)
0.046 197 +0.017 32°+0.011 55° +0.008 661° +0.005 774> =
0.051 72,

K2 BRBINNTHEE

Table 2 The uncertainty of locomotive pipette

bR RIVEW /AR W # REA Urel
(ng *+ mL™1) ul B/ uL E/% (V)
1 10 100 +8.0  0.046 190
5 50 100 +3.0  0.017 320
10 100 100 +2.0  0.011 550
20 200 200 +1.5  0.008 661
50 500 1 000 +1.0  0.005 774

@ FEHRIMGI ARSI EE  th JJG 196—2006¢ % Fl 8%
B SR E DA LA % 2 mL KRR KSR AEN
+0.015 mL. 3 B =M MmiHE. b =6 U u (V) =

0.015 uVg)  0.006 125
—2=0.006 125 mLuy (Vi) = = =
NG 2 2

0.003 063, PRItk A HE 28 91 ¥ W IE 1 51 A B89 A0 X A A
T BE O

0.051 727 + 5 0.003 063 = 0.052 17,
(6 s v 4 VR T T R 5 T G FRUAS A R B

U (Vy) = U (V) ? +5u Vi) ?® =
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EXPAM % : UPLC-MS/MS UE R P A M A B BN T HEEITE

e (fopp ) =

U (PP F e ) F g Vi) ' Fug Vi) P Fuwm (Vo) +u (V)P

= 4/0.011 55° 4 0.003 24* 4-0.000 410 4* 4-0.004 547* 4 0.004 607 + 0.052 17*

2.2.2 ARUMEMIZIETIA RN HE L B HE R 5
A v A € — R B B (L0 2 AR A R A AR
U TG AR R A A b AR A b e AR M2 i Il 5 R D A =

= 0.053 92,
5 355.3¢ +284.9(A JUEHEI T, c ¥k BE . ng/mL) , MK R
Hh 0.999 7,0 45 R W 3.

R (2 ~ DI FHF/D R WA LB A Bhs

®3 AEEMMEBRBEUESR

Table 3 Result of determination for pentachlorophenol calibration solution
ci/(ng* mL™1) WAL A ¢ aci+b [A;—Cac; +0)]? (e ,;) 2
1 5 654 0.934 5 640 196 264.6
5 26 094 4.779 27 061 9 35 089 154.3
10 54 885 10.195 53 838 1096 209 49.1
20 104 647 19.557 107 391 7 529 536 5.6
50 270 535 50.765 268 050 6 175 225 1126.6

HES B A2 55 A X A B

s 1 (co—c)°
u(curve) = B P + N + = )
2 (c; —¢) :
i=1
(2)
N
E [A;, — Caci +b) ]°
o i—1
SA) = N2 ) (3)
U (curve) = u (eurve) , 4)
Co
vl el
u (curve) o A il 28 LA 51 A 19 AR N B E
ng/mL;

I e WNEOF RO N 7 g A

SA)— R ZE bR fE L

P—— 0 72 B iV R P R R R A A Al
2 A FATED P=2;

N — 2R 75 o it 2 1) s o V80 VR 1Y T 5 TRH. N =55

a—PrER A R .o =5 355.3;

b B 1l 2k 1 BRBE .0 =284.9;

co— HH BR ME I 200G A5 30 0 B A R T S T AR
BN, co=14.4 ng/mL;
¢ A R A I 2 1 O VG B S R ¢ =
17.2 ng/mL;
55 ¢ A HR TR A TC R BE L ng/mLLs

ey 55 7 Al bR ME iR LG 0 AR T U TR O R
ng/mlL;

Ay R HEVE WA U T AR

$tas bycis Ajs N HAL AR (3). 1 SCA) =
2 290.287 858 SCARL AR (2) .78 uCcurve) =0.359 1, ]
i E M 400G 5L AR AR ASH € BT g0 (curve) =0.024 94,
2.2.3 FREFEGGIAMNEEE ARG PR 5 AR UE R

u,q Ccurve)

Ci

R — R B e iy 2 go FF b B o 0 3 &2 TH IR
— YIRS B T — KOS BINRE S WRE 5 A 51 bR
WA ERE ulng) = ulmy) = 0.040 83 mg , FH X Fx

St RE o, uGng)  0.04083
HEN B REE N e (mpg) = 2000 2000
2.04 X107 ,

2.2.4 WEBEEEIIANAHEE  BUFE — FEERE S

BORETT i 2 S 6 . I BEEE SR A 5 O 14,14, 14,15,
12,13 pg/kg M 14 pg/kg. H U 45 R br i

i](X,—i)z

i=1

ﬁ%?ﬂ S( =
n—1

R T S B A 0+ SR A A AR ey P AT U A R
ARE A EE TR ER T EIE N w (fr) =

=1.095 4 pg/kg. A

S, - .
= 0.774 T(m =2) . H Xt b5 W K B & .
Vm

e (frp) =

ulfiw) 0774 7
X 14
2.2.5 MEhRGE R EBEBIAMAHEE i JJG 10—
2005( % FH B 3 & A A @ LR ) AT %0, 15 mL B 2 B2
M2 A28 0 0.2 mb, B ) 43 A, WA 5t 8 5 5T A

B A B R O

= 0.055 34,

0.2
u(Vyg) = —= = 0.115 5 mL , M X A~

—_— ua;#) :o.1;55
2.2.6  JAsE ST A BN BE bR E A IR 5 A A
FERERE St AT R D 14 pg kg IR (RO 4353
91.2%,89.7%,90.6%,91.4%,88.2%,90.5%, R

90.3%; S(R) = 0. 011 76; w(R) = 0. 004 800;
S(R)

U o] (V#) - - 0.057 750

w,g (R) =0.005 317, Hf uw(R) = s (R) =

%o FH ¢ 04 50 0 8T T 55 1.0 f 25 5 2 5
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F . RIS O AR R AT IR B (n=6), 2 B K
FHL ¢ =0.05, # %43 1, (0.05,5) = 2.571, ikId ¢ =

= 202021, (0.05. 5) KU I 2y RS A

BE 2158 | 2019 4F 9 A | &RS5VH
AN 2 FE
23 BRAMEESTRAMEE

A 25 A ol 2 B O B HEAT AR

Urel —

trd (fepg )5t Ccurve) * +ug mg) * e (Frp) " g Vi) "+ upg (R)?

= 4/0.053 92 4 0.024 94% + (2.04 X 10" ) * 4 0.055 34* 4 0.057 75* 4 0.005 317* = 0.099 78,

HHAB BN 14 pe/kg W, G A ELR : u =
U X ¢ = 0,099 78 X 14 = 1.4 pg/ke . ¥ 95% BIE5HE
FAGHTW =2, WY RAHHEE N : Ulcy) = u X
k=3 pg/kg . B TG AR B A Y I A A E RE R
AHX=(14£3) pug/ke, k=2,

24 FEFRHEESEHE TR

Hi4E CNAS— GLO006: 2019 # 5 0y )5 B3t 54 & A i
FE P4y B R AR TR L 45 R AN SR 4 ion . A 4 AT KR
vt B S A A AR AR ) e T R A VA VR T o 5
TG I AS B A B 53 % BUAS B 5 B 1185 W e

x4 BETMEESERIEITE
Table 4 The relative contribution of uncertainty components
55 Vigs ey i fH PRUEAHE B« (oD 43 B MR BTk / %6
S et 2 TR T T Y02 Tl TR 1 0.053 92 28.08
¢ P TAE &S 14.4 ng/mL 0.359 10 6.01
m R 0 R e 2.00 g 0.040 83 3.87
Srep ) o 1 0.055 34 29.58
\4 R i fie i 72 AR AR TR 2 mL 0.115 50 32.21
R iz 1 i 90.3% 0.004 800 0.27

3 i

W FE xR UPLC-MS/MS 3 I 5 38 i o T S 9 5k
BRI A5 R EAT TR E BEVPE . SRR HE R
T o B AR R B T A R AR o R A S S
TS5 N S ARAE BR T 51BN B B B R A A A i E
JEE 1 AR X SUIR =2 A2 S 90 00, Ay A TN 4 SRS B E B Y £
TR 5 b ol AR AL RRE S B R S BRSNS B
SE BE A3 B AR X BTRR 240 2 1006 s AR [T 5 LA B9 AS i
JEE 19 AH X BTIR B/l AR 0.27 00 TR, AE R gk AR o
R ity ) 8 S 2 T AL P 0 B A O i LD A o
U R A0 R I A i D T R A )
BE o DA i 0 2 25 2R o v 1
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