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Optimization of Digestion Parameters for Heavy Metal in Atmospheric
Particles Using Response Surface Methodology

XING Yan, WANG Shuting, TIAN Weihua, GAO Fei, GUO Jinjun, DOU Beilei
(Shanxi Province Environmental Monitoring Central Station, Xi'an 710054, China)

Abstract: Plackett — Burman method was applied to determine the significant factors affecting the extraction efficiency of
heavy metals in filter particulates, meanwhile, regression model was obtained by using Box — Behnken experimental design
method. Response surface methodology was carried out by Minitab software to obtain the optimal digestion conditions; HNO, —
HF volume ratio of 3. 6:1, constant temperature of 184.8 °C, with 13. 8 min. The maximum predicted concentration of element
Pb in standard filter membrane GBW (E) 080212 was 63.3 pg/L. The relative error between verification test value and
predicted value of regression equation was 0.2% , the relative error between the verification test value and the true values of
standard filter membrane was —0.3% . The predicted value was basically consistent with the average value of the validation test,
and the model could properly reflect the actual situation of the digestion.
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K, THAR T R AR R B AN [F] 2= 2 BOE B rh
HEEREIUCEMELEE AR Hifk£2
HE - B S A A AR PM, s Th B B TR,
QNG T A | B RSO R e | Rk Rl R T 2R Ak
AR R EUR R AR BN A 2R TR
T HERURL K TSP PM, 4 —E 2 57, I, TR
THAR TR AN BE 78 4218 F T ANk, A5 wh 2E
SEFFARARAES X KA AR ) T AR 2R

H A8 19 8 4 W AR ol R
R, T AR E R —E 5, B A
R — DB RN R, EEHEHNRBEZH, i
R B JE 3K, BG4 I &R Z [H] Y
LHAEH

SCE 3 R H Plackett — Burman | fz [fE T3 |
Box — Behnken J% Wi N7 [ £ A6 55 G2 1124 3Tk ik
AT B4R B RS OR ) v 4 JE S Y ) i
PRI AR, OF BT B i i SR U8R IR R
TECRE v A 4 B AR B R A, A TS S TR
SRR IR R A R TR T R TR &R

1 #MREEE

1.1 (URFRAXH

X Series 2 55 B 1K i 5% 42 ( 52 E Thermo
fisher) ; MARS UG I A (3£ 1R CEM) ; AT 20
FL PR ; Andersen /\ZCRAESS (3£ Thermo fish) .

R R BT AR BR L B AR E W BT—GBW (E)
080212 ( H 13 g il B 4 il hO R TAE 5 e 8
PEHIR) 3 @A N 99. 99% ; T PR 71 ¥ M4
el 5 10 FH K AR 4l 7K SR il A5 1 R K

TSIR - SRR TR AV W . e RS L 55. 5 mL fil§
2 % 167. 5 mL B2 T 500 mL 7K Hin A, 7 Ik

MREE1 L,
1.2 NSB|ITIEEE

MRS 50 1/min, 7 HT R 50 1v/min, FAR
FERFE S s, RF 1 150 W, B AL SR &
0.7 L/min, 5B 1.0 L/min, WL &5 6 ~
16 mm, R H i 12. 0 L/min,
1.3 tHmBribE

P RGBT A« DK s Ui 5 FH B s B U0 B A
F Teflon Barr, T 10.0 mL i8R - TRRIES
VR BE DRI, S5 R I, 76 100 °C N E 3 2 h
JE ¥ A0, 10 mL 7K K BE BE AR N BE | IR 4R
30 minfE A E 250 mL, B0 4 B B IR

TR A - IR 8 B TP sk B I B 65 0T 8 T
THARFES, N 10,00 mL fiSfR - $hR1E & IR g
JEE, N5 B T A REAL AR O R He R 1 BRT THR
TR 15 min JEVEHET, F 10 mL ZKREBEpR P BE | e
1242 30 min FEAZE 250 mL, BSOS B I IR E

®1 HEEBER

PR FHL ¢/ min T/°C 1445 1/ min
1 3 90 10
2 3 120 5
3 3 180 3

2 HZR5W®R

2.1 IEPERIERE

iy e AT 1 b 1 22 R R BCHS 27 4 | A 3
T SRR AE , SCEE 43 1) Bl AL At B W] A J5
[ R B LT 4 A5 R MU L 28 B A%
3 R, TEARIE A L B T A O A S5 I A
JERET Pb . Cd, Cu.Zn Fe Al (7 AE, BF 1
B, MEZER WK 2,

R2 BEARENESER

HICFE M E A/ mg- L™

WRES U JEARp
Pb Cd Cu Zn Fe Al

A 0.016 0. 002 0. 030 0. 583 0. 141 0. 031

R B AR T A R LN 0.014 0. 009 0. 024 0.242 0. 137 0. 026
I B 2T Y 0.015 0. 036 0. 057 4. 890 11. 500 0.104

Ak 0.021 0. 003 0.035 0. 691 0. 142 0.035

(CelRlEN BIUR K 0.022 0. 004 0. 022 0.258 0.135 0. 033
DY ES AT 4 0.130 0. 041 0. 053 30. 500 11. 900 0.110
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2 WA, BT AE DR I 4 B U R AN IS A
o, A RV IR AR S B . (BAERE
ffp Rt FR R SR R £ 0 108 R 5 R BRI IR B TR T
HE N RE T XETR R, WO B A DB R AR FE 5
2.2 RAIRIEAHERIERE

210 P35 A T L, Ho A N Fl i P
THAARZR T IS G R P I SO A TS R, Wk 3,

®3 2HEBERTHSUEERFITHER

B P, AR T e R 2 T T R &

TeE Pifti/mg-L-" RSD/%  Y{ti/mg-L~" RSD/%
Ph 0.015 4.1 0.022 2.5
cd 0.003 4.5 0. 006 3.5
Cu 0.028 3.0 0.036 2.3
Zn 0.591 8.4 0.592 3.3
Fe 0. 141 4.9 0. 146 2.8
Al 0.031 7.5 0.033 3.6

BEIRFI, T Ak MR 2R DN 45 R AT PR A
Uf (RSD H2 55 3. 6% . R FAH I fiff AR 2 00 E 45 R
FEBIVERLI, AT RER PR Fi Pt B2 42 i 5w
PO L E AR A S I AN RE S0 TR i, T i
I RN 2H 0 X oy WL 2545 4, T B SRR Bk
T3oh, TR A P K AR S v AR SR TR

[F) s e Ml it BT G | B U B A o i, AR
PEZE  HER R AR, WO A 2RI e 5 Tl
PRIl R AR R A IR R, LR AL A AR AT
Il R TR RO DR T AR AR, JE T
HMIMIR , BEAR T 1G0T 2 e, R, SO i
FH RO T i A 2 Ah 3R SR, R i
2.3 FMMKERIZERRNER

£ 2 SELRESS A LS eSS N RV STRE Y iRe)
— A A] AR, SO B AL A IR e B
B L VEFPRUEY) BT - GBW (E) 080212 R URL YY)
DERRAE: it
2.3.1 WEFEMETEY AR EFL  Plackett
- Burman AR FIBE T2 — B0 P K 1056 317
B AR AR 5 4 P A B L, AT 58 D R R IR
N AT e A L VR ER N VAT
B AR U RO D T A 1 AR T 0 5
R — A, ARG s N =12 T &
PR BIAT I (X)) TH B R (X,) | TH A
FR(X,) BT (X)) SETHEI ] (X, ) I8
BURES 5 (X)) BB E e i B2 (X, ) s 1 U g
B (X)) X, X Xy B RLAR i 5 2 iR 25
& R VR AN K- R S 3 1 Pb T
R IR, Wk 4,

#& 4 Plackett — Burman X5 i% it Rl E &

N X, X, (X)) X, X, (X)) X X, (X)) X, X, Pb/pg- L
1 1 1 -1 1 -1 -1 -1 1 1 1 -1 43.1
2 -1 1 1 1 -1 1 1 -1 1 -1 -1 33.5
3 1 1 -1 1 1 -1 1 -1 -1 -1 1 46.1
4 1 -1 1 -1 -1 -1 1 1 1 -1 1 48.5
5 1 -1 1 1 -1 1 -1 -1 -1 1 1 42.8
6 -1 -1 1 1 1 -1 1 1 -1 1 -1 27.6
7 -1 1 1 -1 1 -1 -1 -1 1 1 1 36.7
8 -1 -1 -1 -1 -1 -1 -1 -1 -1 -1 -1 35.3
9 -1 1 -1 -1 -1 -1 1 1 -1 1 1 33.3
10 -1 -1 -1 1 1 1 -1 1 1 -1 1 33.1
11 1 -1 -1 -1 1 1 1 -1 1 1 -1 39.2
12 1 1 1 -1 1 1 -1 1 -1 -1 -1 45.6
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SRGUT R IR (X)) HE DR (X ) PRSI E R (X ) o e R

WA ZR (X,) SR AE RN E] (X, ) SR RO
TR R (X,) (B IFR] (XS ) R T it e 1]
(X;) JEMEBI RS 15 (X ) B RIR IR B (X, ) &
BRSO, AR RT 85 % Y PR 28 S MR Wi A4
R (X)) THARRIARZR (X,) THARRIARR(X,) (L

VSRR (X)) R TR B (X ) R e it
)X, ) 3 AP R B AT BE R T 90% , X B Al
RIERS AT (b I SIS I S e 1 L A 1]
wit, kS,

%5 Plackett —Burman &t &EEHEENN

= K . ,
-1 1

X, FRUS AR L 1:1 2:1 9.9 0. 002
X, AR R HNO, + HCl HNO, + HF 1.7 0.190
X, WA RY mL 10 20 -1.8 0.175
X, ##E A1)/ min 30 60 -1.2 0.325
X, Wi -1 i ]/ min 3 5 -1.3 0. 260
X, JENRBTRE S 5 = s -0.3 0. 766
X, S BRI B/ °C 200 250 -3.0 0. 051
X, P80 1 R B 8]/ min 5 10 2.5 0.079

2.3.2 RRRRMGKE W NG 7 R ATk
T8 TSR XU A e 7 4 BB SE AL, AR
b IX IR G 07 #2553 ALY R BSOS AR 2 T AR AL 2
Rpts] o MR¥E Plackett — Burman &% 45 5, LIER I
TR L D 3 ek 2 R i iR e (] 3 4 J

5 DR XE B 00 Al A e B TR 3 1 A (7R
AT 1 FIAS A A ) | TE RGN RO v (L, 67 200 B
BARAEL, 0 Fr B TE R AR DA | 22 5 b ol
3 R I AR R R Wk 6,

x6 HEEERKERXEIRITRUER

No HNO, - HF A H fl B AR R ST 7]/ min T AR B2/ °C Pb/pg-L~!
1 1:1 9 140 31.3
2 2:1 12 160 43.9
3 3:1 15 180 61.7
4 4:1 18 200 55.4
5 5:1 21 220 41.9

IR 6 FIHL, Bl 45 DR 3 1 A8 4k i oy i 522 21
ST R HERY A H 24 HNO, - HF {RFR L (il tE R
] B IR IR B 435904 321,15 min 1 180 °C
B, Ph 7 6 d5 ey, e MM i AR T BB TE 3 4 4K
Sz E), I, AEE 3 AL KSR A v 7 v 3 56 )
He i AEE— 2 A
2.4 HFRSEHEII R E KL
2.4.1 Box — Behnken X 3%+ /& FEEYE AL

AR E] 3 > i 2 R A B OB X ), AR R
Box — Behnken HHU8H A5 T R B, R A 3 A
3R 3 K- I b7 T G A X RSO A 0 R i
S EATIRAL B AE 12 A H R A 3 At ik
W, IR Z AUKT, W% 7, iR B
gEL L 8, I RSREG Wi Ji7 i [0 U5, 43 #r &5
M9,
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% 7 Box -Behnken i I8 i% 11 F & &k F 445 R9 ERAAERBEBEZHRE
ES/ G2 AT FHE F P
% symbol :
-1 0 1 R 60. 81 40. 34 0. 000 2
HNO, - HF &1L X, 2:1 3:1 4:1 X, 8. 42 9.332 0.000 1
fA L/ C X, 10 15 20 X, 2.36 3.023 0.012 0
JE R[]/ min X, 160 180 200 X, 0,69 0,779 0.495 5
%8 Box - Behnken i3 i% it &N EHE X, X, -0.66 -0.5411 0.5321
KK X Xy -3.50 -2.377 0.049 5
N X, X, X, Ph/wg- 1. X, X, ~2.63 ~2.0840  0.0814
| ] 1 0 55.4 X -6.79 -5.378 0.002 9
2 -1 0 1 42.2 X -6.67 -6.159 0.003 6
3 -1 -1 0 33.8 bel -6.53 ~4.959 0.003 5
4 0 -1 1 45.6
5 1 0 1 49.7 A1 7 R ) T 22 43 B 235 R e B (] A 7Y
6 0 1 1 47.5 F(P=0.003), KB P=0.095, F FITHA
o I . FREERAF, SRR .35, Jos 51 AT 3 YOt
9 0 0 0 6.5 TR M OE BB R = 0.912 6, 3¢ B 51 00 fE i 7%
10 0 1 -1 53.0 91. 26% UERETH iR ) A ARG O . PR, AT AR A
1 -1 ! 0 39.4 X R B 4 JB U R (AT e 2 SR A T R
SO o 2.4.2 vap @S HENA FIH MINTAB 4
14 —1 0 —1 38.2 AT IRl VAR FE AT 0 B, A5 380 e 7 i D A HC 4 v
15 1 0 -1 57.5 Ao, WK 1,

Ph¥E/ g - L

Po¥ftE/ wg - L7

65
55 t
45 f
35 |
160 .
18 .
@ﬁﬁ&/‘b 200 10 K;;ﬁ\@\'“““

200

4.0 — Ty
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BRI WA L

170 180 190
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18 IR Y [E)/min

E1 mEgmEESLE

Pl 1] I o T o B S i) ol 3 B
WIS M)A S 2 5 B8 o TR IR B e 1 38 B A Y
55, W U A AR B B R 2 A
AT PR R A et OC R | e IR TE
AN, HNO, — HF IRFR . fE R IR H R
i [F0) 5 YR A DA h P (18 B A7 A S 35 AH DG
IR AR X Ph ¥R R fe ok 3, M4 1E
TR IR R I S (8] FE e A 7K O BF, HNO, — HF &
FRICH 2:1 3900 % 3. 6:1 IF, Ph Wk B BER A L 10
O 0 E HE B 5 24 HNO, — HF R FH LE A I
() 7E SR AE AP B e I B2 P 160 FH %2 184.8 <C
B, Ph Ve JBE i TR Y O 2 0% 18 i ;Y PR
HNO, — HF FRF b A0 e I 38 3 7 S KP4
RIS Ph ¥R BEREMAAN K, Fh A5 s e B AT &
WL H 45 BR8] 1 22 B2 MR, HNO, 5 HF /R
Fb AT LA T 7 25 i 2 TR DR | 28 BAE R AN
B T PR I N ] 55 4 R R R HNO, — HF AR
Lo T R T ) A R R R DY, 28 BRI
2.4.3 AR AR Gl E
24 HNO, — HF /KFH 1L 3. 6: 1 fHIR R 184. 8 °C Al
fEJRLAS (] 13. 8 min B, g [B105 7 #2455 Ph (9 T
I RUESE N 63. 3 /L, #50 UAE  EABE () A5 780 T
D B LR 15.8 g DEMELHT B GR L BEARUEY)
Jfi - GBW (E) 080212 ' Ph (bR 1EME Jy (15.9 =
0.8) pe/ik, Mk EZZE 250 mL J5 , Ho R N
63.6 wg/L, 4553 A T U (B 5 A o E 1 AH
XFRZEN -0.5%
2.5 BRILHEMBEHEERERIE
2.5.1 ARAEIEREESAE RIS DAk I R O s

ARV TE BRI AR SRR oR AT GBW (E) 080212
Bt A8 30 TIE 3 55, 75 2 Pb 97 Bk R
63. 4 pe/L, M 72 {E 5 15000 {6 18] /9 AH XT 1% 22 R
0.2% , 5 U8 B B SC B [ A A X ER 250 - 0.3%
SN FRERE B Cd Mn  Zn A5 A5 = 5 R
67.5.283 F11.23 x 10° wg/L, 54 1 4% 5K 8 5 1)
45k 16.9.70.8 F1 307.5 pg; GBW (E)
080212 ' Cd, Mn,Zn B AR HEME 7351 0 (16.9 +
1.0) pg/iK.(70.9 +4.0) pg/ik F1 (311.5 =
11.0) e/ ik, 550 I M8 2 25 5 W B2 4300l R
67.6.284 Fl 1.25 x 10> wg/L;Cd Mn . Zn Il 5 {4
EHRUEL ] A ARRT 22 25 43 HE ol - 0.1% | - 0. 1%
M -1.3%,
2.5.2 SEIRASmire i IbiE RS ol ik
JEHAARIE I Z 55, 2K ] Andersen8 R FE AR 5
HRASOR ) 6 N AR A, 1) S [RDKE %ok FLaE AT 43 2%
KA (5B R PMy g aaaone s PMo g s PMyg o5
PM,, 55. PMy, o PM,, . PM,, & K
PMy s _.43) » 23 I TE 8 GLUEE SN Ph Cd \Mn Zn
FRAEAW, IR ISR UL 10, Pb.Cd Mn Zn FHN
B 010 43 ) 7E 89.8% ~ 112.5% , 90.2% ~
109. 9% 90. 1% ~110.2% 89. 6% ~111.3% , 1.3 10,
2 10 7T M SO TR DA A R 4 S O R AR
PERIAT, B ST A 1T UE 7 R AT EE

3 it

SCEAR IR T A T A S B U 1y v B
ERICRITH M NIk SRR AR L,
TR PR 2R T AR BE 05 IR DR R R AR
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£10  SIRIEREAE RIAREN R
Pb Cd Mn Zn
IS i WEM EE bRE WEM R bRR WEE ECR  dRE DR R
/ng /ng 5k /% /ng /ng 5k /% /ng /ng 3k /% /ng /ng-5k7" /%

PMy ) and above 200 253 92.5 - - - 20 1.5 90.9 300 171 89.6
PM,, s 200 306 91.6 - - - 20 26.7 92.4 300 672 109.5
PM; ¢ ., 200 350 112.5 - - - 40 32.4 107.5 300 428 92.2
PM, ; 5, 200 416 92. 1 - - - 40 41.3 110.2 300 497 93.0
PM;;_,, 500 579  106. 8 5 4.1 91.3 40 72.8 93.1 500 835 105.5
PM, 500 684 89. 8 5 4.1 91.8 40 80.6 108.5 1000 1487 108.4
PM, | g5 500 917 109.8 5 8.2 109.9 100 110. 1 93.9 500 998 111.3
PM s _0.43 500 1068 108.5 5 4.1 90.2 100 132.0 90.1 1000 1231 92.6

T =" RPIRA

e [, JHL % PR 2R T R R AR, TR A4
INER , B#AR TR T3 f2s (I, 32 Plackett —
Burman 21 1€ H 5 1) 8 5 B 4 R B BUBOCR 1) 32
ROV R 2R 32 FH e Ik T 38 125 DR ok AT 2 1% 2 30 Wi g
{8 1 B i) o7 X 388, 32 FH Box — Behnken 15311544
LR R PR 2R 0 U0 I T i B USSR A [l ) A
R JEXHZASE RIS T T 2 8T, DAk T R0
PR K- 45 B e T i 25 144 . HNO,, — HF 1A
3. 6:1 TEIEEE 184. 8 °C THIRNE 13. 8 min,
FREUEE GBW (E)080212 Wt Z Pb 7EfR A1 it
SN AT R KBTI EE R 63. 3 pg/L, JriEik
B E -5 FNE AR ZE N 0. 2% |, 5 UE I B S0 {H
AR ZE N —0.3% , G5 LW Fe R I
PF R, R ICP — MS 320 & U A5 ks 4 b 5 4 )
TS YL IRE S DR R AR 22 8/ M
hf KRS AT R
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