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Abstract

In order to select a better pretreatment method which can be used to determine the element con-
tent of these three kinds of substances, four elements of Cu, Mn, Ni and Zn in GBW 10047 (gsb-25
carrot), GBW 10020 (gsb-11 citrus leaf) and GBW 07405 (gss-5 soil) were determined by dry ash-
ing, wet digestion and HNOz-HC]-HF microwave digestion respectively. The results showed that the
recovery of dry ashing was 93.2% - 103.18%, RSD was 0.47% - 4.76%; the recovery of wet diges-
tion was 93.13% - 105%, RSD was 0.17% - 4.23%; the recovery of HNO3-HCI-HF microwave diges-
tion was 96% - 105.77%, RSD was 0.03% - 5.18%. The three methods all have good precision, but
compared with the standard value, only HNO3-HCI-HF microwave digestion method is more con-
sistent with the true value. Therefore, HNO3z-HCl-HF microwave digestion method can be used as a
better pretreatment method for the element content of these three substances.
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RERFEHH— PR PRE A E SR R ORI T, SOCRATEREE. B EMEEATHNO;-HCI-HF
B AR =RV, 4 B B FARMEY F GBW 10047 (GSB-258 % ). GBW 10020 (GSB-114H1% ).
GBW 07405 (GSS-513%)F4d(Cu). 4&(Mn). £(Ni). £E(Zn) 4FmRBTIE, DN X=RATaE
HEFREH—MTERAR =R FE LR S BN ERENITAE T E. CRERERA: MBS
B, FEERAGEE R INAR R T B8 93.2%~103.18%, HXIREEIRZETEEN0.47%~4.76%; B IEMR
BRI INAR E R YE 8 93.13%~105%, AR iR Z T8 B8 0.17%~4.23%; HNOs-HCI-HFuk i il
AR E R TG B N96%~105.77%, FX AR ZTEER0.03%~5.18%; 3F T EARIFHETE,
B S5HRAEMEX IS5 R E , R A HNOs-HCl-HFRuE T X R A e e liEE I 5 BEW & .
A& &% 8, HNOs-HCI-HF R VE A AT VERIX =R IR e R & B EUTF I AT A3 7 i

3 40
ICP-OES, TRk, THERWE:, BREMBE, WEYR
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1. 5]

DN, SR ZEN DU e R e TEE IR Z, E A R TIRIGE(AAS), R
HHTEL(AFS)SE, (HIX L7y R AEX L — e R AT IE T4, X ORI s ae N i TAE &, [FIRT
BN T XRE RTINS gL S . 5 RIRTTEA LG, RUBRR A S S TR R S (ICP-OBS)v: B A AR i
A A IR, PUTHiae /g, FErTRm AT 2 0 s/ el A SR, S 2 M T Tl ol
IR SR 1] [2] [3]. AHFRIFABITCE N E 7 iE—FE, ICP-OES /A Hria AR ZEm DL T E &8 i &
RIS R S BT AR R R, AN [E T ER TR SR S E I E S R RN FRR B R . T 4]
2% Fl HNO;-HF-HCIO, {5 A . HNO;-HF-HCIO, T T i« BN 2 B2 T F v R i 0 7R L s v
53 A AR BA AR AE S AN R AR S, SRJE R ICP-OES vl E S A S e = &, 4R R
N B R R R T A R e R KT ) ST T 3R S B T AL R TV . VR FR[5]55i2 H ICP-OES Yt
BRI FE T AR A SR T RO T AR 3 PR AL I 7 VAR AT R S 2 R G R S = E 1
SO o G5 IRARWT, DO AR T SR AR R R T R B AR AT AL BTV XU (6] 55K
FARC IR AR KA AR FR S iR, R ICP-AES iR E i R i & B &, R A sl Ak Ak ab 3t
FE, W5E 1) 4 8 AR bR I 2238 /N T 4%, BIICERAE 97%~104% 2 [0], Je—Fhpluidt . dEff. v 5 R0
WEER T DRI, IR AE I AT AR ER 7R RIS HERAIN E 2 Fh s 3R 1 Ok .

A UAE F AR HEP) I GBW 10047 (GSB-25 #1% ). GBW 10020 (GSB-11 i 4#H). GBW 07405 (GSS-5
EHOMER TN R, RATEIA . B AFER HNOs-HCI-HF SR i = A5k, 43 Hlxfix =
Pl FRARHED) T AR AR (Cu)s FR(Mn). BR(Ni) £F(Zn) 4 FocR TG, 800 e E -5 BAE R0 ELIE ol o
Mr, B FEAS R AT AR ER 7 VR o A e 4 SR UE R ME s, DUBAGRE tH — Bl e fE X =R e & & =%
TFIIHT AL EE 73 . Horb st T E R AR e GBW 07405 (GSS-5 +338) (1 73 4 732 1 DA K Ji5 42 75 2 F i e A

ik
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R T 0 B SR R HOT R I E SR N2 X = SR R A B T A R AT
AT LA J SEAE A il S L3R e AU AR T T I S (R Al

2. R 55%
2.1. LM REIRF

FE Z Y GBW 10047 (GSB-25). GBW 10020 (GSB-11). GBW 07405 (GSS-5) (H i B 2 ¢
HhERIHE bR E SR AT BT, ) AEER(IR A, LigE &R, SR, iREZER); A
FR(IN LR, LisEZGER), M KCEMHZE 18.25 MQ-cm); Cu. Mn. Ni. Zn inEBER(ER A C4E
F AR A G o

2.2, (UERE

Al RO A 5 T R R A (ICP-OES) (Optima8000, PerkinElmer, USA); 1= 4 #r Bk 4ti /K
HL(WP-UP-WF-10, PUJINRFF/RKIIE S HRA ) BT R F(EX124ZH, BEHER( L) A R
AT B ARI(MWD-600, Ei#ETOHTACERA IR A R DBl (SRIX-4-13, KRBT EBR A F);
DB- A5 40 %5 512 5 F R (DB400 * 600, 54 17 HE FERI 2% ).

2.3. BEmALERTSE

2.3.1. FERKE
WERFRIAE S 0.2 ¢ FEHIZE 0.001 o) TR, BM#AMR LARE R, FRREIER, BN 550CHLE
ARG 6 h, FEAENE I VFRE R, IR E AR LN E T ZJE I 2% IR ER v TR fif it

18, JEHBAKERE SOomL RS H, FEIR RS2 A7) [8].

2.3.2. iBEEE

HERRRECRE i 0.2 g (R A 0.001 ) THETEHEH, MIAIRAEER 10 ml JEZ2 2 MATHAE 2 h, RpdH)E
ISR 1 ml FEAMINE 2 SRR 4k 22N, B TH A T0 BB B, ¥4, 4K E %5 % 50 mL
AR, [FIHERE 2 E (9]

2.3.3. HNO;-HCI-HF RUBER%

AEFFREURE M 0.2 g GRS ZE 0.001 @) T34 T (1 ZR DY A £ M B i e P S o AR ATV ok P9 v
NHHER . RSG5 B T AR L, 100°C %4 FHHEAE 0.5 h, BUNTHMEE, FR4H)5H
DGR MER, VAT, FEIE RN 55 )5 BT 00 W AR O P AR S 1 B A5 FR o T S5 RE S RV R S B
KSCHRAT H[ 101K A FIRR 7 FHR BRI E R 7 (G2 1 e B T R TE R ) TE MR 2 & fE B
VH AR, B T R FEERR(120°C), FRr VA A E Th PR A K20 1 mil A L EERR, KV AR A% &2
50 mL AEIEH, FEH 1%MERIEIR GG RE, &I, B L 1% ERIETUE 5 %2 50 ml 25
s, AR, FRMEFESTSE1][12].

24. BT IESH

ICP-OES (23 LES BT EXER TEHEE RS E. WERE. SHERE. JHDR. 50
(A M 7720 BRI E B (IK) « SEIR IS 7] (s) 55 (R 256 5 P A5 o 42 R BE A% ARG IS 5 55 e K,
AR SR UE (i 22 (RSD) e /R R AT AL o 43 BASIAREZS B . bR PR E . FEMmIATR.. HEHtE
28 TAE SRR 2 BT o
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Table 1. Procedures for microwave digestion of samples

= 1. WONIHRIER

P J£77(0.1 MPa) HEE(CC) IhER(W) FHIRET[EI(S) TE I ) (S)
1 5 100 1500 300 60
2 10 140 1500 240 60
3 15 160 1500 120 60
4 25 180 1500 120 180
5 38 195 1500 180 900

Table 2. Working conditions of ICP-OES
7% 2. ICP-OES X B T1E& M

WHBH TAE
SRR (L/min) 0.2
%l B S (L/min) 0.55
Ak S (L/min) 0.55
SERIIZE(W) 1300
BT (Ar) (L/min) 0.75
M5 2 b e
AT P52 RB(IR) 3
FEIRIN i) (s) 35

2.5. HATRSENNE

Sof A I AE (5 23 59 SR FH 3k R A i« 18 30 9220 HNO,-HCI-HF SO i il vk = R 07 Wb AT T e, K mi
b FRLF AR IUAE ity AR 70 BARAETE IR AR IR HE A 0, AR iR TAE %A~ A ICP-OES V&g
FE X ARAEY) i GBW 10047 (GSB-25) GBW 10020 (GSB-11). GBW 07405 (GSS-5) % 41 TAF W (1= %} 25
FIVEBOIEAT I AE ) FRFE 28 22 ) A0 b v LA it R AT P i B A S5 S 80 R S S Rl e R 1 & i

2.6. FEEE XETHE IR

2.6.1. FEREMNE
78 2310 2.3.20 2.3.3 /NI T VAT RE S 34T BT AL R A BIIAARE &, FEAES ARSI AR R, X =
ANSPAT AR PR AR EEIE 3 WK, 1% 3 GE PS8 BRI AR S il e 8, SARAEE AT LL v 5
I AE AR T ARUEAE iR 22 2, RZERE AR T
st [PRAEAE — SEIAE]
kT
() BT SRR X A 4 it 2 (RSD)AEL, 388 I A %o Ao #E ff 22 (RSD)E %o — P iy A 3 77 ¥k ROKS %5 BE dE AT vRAN
[13]o AHXFRUE R 2 (RSD) TS A 20 R

x100% (D

Zin:] X - i)2

RSD = 2x100% =4 1=1 100% @)

X X

1

K, S: WiERZE, %;
X: “FIME, mgke;
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n: W\[U%W\ﬁy yj—'\;
Xi: o 1 IRIEME, mg/kg.

2.6.2. EMHEDE
Tl 2.3.1 2.3.20 2.3.3 /NI T VEXS R S 3 AT A AL FRAS BOMAE i, AR A PAT R, B
MR IE R, 59— D RRIURE RO — & & 24T 70 R bR VA U TR EAth R URE 5 — A% 1E 5 U
SE (AR ELETRFE 0 RIRFEN 0.5~2 52 8], G0 I I [ Wsc e ik = i Ak B 75 v T 96 ot 0 5 A PO A 55 3
ATV [14]0 bR TSR A X T
bR JE IR - A R

RN (%) = e x100% 3)

3. ERE5 9
3.1. ICP-OES &t ERNE R K X AR

TR T RB S EERK, FEERKEMAEL T, NIEFEREROHTE, e hiket
YRR HEFR N 3 L R PIFEITINE, SE0imE. TitEn e, &% Tb. BEEESNY
HTERAVE AR TAE T2k . SR AT IS 2R A REULFE 3. B3 3 Won, FruEdh 2R AH o Ry
7E 0.9999 L L. BTERIE FIIRETEE N, SomikESTOLEYE RIFHAHERR.

Table 3. Analysis wavelength and correlation coefficient of four elements

3. MM T RNSTORKRBXRY

TCER K /mm AR AL
Cu 324.754 0.999969
Mn 257.610 0.999990
Ni 231.603 0.999983
Zn 213.857 0.999952

3.2. FEHEBRCIET S EXH Mt RNELE ROF D

o A5 R 5 2 31 SR FH T30 R A v« 18 3078 A2 R HNO5-HCI-HF AR T At = R i EA T it id it
ICP-OES {284} H FArEY) i GBW 10047 (GSB-25) GBW 10020 (GSB-11). GBW 07405 (GSS-5)iX =1
WFEEATHI(Cu)y FR(Mn). BE(NQ). FE(Zn) 4 Fioo = ME, e g5 R mlaniE 1. & 2 FEl 3 B

W =R E e BCFAME G SR TR ST b, T S SAREE R ZE R GENE 4. &
5. % 6)o MWE 1 HETLAE W, 3 M5 GBW 10047 (GSB-25)RAERE M tH i 4 FhoT R & &I &
1H 5 A A 1w 22 EL /N, FA GBI fE T Cu Te M E R 221N 0.97% . 152 22 28 5 K IR =2 MR VAT ARt
Ni JCR MR, %7956 Ni Te R IR 2 =k 29.85%. X ELix J LR e RN SE R AR ZEZH, Ni TR KW
FE UL =, FTRER IR A2 Ni Jo R & B AR RS, HIBRIH fd e T HOT ar b 2 57 ,  MoT R ai
SEPRTTVEAS Dy 325 g AR RN AR X B, IXAEAS Ni e R & 2 5 5 52 A SR .

Tt A 2R 7 SR 25 SRS AR XS EE IS DR, e ARBe T A2 D00 5 11 225 SR80 7 0 P o i i
J7 NS AV A o 5 AT RE S TIOE VA A U7V e T RE R TE S R B A A B N IEAT I, AN
N, FRMTCEARG 2%, GERITTEANGIR, HEESSAREN,  BAIRET 55 469 Rl ioT 20H
fiE o7 2, TR T AR e S N e 4 .

DOI: 10.12677/hjas.2020.101011 79 b k=


https://doi.org/10.12677/hjas.2020.101011

FiR F

14 e
L1241 1138 1.7 R mn
RN
12 ik ”EIEZ 1099 1084 1067 4935 i % =1
- = 0 E
10 L ] = E: i NE=
g o » = = =
o)) — — ] —
£ = = — —
W 6 — - — =
« — — — —
[ 4.1 — 3.4 — 384 — 4.0 =
4 — — - — —
N 2 A B Bh B B B
2t = = = -
D.67— D.55—] PV= b.61—]
FRUE(E FVERAS W T v TRU T f
Figure 1. Determination results of Cu, Mn, Ni and Zn in GBW 10047
& 1. GBW 10047 & Cu, Mn. Ni, Zn ML ENELER
35 c
L 305 31 u
T 29.69 L Mn
S NN 29.01 T_\ Ni
i N ﬁ Zn
25 |-
18 18.84
—~20 |- 17.96 19.03
2 —
E % == == —
i 15 — — — —
@ = — = =
ol = = = =
- 66 — 645 E 6.38 ; 6.82 —
SN 2 A B AN E A E
11 = 0.95—] 0,89; 1-"%
0 — — RZ— At —

Figure 2. Determination results of Cu, Mn, Ni and Zn in GBW 10020
Bl 2. GBW 10020 # Cu. Mn. Ni, Zn MFTHEMNELER

3.3. NEERGERBEBETMN

KH 23,10 2.3.20 2.3.3 /N7 AR E L1385 = PORE S AT BT AR BRAS B0 IARE RS A sk
BT, X =APAT RN E RN E 3 K, 1% 3 UOE BB R R S e, A
IR S AR BR vl 22 (RSD), 45 FAr Bl 4. £ 5 3 6 FioR.

M 4 AT LLE Y, ARV GBW 10047 (GSB-25) fIAH X b v i 254838 FEL N 0.51%~4.76%, Hirf=
Pl AR 2R 77 200 Min 76 200 52 A S AR IR 22 30/ T 1%, X Ni Je 20 @ AR bR 2= 5 s . % 5
GBW 10020 (GSB-11)Jl 5 fIAH 5 b e ZE EVE N 0.03%~5.18%. 53 4 il () RSD fHAHML, % 5
HOR NI G2 AR AR AE R ZE Ay . AR 6 X B SR E 1Y) i GBW 07405 (GSS-5)+ RSD &
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[ % 3 =N
N zn
1200
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E 800 |-
(o]
£
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1 42567
400 |- —]
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PR TR MR WY (378 PRI ik
Figure 3. Determination results of Cu, Mn, Ni and Zn in GBW 07405
[& 3. GBW 07405 #1 Cu, Mn, Ni. Zn FHtENELER
Table 4. RSD test results of different digestion methods for GBW 10047
< 4. TEIERG =X GBW 10047 B RSD iR I& N ELE R
TLFE Tk FrifEfE (mg/kg) SEPIE (mg/kg) RIER(%) RSD (%)
T 3.98+£0.2 2.93 1.21
Cu PTAEA 41403 3.84+02 6.34 1.90
T 406+0.2 0.97 1.39
Fi% 10.99 + 0.6 9.17 0.66
Mn ik 12.1+£05 10.67 £0.7 11.81 0.88
T 11.38+0.7 5.95 0.51
Fi% 0.55+0.1 17.91 4.76
Ni MTAEN 0.67+0.1 0.47+0.1 29.85 423
(3 0.61£0.1 8.96 3.85
Fix 10.84 + 0.5 3.21 0.89
Zn Wik 11.2+05 10.35+0.8 7.59 1.57
Tk 11.07+0.8 1.16 1.72

e 7 JEREE A E .

ERE, A FRE IR ZIEETE 0.17%~2.79%2 7], #4k FAriE LR RSD {H B RAR T AT A5 -
SRSRYE, X =FATAE T S, R A AR R ZE TS A 0.47%~4.76%: 15 I Al (R AR
FrRUEAR ZETE B 0.17%~4.23%; HNO;-HCI-HF iy 8 ff2: AR X AR i 22 a B 0.03%~5.18%; B Xt
Ni JC 2 I E HIAR S bR e 25 m A m 4h, A Cus Mn. Zn JCRIEAR SHrAEHEIEEAN &, DERE
25 [ RSD 3 A _E7E 5% LAY (B % GBW 10020 (GSB-11)" Ni 7T 2 5% FH AcIst v fift 2= 7 it Jis ) <2 15 RSD
N 5.18%4M) . SEIGEE SRR, 3 ROy BB
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Table 5. RSD test results of different digestion methods for GBW 10020
# 5. TR A3 GBW 10020 89 RSD LG M ELER

TLE ik FriEE{E (mg/kg) SEPIE (mg/kg) RIER(%) RSD (%)
Tk 6.45+0.3 227 0.47
Cu HTAZN 6.6+0.5 6.38+0.1 3.33 3.02
ok 6.82+0.2 3.33 0.03
Tk 29.69+ 1 2.66 1.38
Mn MBIk 305+ 1.5 29.01+0.5 4.89 0.84
Tk 31+1.5 1.64 0.48
Tz 0.95+0.1 13.64 0.98
Ni BI% (1.1) 0.89+0.1 19.10 3.57
ok 1.17+0.1 6.36 5.18
Tk 18841 4.67 1.00
Zn wiE 18+2 17.96 + 1 0.22 1.45
T 19.03+£0.5 5.72 1.88

Ee ‘7 RREIAAHER, 5 ARNEEASEME.

Table 6. RSD test results of different digestion methods for GBW 07405
& 6. TEIEAR T AN GBW 07405 A RSD iR I M E L5 R

TLE Tk FriEE{E (mg/kg) SEPIE (mg/kg) RIER(%) RSD (%)
R7S 142.81+5 0.82 2.32
Cu TS 144+ 6 138936 3.52 0.25
B 147626 251 1.59
BR7S 1357.59 + 60 0.17 2.06
Mn Wik 1360 + 71 1331.20 £ 50 2.12 2.03
o 1361.57 £ 50 0.12 0.97
T 38.44+3 3.90 1.85
Ni M2 40+ 4 37.61+2 5.98 0.17
ok 4025+3 0.63 0.42
Tk 478.23 + 30 3.19 222
Zn Wik 494 + 25 425.67 +30 13.83 0.57
(B8 490.25 £ 30 0.76 2.79

e w7 JRREE A E L .

3.4. NIRRT EX M ELE R ETE RIS

FRAE AR R AR RN, —ROnbR RO INARFE d & B 0.5~2 . RAI=F0A R g 7 20 bR
L A5 R S BEAT T A B BIMARE B, AEC RS R W1 D UL AR AR AR SR I —
R MIARAEVAL, 2 2.4 /DT ACERIIE S FHARE B, R TSR TR RO FR Rl R, 45 R AR
7. K ME 9.
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Table 7. Recovery test results of different digestion methods for GBW 10047
# 7. TEIEMR T AN GBW 10047 MIEIKIR IG5 R

. AJRAE (mg/kg) Ik W52 8 (mg/kg) TR FTUACR (%)
Fik Wik wok  (meke) Fik W ek Fik Wi (701
Cu 3.98 3.84 4.06 5 8.74 8.66 9.23 95.20 96.40 103.40
Mn 10.99 10.67 11.38 15 24.97 24.64 26.03 93.20 93.13 97.67
Ni 0.55 0.47 0.61 1 1.54 1.52 1.57 99.00 105.00 96.00
Zn 10.84 10.35 11.07 15 25.88 24.86 25.98 100.27 96.73 99.40

Table 8. Recovery test results of different digestion methods for GBW 10020
% 8. FEHEMEA AN GBW 10020 HIEIX I LER

. % ZIX’EE{E(IHg/kg) )JD*/]?%ZE ‘J)ﬂﬂﬁiﬁ(mg/kg) 7][] */]? 4&22(%)
JUAR
Tik Wik wye  (mgkg) Tik Wk ek Tk Wik T
Cu 6.45 6.38 6.82 10 16.47 16.25 16.79 100.20 98.70 99.70
Mn 29.69 29.01 31.00 50 81.07 80.79 82.34 102.76 103.56 102.68
Ni 0.95 0.89 1.17 2 2.86 2.77 3.13 95.50 94.00 98.00
Zn 18.84 17.96 19.03 20 39.21 37.93 38.95 101.85 99.85 99.60

Table 9. Recovery test results of different digestion methods for GBW 07405
9. TEIERF AT GBW 07405 BRI L5 R

e AR AE (mg/kg) IR W 5E 18 (mg/kg) TR B KR (%)
Fi: B w  meke) g Res (784 Fik B (793
Cu 142.81 138.93 147.62 150 292.76 289.12 297.55 99.97 100.13 99.95
Mn 1357.59 1331.20 1361.57 1400 2802.14 2745.32 2842.36 103.18 101.01 105.77
Ni 38.44 37.61 40.25 50 87.65 85.78 89.68 98.42 96.34 98.86
Zn 478.23 425.67 490.25 500 989.23 934.27 1009.55 102.20 101.72 103.86

M 7y 3K 8 FIFE 9 R LR M TEKAIE RIS RGN 93.2%~103.18%; i 2\ 7H Al )
IAR RGN 93.13%~105%; HNO;-HCI-HF A3 V8 AR (0 AR [E SR AE 96%~105.77% 2 [7]. Ferf
SR A 08 5 AR AR HE R GBW 07405 MR Mn J6 2 1 INAR BISCRAE KN 105.77%, bR FIUSCRAE f
NI R R T AR X B AR B GBW 10047 JUE 1) Mn Jo &, HINFREICE N 93.13%. 454 R4,
KB, ZAFE AT A3 5 0T DU A 6 2 S HUAS A7 R R OSER

4. &5t

KA TR EIE A HNOs-HCI-HF ol W i = Fi ik, o 5% B R s #EYI i GBW
10047. GBW 10020, GBW 07405 H14{(Cu). 45(Mn). #(Ni). 4¥#(Zn) 4 FocEBHATIE. SEREW: =
Tl T A B v B INAR [l SCRSE A 93.13%~105.77%, AIXHRAEMR ZEJE A 0.03%~5.18%; 45 HFHH, 3
Pl 138 B B I HE R FE SRS %5, (RS AR AEE XS EE 45 5k G, R HNOs-HCI-HF Fis i A2l ik
SR AN AR T N E IS JAEY S . BB AR B R B S R RN W E
SRR FTLAZR G5 HE, HNO,-HCI-HF fe i i vl AF R iX = 28 7o 3 & B0 1 i kb3 7 v
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E&WE

BN ST H (B RS HERI[2018]1147): S BHE 1R H (B RS 2 3#[2017]2510-1); SHHE &

M ETRITTH (B FHS NY 54[2009]3041); 5o/ B THRIT H (B RHS 3CH#[2016]2600)

SE K

(1]
(2]
(3]

(6]
(7]
(8]
(9]
[10]
[11]

[12]
[13]

[14]

RS, WhE, RVLE, 55 ICP-AES /BRI BB R [I]. | ARMEITTEFE, 2010, 17(5): 18-24.

T45, BRZHE, T, 5. ICP-AES 7EHUR SHBERE & b R IR A [J]. BRIRIAER S TFE, 2009, 23(2): 195-198.
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