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Preparation and Uncertainty Evaluation on Standard Work-solution of Hexachlorobenzene, Malathion and Sulfotep

WANG Lu, PENG Hui, LUO Ming ( Agro-Enviornmental Protection Institute, Ministry of Agriculture, Agro-Enironmental Quality Super-
vision, Inspection&Testing Center( Tianjin) ,MOA , Tianjin 300191 )

Abstract [ Objective] The aim was to prepare standard work-solution of three pesticides for intermediate checks of GC and evaluate the un-
certainty. [ Method | To meet the requirement of intermediate checks for gas chromatograph, with Hexachlorobenzene, Malathion and Sulfotep
which are the common pesticide varieties during pesticide residues testing as the research objects, using the certified reference materials as raw
material, pesticides standard work-solution was developed by volumetric method. After the homogeneity and stability testing by respectively u-
sing the gas chromatograph with configuring Electron Capture Detector( ECD) , Flame Photometric Detector( FPD) and Flame lonization Detec-
tor(FID) , the concentration of standard work-solution was certified and the uncertainty was evaluated from the aspects of raw material, prepa-
ration, homogeneity and stability. [ Result]The concentration of three kinds of standard work-solution was 0.1 mg/L,10.0 mg/L and 100.0
mg/L respectively, and the expanded relative uncertainty was 2.640% ,1.980% and 2.400% (k =2). [ Conclusion] The results provide ref-

erence for developing intermediate checks of instrument and equipment in Labs.
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e

E&mH RAH X 4E4 %) 5R B (2012BAK25B03-12) ,
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L2 G50, A il 28 R B R R 2505 HEY)
Ji, =20 C R HARAAT WA ({635 4L, Fisher 247 ) , 1E
EEERF (a4l , Fisher 2AF]) o

1.2 &G

1.2.1 SAME3E(ECD) &4, {aiEF: DB-1(30 m x 0. 25
mm x0.25 pm) , HEFE CTEEE 200 °C, #EFE R 1.0 pl, 20 i ik
B3 EE 102 1, KA 1.0 ml/min (B 2EZUS) Kl 25 1B
320 °C , H:FHERET A EEIE R 150 °C {435 2.0 min,6 °C/min
T2 240 CARFE 3. 0 min, B3a47HEA] 20. 0 min,

1.2.2 SA@3E(FPD) 45/, @&+ DB-17 (30 m x 0. 53
mm x 1.0 wm) , FERE CHEE 250 °C, R 1.0 pl, Rk
FE L FEL R 8.0 ml/min (AR MR CR 2 AR it i 80
ml/min, BIAS (7= 4675 <) ik 120 ml/min, 28R 300
C, FEFHERRT BTR IR 150 C 420 min,8 “C/min F} 5
250 CAf4%F 2.0 min, HGZFTFE 16.5 min,

1.2.3 SAEIE(FID) &4, @ik HP-5(30 m x0.32 mm
x0.25 wm) , FERE CEE 200 °C, JEEER 1.0 pl, AN ik
B R 9.0 ml/min(RAEAS) MR (R AER) T 30
ml/min, B (521250 Hitk 300 ml/min, £ 5 2 300
C, HFHRRRT AR 150 CLEFE 0.5 min, 15 °C/min Ff
2 270 CA%4F 1.0 min, SGs7HE 9.5 min,
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A5 ASEFTET il BORAR e MENIAE 7 d NV VRO 5%
PFLARCEIR A T4 1.2.4.7 K 5 BB SClRE, Bk
FHIC3 ASFE G B RE AT E 3 U, X I SE 25 2R A8
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2 ERE5HH
2.1 HEUERSW XS AIRAT F L, 1%
R SO x = X7, 27,/ (moxn) AL J7 22
Q=2 nx(x,—x) HWNFEQ, =3 37, (x; -x,)7,
/V, N
S Bt
AR ER2E 5, = (Q,/V, = Q./V.)/no 1E95% B
YN, F0.05,14.20) =2 31 A F < F (0.05.14.20) S UL B 5 M R
WD 2K, 3 AR T AR SIVE R RTE A
Zr(F2),

V,=m—-1=14,V,=mx (n—-1) =300 F =

R2 RETERBSERIBER

5 INFM iR TRIE T

; 1 2 3 S 1 2 3 1y 1 2 3 S
1 0.099 0.1005 0.1004 0.1003  10.049  10.017  10.044  10.037 98.29 98.56 99.74  98.86
2 0.1000 0.0997 0.097 0.098  10.011 9.951 9.966 9.976  100.56  100.92  101.18  100.89
3 0.095 0.0999 0.099 0.098  10.021 9.983  10.062  10.022 97.52 99.87  100.26  99.22
4 0.0998 0.1000 0.1003  0.1000 9.999 9.972 9.993 9.988 99.24 99.35  101.70  100.10
5 0.095 0.098 0.097  0.099 7 9.978 9.968 9.950 9.965 97.39 98.69 99.96  98.68
6 0.1003 0.1000 0.1004  0.1002 9.961 9.967 9.985 9.971 98.04 99.35 99.78  99.06
7 0.098 0.1001 0.099 0.099  10.024  10.006 9.977  10.002 99.80  100.39  101.83  100.70
8 0.1002  0.1002  0.0999  0.100 1 9.980  10.064  10.072  10.042 98.30  101.05  100.92  100.09
9 0.099 0.1000 0.1003 0.1001  10.028 9.966 9.968 9.987 99.08 99.61 102.48  100.39
10 0.1004 0.1003 0.1001  0.100 3 9.980  10.080 9.975  10.012  101.25 99.35  102.48  101.03
11 0.0998 0.1003 0.098 0.1000  10.011 9.957 9.962 9.977 99.61 97.91 100.14  99.22
12 0.1003  0.1001 0.1000 0.1001  10.056 9.982 9.979  10.006  100.26 98.82  100.01  99.70
13 0.095 0.099 0.097  0.099 7 9.957 9.978  10.041 9.992  100.13 99.35  100.53  100.00
14 0.096 0.098 0.1000  0.099 8 9.972  10.018  10.029  10.006  101.18 101.27  104.05  102.17
15 0.1001 0.1004 0.0994 0.1000  10.008 9.999  10.063  10.023  100.65  100.25  103.53  101.48
0, 0. 000 001 70 0.023 556 13 43.358 191 11
Q, 0. 000 001 77 0. 035 234 67 49. 441 933 33
F 2.05 1.43 1.88
sy /] % 0. 144 0. 130 0. 695
2.2 BREGERST HRoE B T Asthe e R 10. 0 mg/L B945RIE TR T 100. 0 ml i, FAH

B, LA Xl A SBORE IR Ta) , Yl A b v S 7 {1, D0 46
P £, FH 2R 3 1) 0 385 DA A v ) B Y A
P SR ORI AR b, = ST, (v, —0) (5, -
V)/ 20 (x = x)" A by =y = b, >, MIARRBRENR 2 5 (b))
= V2 =b =bx)/ (n=2) ST (x, —x), B MG
RAERAAXI AR HE 22 5, =5 (b,) x 1o 1F 95% BAFEH N,
Loy =3 18,45 by <toossy xs(by)  UEIIRENE R EF. 240
5,3 Bl TR RS SR KA, T 3 2 5+
(%3),

2.3 EEWAHEESH ARl TS ST R H
1.0 ml B 1.0 ml BREEYEE Ny 1 000. 0 mg/T BFRHE
Yy T 100. 0 ml 25 B, AR L 9 77 2 ¢, TE )
10. 0 mg/TARIHE TARRG FH 1.0 ml B HASI 1. 0 ml i

L RE A, BE 0. 1 me/L ARvE T AR ] 10. 0 ml B3
B0 ml S i 25 1 .000. 0 mg/L AYAR HEY) Sov  T
100. 0 ml ZigJiirh, FHAHRLIE I 5E ¢, BC i 100. 0 mg/L A5
HETARH

SIMTRE A o o A el B o AR Y o =
p = Vi/Vy, R o ARHE AR R W (me/L) 5p N i
P JEORE 5 i e (/L) 5 Vi S o 49 o JrUAsH IR AR R
(ml) 3V, bRt TARRBCH AR (ml)

RRAE AR AZAIHT , AN A2 B it R BEOR R T Ao
Py IR JEURH AR TARMOE AR B v R e
IR E B TLANTT T o 8 AT 55 N 5 2R «

u,(w) =

Vi, (p) +u, (V) +u, (V) +u,(H) +u,,(S)’




9346 B A F 2014 £
#3 MAELEREEERKEER
i fi] KIie et A 1] SRR E M
A ARER LR R d INEA LR TR
0 0.099 8 10.067 100. 53 0 0.100 1 9.886 98.76
1 0.099 7 9.980 99.52 1 0.099 6 10.079 102.06
3 0.100 2 10.029 99.73 2 0.100 5 10. 047 102. 06
6 0.100 1 9.923 99.58 4 0.099 9 10.029 99.03
12 0.100 2 10.002 100.43 7 0.100 0 9.958 98.05
b, 0. 000 034 -0. 004 036 0. 024 401 b, 0. 000 003 -0.001 131 -0.222 835
by 0.099 850 10. 017 757 99. 852 232 by 0. 099 989 10. 004 977 100. 971 939
s(b,) 0. 000 018 0. 006 018 0. 056 288 s(b,) 0.000 113 0. 009 260 0.189 975
ss /) % 0.058 0.191 0.179

2.3.1 FRMEMIRIECRI S ARRTE R, ANEIE DR
FNG I BEAREY 4 ) GBW (E)081837 .GBW ( E)081331 I
GBW (E)081353 3 FliEI 5 — A 2 by IR, o e i 14 0
1.000.0 mg/L, P JRAHIGEEE u 4354 9.0.7.0 F19.0 mg/L
(BEHET E=2) AU AKX A EE uw, (p) =
w/1 000k , 43314 0. 450% 0. 350% F1 0. 450% .

2.3.2 bRUEY)FE R BUR TS | A AR HE . SRIET 2
AT B — RSV W AR AR Bl b T B AT I S 10 1K
bR AE R 22 AT 15,10, 0 ml BSWE A +0. 010 ml, $5 45 I 434
BB AN B w, (V) = (AV,,/V,) /03,1 1.0 ml
PO NG P v R BV S M 5 | A BRI 5 B o] 28 A i
EBMAE R AL2,1.0 ml 10,0 ml B WE 50 R
+0.008 ml I £0.050 ml'"™ % = A JE 43 A 0 B X S
SE S, (V,,) = (AV,,/V ) /A6, FERE R BUATRG AR
FART A ANHE A

wy (V) = Vu, (V)2 +u, (V57

2.3.3 bR TAEMRBECHARFS | AT E R . RIET 3 4>
JTH 55— ,100. 0 ml 75 &) 8 AR AR AR B o, B A I E 10

WHIBRIE 224 0. 100 ml, 3250 % 43 A 0 50 JSAH 0 A 1 72
J w,, (Vy,) = (AV,,/Vy) /A3 555 =,100. 0 ml iR A A
20 +0. 100 ml"™ 5 = A1 I 0 A3 e O 0 R E T
(Vo) = (AV, 0/ Vo) /06 555 = R REAS AL AR FR B 520, i 6
TR PERILE (25 +5) °C Y5 Bl P, 2 B R A LA At /N T 9 541
PRBUAEAL, , DR M R T 20 A1 o A RS A A X A
S, (Vyy) = (AT xa) /3,50 o MIEFHIERIE K 250
TNV T AR | A IR A AN B

w, (Vy) = /iy (Vo) +u,, (Vyy)" +u,, (Vs 5)°
2.3.4  BRAET AR SIMERTR E TS ARIANHI G BE . ARl
WIS SIVERS | AT w,, (H) =s,, KR E VD] AR
RHEE u,,(S) =54
2.3.5  BRUETAERRARN A BRI B L 80 4% A i 2
B AR T A A X BB AN 0 L AR A
SERETE SRR XS 2 IR, 7E 95% BAS VLRI,
TSR R E & T k=2, WAIX AR5 2
BE g g5, (@) =k xu, (0)(F4),

x4 ELERTIHEEEE
U (P ) Vv, AV, 1 AV, 2 U ( Vi ) V, AVz,l AVz,z AT ¢ U ( v, ) U ( H) U (S) U (w) Wo. 95761 (‘U)
K ZFK
o ml ml ml % ml ml ml C /C % % % % %
INEAR 0.450 1.0 - +0.008 0.460 100.0  +0.100 =+0.100 5 0.001 36 1.140 0.144 0.058 1.320 2.640
DR 0.350 1.0 - +0.008 0.330 100.0  +0.100 =+0.100 5 0.001 49 0.830 0.130 0.191 0.990 1.980
LA 0.450 10.0 +0.010 +0.050 0.210 100.0  +£0.100 +0.100 5 0.001 49 0.830 0.695 0.179 1.200 2.400

TE NSRRI AR 2 SRR R AR 4 A, PR . (V) ) T (Vo) 43500 A7 B RS AR S (V245

3 g
LSRRI A T AR EC AR S LR AN 22 3 X A X
B AT E R TTER AR . 3 PR 20bRuE AR il 1 72
B R B R, s (E A T 5, BB A 2 A Y
AR X R R TR oK . [RIB ZbR i T AR W] &
SRR AR 24 5% B AGE I A2 56 5 T SR AN AN R A T A A A 4RI
THEARZFE
5% ik
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B, K250.8 mm, B [ €@, AT AR, 4 RIR K 2 25
mm, IR, AR A B B R B 0 B . M2y 13
mm , B €8, NEAR A PRV, A AT SR 3 %
2.1.3  HARWTW, JE R EBRGR, B H AR K 2,50 ~
3.30 mm, (KT OREAEE, il 9 o EAR AR 1.30 ~1.50
mm, 3. 50 ~3.90 mm, fill /i 10 5 224K, 2404 ; A &
ik, JEHRAE R PR, SR A . DR, RTE ., 1
{7 AR (0,2 W O L, Ml R B R R 3 kR
HAME 5 ME R AR
2.1.4 WS, HERHE A 0.88 ~1.06 mm, # % 1.50 ~
1. 66 mm, 208, M AR HUAR K 1.52 ~ 1. 90 mm, B4, 5L
Eo KM Ra A Eaia, &R RS OEh
grte, HESHAR LI, Al A PTG 2, R 3 X, WA 5 Kt
77
2.1.5 ANERAEEST BERL AR 3 mm 2, AL A,
NGERAG L, FE T2 A AT, 55 1 7oA, 55 2 5Ll
. MERHR AR 1,50 mm, Z7ERIE , TR 8 0, A FE K 1. 50
mm, 5505 1A TR, A1, BRI R, i
LR RIS, BRA,
2.1.6 HAREEL, JEXGH H SR, &K 1.60 ~2.00
mm, (RAGE @, fil 14 77, B KE O, BT L0, RKiv4)
AR, e (BT, PR AH , 444 2,50 ~3.70 mm,
2.2 EMHREFEHRERE
2.2.1  FIFHA BT R FHE S8 e, A FE &R
A I EHER BUT I T IA AR . AR BT 2RA E8H BT
SRR KT, B A 0 B 3SR A R R
2.2.2  {EPEMMERHLZY, R REAAMBEE MRS,
HIEAET, FEEBH IR ARG IR AN BB R A L H AL, [A] i)
AT BFIRAA AL A 06 A 5 R A5 A 3 ol 2 AR 32
B SN PRI O
2.2.3 RIS R, TEE dug U E A 2SS AT
A RIS LT M B iR T AL 1,

x1 REGERARBEERES
5 Biadk AW SE T

1 WBH, 50% FHIBEFLIN 1 000 A5, siEGHHE 1 ) + K4
FAREEE BRI 1A 1 000 {5, 2 10% S TR AT BRFL

3#1 2 000 ~3 000 {2

10% Nk HUME  10% SE AL SR SR 2. 5% 1R 44 e L T

1 500 ~2 000 £33

25% =W FT REPE RS 1 000 ~ 1 500 53k, 3% 15%

Mkl R 2L 7 2 000 ~3 000 f5i

4 FARSIR S FF R0 1 000 ~ 1 500 {23, Bl 75 1 000 ~ 1 500
el fHR

2 [AYN%]

3 JUNGR

3 ERMBRERE
AETT T, PR R UL R A A BT AR B A 7

I AR ERE I ARA LR R AT
3.1 EMIFTEREEN
311 WAEFRBENG . IR IR A A AR B T, S T A
17 A R B0 IR AR o/ INBRE A, S 28 A £, S AR A S
%, HEA3 A FAEI A LAYAE LR, A4 HTFRE
7 H LA R ERGE,9 ~10 ARt 7 A E 8 A
AR EIR R S
3.1.2 FATEWRG. I IR R T JE LT R a2
AEAR R AR I BRAR /N A B o5 ol BB, L B B
FIRE R OBEAL, MRk i R B TE . SRR R, S
9,20 AFEAE LA BB R
313 WA O R RS B 2 B A, AL EL)
MBI DB A 32 32 R (0 R AR
BEBE, S Jo 5 0 o s €5, i U1 6 A YT R B o B, —
RO R T 19 Clhkd. 6 ~9 A REAW,7 Al
Bl ey, Jo AR T e, Ao R sl
3.1.4 BUBRN. 2R IEO RS A, EERAEE2~10
AR R R NEI AR B R (0 2 IR, F R T AR e (0 4T
W, AR IR ZEIR 3 ~4 A b Al R AR
THE. 5 ANARE 6 J Na e, IR+, 7 Aha)
Z 8 g e T4
3.1.5 AU, IR IR AR LR R, BN B YRR B
LR AU TEAMHRER A HBER, 1 e 0 A AR >, 4k
BRI 2GR MUK SR8, I T 2 B LB B, RIS A PR BE
T2 48Rt BARERE — R et 2R EE
Fr IR SR R AR A TG e
3.2 EMEEREME
3.2.1 FHEWIR . &F BB 3% ~ 5% 1% 5 A
B RV T TR , 975 T e R 2, S W O A S B R R A T
TR, Bl AT H R RS
3.2.2 ERXFHEREERAYTY . W R AT BT it G B e |
R PR T Ak P R BTOK P TR SRR T E R B A, TR
pred lvak 3 M R 9N | B/ AW 71143 UMD e e 75
(B AC , 2 R I B R A= 6 - 18 B¢
4 Z5iE

Wl % 2247 15 7 FVRIRE , SRS T 2 R 3 L T i X
VRO IR TTA T AR L MU BOAR b L A B AT 0 FH AR
Fofr, Al SRR PRI SR Bl T T b Vil i X el Ak
BE T/ EEME L,
B 30k
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