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Simultaneous Determination of Zinc Oxide and 13 Metallic Element Impurities in Calcined Calamine by
ICP-OES

XIE Kai', YANG Yang', XUE Ruzeng', XU Dandan’, ZHENG Gongming’, WANG Ruyi’, LI Zhiping' (1. Dept. of
Pharmacy, Dermatology Hospital of Southern Medical University, Guangzhou 510095, China; 2. Exp ntal
Training Center, Guangdong Food and Drug Vocational College, Guangzhou 510520, China)

ABSTRACT OBIJECTIVE: To establish a method for simultaneous determination of zinc o nd 1 etaﬂlc element impurities
in calcined calamine. METHODS: After microwave digestion of nitric acid and hydr d @ dactively coupled plasma atomic
emission spectrometry (ICP-OES) was used to determine the content f yarg etallic lement in calamine with emssive power of
1 300 W, carrier gas current flow of 15 L/min, aux1hary gas c in, peristaltic pump flow of 0.8 L/min, atomizing
air current flow of 0.8 L/min, atomizer pressure of al observatlon at different wavelengths. RESULTS: The linear

The quantitation limit ranged 0.00 detectlon limits ranged 0.000 2-0.013 2 pg/mL. RSDs of intermediate precision,

range of Al, As, Ba, Ca, Cd, Co, C u, P Zn in calamine were 0.001-4.000 pg/mL (r were 0.999 2-0.999 8).
{ wer than 4% . The recoveries were 86.1%-116.9% (RSDs were 0.9% -3.6% ). RSDs of
T ﬁlan 5% . CONCLUSIONS: The method is simple, accurate, precise, stable, reproducible and

e used for simultaneous determination of zinc oxide and 13 metallic element impurities in calcined calamine.

stability and repeatabilitygte

KEYWORD Inductively coupled plasma atomic emission spectrometry; Calcined calamine; Zinc oxide; Metallic element
impurity
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IKEET YRR AR A, D AE T H A p o
RAHT(Pb) R (Cd) A FREFOE", KYAZy 5|
EANRNESERE , JURERIRL . AN, P H A E
RAEEMg) FR(AD 55(Ca) Bk (Fe) i (Cu) FF R
F AR ICER w5 R i S 2 A R AR DT
TEBUEE A TN, PR . B AT, 2015 4E R [ 2
L) (—358) ACEE R H A BV H A o A 50854
fEAE (ZnO) FES BEINRE , 14 JCX At 4 Jg ot R 2% fE )
ERIFLET, DRI, AN IE2H 24538 R FH e ol A 25 s 1
T 51615 1 (ICP-OES) [R] A 22 48 b 1 v ZnO J%
Al ff1 (As) . 81(Ba) .Ca.Cd. %4 (Co) . (Cr) .Cu.Fe. 7K
(Hg) Mg .5 (Mn) \Pb %5 13 Fh 4 JR U R 24 iy & i, N
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1 w7
1.1 {88

Optima 7000DV % ICP-OES 1¥ ( 2% [® PE % A ) ;
MDS-6 U i 1 A A (g AU AL 2= B A PR A
A s Milli-Q AU 4l 7K 2 45 (3 [ Millipore A H] ) ; XSE
I3 53 Z —HF AT RF- (i -1 Mettler-Toledo A F ) .
1.2 #m5iRHF

B Ak R (R el T A RAE] S
AlAsBaCaCdCoCrCuFeM MnP
Fr v W C U T R
SGB-YYA220011, &I i
{ﬁz(ﬂlﬂlﬁfrﬁ* &

201708271, 201705031 , 201703281 , 201707041 , 201610251) p

:ES 1g/L); Hgﬁ/ﬁ
. 1 BWOS617, Jii v J -
el LAy o at, K
%>182MQ -cm).

2 FEELER

2.1 ICP-OES £1#

KT 1300 W3 2833 2« 15 L/min; fi BI <
Wi 0.1 L/min; ¥ 5 %3 . 0.8 L/min; 54L& : 0.8
L/min; 2516 28 77 : 315 kPa; W8 7 =L il [ R B 5 #6000
K 2 369.232 nm (Al) | 197.185 nm (As) . 233.527 nm
(Ba) . 315.887 nm (Ca) . 226.502 nm (Cd) . 228.616 nm
(Co) .267.716 nm (Cr) . 327.413 nm (Cu) . 238.204 nm
(Fe) . 254.605 nm (Hg) ., 285.213 nm (Mg) . 257.610 nm
(Mn) .220.353 nm(Pb) .206.433 nm(Zn) .,

22 BEHEHIE

2.2.1 ARUEFSR ORSEEECL27I0 MRS IREROE R
T 5% TiFf IR 45 W 2R A7 12 O R, A iU R 20 9l A

0.005. 0.010, 0.020. 0.040. 0.080. 0.200. 0.600. 1.000 .
2.000,4.000 pg/mL i R IR SR UEVE IR . K% &
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“1.27 00N Heg brfE i i, FH 5 % il BRI Wi B, 15 BT i
e E 439924 0.001.,0.01,0.1.1.2.3 .4 .5 ng/mL [ %41 Hg
FRUETE IR R T BEAI Hg FEAIN H 7 A (142 3500, 7 B
ok i i R R AR TR )

2.2.2 MEXSER K EPRBURY H AR KRR L g,
BT RV O e, in 6 mLASERFI 1 mL 2R
R B, U H EA TR T R O AR P IR 1) 6
TH A SEER G 7E 110 °C R IFAGEERR 120 min, 7774 £ J5 X
W BRI R RS 2 25 mL B, FUKGE 28, T
FEAS A BICR AR & i BRI 1.0 mL FKE
252 50 mL, I Zn 1 75

®1 MEHEBER

Tab 1 Microwave digestion program

ba J£ 77, MPa it 1], min UIERY

1 03 3 400

2 0.6 3 600

3 10 2 800

4 15 2 600

5 20 5 400
223 AEPIXIREW  WUED OB R G, AR TR
“2.2.27 TR 5 NN 6 mL AR -+ FF AR AR T A
25 0 BRIV

2.3 EMXREER

ﬁ%ﬁﬂi“zzr’frﬂf% g’**@ Q}Ig
%

ﬁt{ﬁ{ﬁ{ﬁgkm Fie” HEFEDIZE

O SRR L R (x, ug/mL ) i

ﬁ m)jﬂﬂd:ﬁ# T R [
W2,

F2 MAPAFRE LECESEER QMR
Tab 2 Regression equation, linear range and quanti-
tation limit, detection limit

[EbES Il )i GBI ol v R pg/ml R, pg/mL
Al y=6011327x—97459.0 0.200~4.000 0993 0.044 0 00132
As y=5 84472 0.010~0.200 09992 0.0270 0.008 1
Ba =300 125x—52.9 0.010~0.200 0996 0.0017 0.000°5
Ca y=204231x—4 5805 0.200~4.000 09994 00277 0.008 3
Cd y=085707x—3 502.4 0.010~0200  0.997 0.0077 0.0023
Co y=173202x=382.1 0.010~0.200 09994 0.0013 0.0004
Cr y=256T75x—14304 0.010~0.200 09998 0.0053 0.0016
Cu y=19925x+552.4 0.200~1.000 09992 00187 0.005 6
Fe y=1054230x—1002534  0.040~1.000 09992 0.0040 0.0012
Hg y=48T12x—22534 0.001~0.005 09992 0.0033 0.0010
Mg y=984 556x+5023.7 0.080~2.000 0995 0.0083 0.002'5
Mn y=20 147x+2 043.8 0.040~1.000 09996 0.0027 0.0008
Pb y=586792x—3 542.6 0.010~0.200 09994 0.0007 0.0002
In y=41280x+532.8 0.200~4.000 09995 0.0093 0.0028

24 TEERSHENRELER

Be2.2.37 W R 25 I B WRGE &, 2.7 IR
ICP-OES 25 A4 8L UEREIN 2 11 UK, i s i BB 3
AR E R 22 , 43 I LA 10 R5 3 A5 b o M 2 % 1oL 114 45 5
W T2 o v AR Ry R RSB, 25 SR L3 2,

FPEZG 2018455 294555 163



2.5 HEEEEIRK

1 2 24430 B35 BIAEAS ] H IS S8 R BUB  H A k)
AL (M5 201708271 ) 3@ &, #5“2.2.27 Wi | I7 vkl %
M S A T L 4% 6 4y, FEH%“2.17 T F ICP-OES 4416 A
A AR 2 ERR I A2 0 S AR R N (. 255, AL
As.Ba.Ca,Cd.Co.Cr.Cu.Fe Hg.Mg.Mn Pb.Zn{¢#%
Wi W AEL 9 RSD 4 1.2% ~3.6% (n=6) , F B A Jy i rp ]
b % P R AT
2.6 FREMIXIE

H2.2.27 W0 i A T (iS5 201708271 id
S FERTHEO0.2.4.6.12.24 h B #2171
ICP-OES £/ S FEMN 22 , i s A AR N . 455, Al
As.Ba.Ca.Cd.Co.Cr.Cu.Fe Hg.Mg.Mn Pb.Zn %%
i 1% (B F) RSD 4 1.9% ~3.3% (n=6) , & Wizt i I Wk

&3 EEKRRGELE

TEZE T TS 24 h N EAFAE .
2.7 BEEMHIAE

1% FRIBUBEY B A M R R 5 (FiE5-: 201708271) 38
L FE2.2.27 WUT Jy v A A S A R, 2R 6 0, PR
“2.1750 T ICP-OES Z5 AR E , 10 SRAX AR DR . &5
Al As . Ba.Ca,Cd.Co.Cr.Cu.Fe ,Hg .Mg.Mn.Pb,
Zn L ER R AE A RSD 49 2.0% ~3.5% (n=6) , I A )7

LEEMERL
2.8 EEEYERIRIE
BB B0 & R B B A R KRR (LS

201708271)3E 5, 3L 9 5% . AR AE b 25 i e BE [
T I T R bR MEVA IR, 452 2.2.27 T T 7 1 1 A Ak 7%
W 2.1 1CP-OES A PHIEREN 2 3 % (X
REIFHFFEIAR FICR, 25 I 3.

ER(n=9)

Tab 3 Results of recovery tests(rn=9)

/R S P
% Ak g e L THRREIE G RSD%
Al 250 781.14 780.09 718.56 101.9 101.5 100.9 100.8 1.5
500 1020.80 1027.37 1 053.00 98.9 100.2 105.3
750 1271.85 1278.03 126927 994 100.2 99.1
As 60 14328 14744 144.53 95.5 102.4 97.6 08.4 20
80 162.67 163.62 170.96 959 97.0 106.2
100 189.70 180.41 178.55 103.7 944 92.6 m
Ba 10 30.53 29.36 2878 1145 102.9 97.1 O 2
20 39.29 40.64 39.25 101.1 107.8 100.9 G
40 60.25 59.30 59.71 103.0 100.6 0;@ |
Ca 500 1491.24 142329 143431 108.5 \ a 100.2 34
1000 1809.83 2026.75 2087.27 w 1138
1500 249778 2385.34 2 m 5.8 04.1
Cd 10 3340 32 09 3 4 933 9.7 99.9 14
40.90 4. 90.7 103.6 106.4
40 - a 60.88 63.25 105.6 953 101.2
Co \ﬂ 6.39 6.36 100.8 1032 101.8 102.7 09
848 8.46 8.37 103.8 1033 101.2
1257 12.64 1253 103.1 104.0 102.6
Cr ‘ 21417 2497 24.58 934 1015 975 98.5 1.8
20 473 34.82 34.87 99.5 100.0 100.2
30 4.1 4388 423 99.7 96.9 9.0
Cu 25 7887 7131 7578 109.3 103.1 96.9 101.8 33
1.000 51.55 50 104.52 100.46 104.59 105.9 97.8 106.1
1.000 51.55 100 154.58 149.00 14849 103.0 975 96.9
Fe 1.000 838.32 400 1280.23 1220.70 122593 1105 95.6 96.9 99.3 21
1.000 838.32 800 1625.55 1623.85 162747 98.4 98.2 98.6
1.000 838.32 1200 2079.08 1996.17 1986.79 103.4 96.5 95.7
Hg 1.000 384 2 6.13 5.90 572 114.6 102.9 94.1 102.9 12
1.000 384 4 7.69 8.00 8.04 96.1 105.4 104.9
1.000 384 6 10.04 10.55 945 1033 11.7 934
Mg 1.000 221243 1000 3316.05 3255.15 323971 104.4 98.3 96.7 101.6 36
1.000 207243 2000 4236.98 445333 4401.60 93.2 109.0 106.5
1.000 207043 3000 5389.88 521426 5261.53 103.9 98.1 99.6
Mn 1.000 210.55 100 316.08 313.66 307.44 105.5 103.1 96.9 101.9 20
1.000 210.55 200 402.34 42697 0287 959 108.2 106.2
1.000 210.55 300 520.76 505.23 510.13 103.4 98.2 99.9
Pb 1.000 119.23 50 177.69 170.92 167.54 1169 103.4 96.6 104.3 1.5
1.000 119.23 100 21485 228.00 225.81 95.6 108.8 106.6
1.000 119.23 150 274.61 27115 278.46 103.6 1013 106.2
Zn 1.000 468 412.00 200 000 6818.33 6850.97 661728 106.7 108.3 96.7 102.0 23
1.000 468 412.00 400 000 851044 883149 8 844.65 95.7 103.7 104.0
1.000 468 412.00 600 000 10 897.81 10 563.60 10 756.76 103.6 9.0 1012
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2.9 it AL

29.1 KGR EHE KF BB N (S
201707041 ) i & , #% “2.2.27 W F J7 1k i £ A3k i 7
W, PR “2.17 TR ICP-OES 4514 (43 51 15 B & 5 T %
1200, 1 300,1 400 W)HEREIAE , 10 s A0 i o {5 3
IHREHEPEILE S, 454, Al As . Ba.Ca.Cd . Co.Cr,
Cu.Fe Hg .Mg.Mn Pb.Zn & & V-4 {EH 435 4 511.80
84.30, 18.27, 936.32, 21.75. 4.44, 1391, 48.80, 823.82,
3.92.2 246.94.,207.29.119.52 . 474 868.25 ng/g, RSD W
1.3% ~3.9% , R K G oy 2 A — e B AR AL, A%
Ty nieii A2 e K i T R4

292 HWAWMEFLE MHEMRBEER (S
201707041 )35 £ , #¢ “2.2.27 T J7 32 ) 48 A3 o V5 R

P 421750 ICP-OES 444 (43 5l BRI =N 14,
15,16 L/min) PEREINRE , 0 sS04 i I (B I TR i o
KoL EREGE, 45489, Al As.Ba.Ca.Cd.Co.Cr.Cu.Fe,
Hg.Mg.Mn ,Pb.Zn 7% & F ¥ {H 43 5~ 527.15.86.83
18.22.954.41.22.40.4.51.14.33.50.27 .838.53 ,4.04
2 284.35.213.50 . 120.11 ,475 325.08 ng/g, RSD H 2.2% ~
4.3% LW R3S R — e R R AR AR ARy TR
T X6 BRI R4
2.10 HmEENE

HU5 AT b 4538 1, A0 94 2.2, 27 30T Jr il 5 4k
IR, R 2,17 35 R ICP-OES £ HEREN &2 | AT
DU5E 3K, 1O AR i B (B3 TSR b R ZnO 4% o0 &K
TR, AR R 4 5,

x4 HERPInEENER IO EBHEELER (n=15)

Tab 4 Content determination of Zn and conversion into content of ZnO(n=15)

o e o
it 201708271 201705031 201703281 201707041 201610251 I
Zn,ng/g 47424161 476 553.23 473 244.32 480 037.47 477 636.90 476 34271
ZnO,ng/g 608 905.58 611 873.60 607 625.10 616 347.21 613 264.98 611 603.29
ZnO H A, % 60.89 61.19 60.76 61.63 61.33 61.16
x5 HMPEEERLEXFMESENELER (n=15,ng/g)

Tab5 Content determination of impurity elements in samples(n=15,ng/g)
e T N ,
RiE 201708271 201705031 201703281 201707041 201610251 ﬁﬁjﬁ (‘ A%
Al 518.86 525.36 520.44 519.01 527.54 224 NS 00522
As 86.34 85.87 86.03 85.63 2 c 608 0.008 6
Ba 18.55 19.36 18.88 18.43 17\ Sa. 18.64 0.0019
Ca 947.56 953.20 974.06 941. 1.1 955.43 0.095 5
cd 2230 21.98 22.46 \K?a 22.08 22.19 0.0022
Co 459 446 462 4%0 449 453 0.000 5
Cr 14.08 1385 o e 14.72 14.65 14.20 0.001 4
Cu 48.58 0 (\ 56 4836 52.13 49.80 0.0050
Fe 840.63 9 \ 841.52 839.78 841.27 840.63 0.084 1
Hg 97 3.92 3.94 4.06 4.00 0.000 4
Mg ® 229724 2280.90 2283.89 2277.65 2292.79 02293
Mn 212.03 210.87 210.98 212.56 211.52 0.0212
Pb 121.83 122.02 121.67 121.94 121.96 0.0122
3 Tt MR A iy 9 FEAR 4 BT 4 A R A T B A BB RS AR B 0

FE 5 I i ICP-OES 72 2 BT Ab B 1) G EE 8, Ry
TAEAE S E AT AR B T R R Sl R R RS IR, I T AR A
FE R R AN A A s BR A — A AL B, 1)
FEERIR Wile AR M AR . HIERBY A
JEURLZE B FK BE W S RE R TR B A 1, M LA
43 B, A0 7 7 A o B o A SRR L H 2
TR RRE S IR A AORERR SR . E AL RE S 2%, 3 1 S
A ) 2 R DO AR R S DT 3 5 ek O 28 X6 T A s ol
THE . H AR B 5 HLAT SR J 1l T ICP-OES
ISP A A5 B AR T A B R, R Tk S SR A A
R 1 2 P A2 BT o, DR G 91 A5 A0 A T 5 e [
g, KA Re M sk BA 1Y S BRI K 8 4.

ICP-OES Ml % #4243 Yo A5 15 B 1) 7 e AR, v] 43 A %k
i) FRAZ ] P AOREE 2, PIRPIEE ) AS B bt 7
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SELERL . — S Gl SR A A SRR A AR R A Bk
B R A E S RS T AR AT
ARy, RO RS A TP R 18 A W S A A
Xof 7 B AR B0 AR AR A o AR LR R AR
KIGHTIX PSR G 55, SRR ARG, 1B i T4k
B T RME KRR RIS LR R, R = TN E
BT EAR ST 2 TR A3 O R R PR o BB 4 A
Wt R ESHERITRY ™, BT AR ST 2
YA PSR A R AR A R OU R L5 A 5 R
P REBEERE PR BOE A

7 2015 4 R e [ 25 8 v o G 1 ) 1928
T2 R A ek T35, 1 25 ZnO WA A2z 24 fbli
BT 3. BT A 2RO 32 ZnO, A I [
25 ZnO —FEX R] SR F 2 — e VU 2,12 — 44 (EDTA-Na,)
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BT TEE ZnO M 7Y 25 ZnO R T 2R
RS ZnO 1 5 i OR/NT 99.0% ), i 75 1 L 87k
Rkl v R A 2R, B A AR A
AR, BT DAY H A (R S 0 B 2+ 25 ] ZnO . ™
5 B4 Jo R 4 T AR UE 2 48 4 R AT, BR T A AR
JBEPH A R A SURSY ZnO S Rikbs , 4 B e &
R AR B, 2 As Pb . Cr Hg 5 H 4 @ e &
() BEEAR AT RE 25 | & B RN 5 b4, Ca Cu Fe .\Mn
4 IR ou R AT RE 5 &y 3R rh i At o & AR AR 2 I
N, LTS A EA R SR KA, SRR,
IERT UL, B4 st B 42 il g Ha & Jm ou 2R 4

P B SCPRE L. T ICP-OES /f/mwjﬁz@%%
FE AR EAEIE ZnO 1 & &, NI Tk Zn (1)
ORI N Zn0 B G . AWFSE 4G %%%Hﬂ BALFE S
ZnO SR F]60% LL |, #4545 2015 4E J b [ 24
M) ZnO & & A/ F 56 % B R E", [AlH, Ba,Ca . Fe,
Pb % 4 B LR T A & e AT S AR, FR I
A, A SR BB A R B A AR TR Mg
Ca.Fe AIFFEEHMICE, MEEKSWESLSEIT
R ELHPb, XEH T AR SRS £ T
HYRERT R A B4 , HLZE 80 19 Zn F 9% Mg . Ca Fe
ALFIPb Z 0 2 T B, IR 80X LR & B o R 2
MBS I AFI 25 b, b e mT D B = 20 T e, BRI
RIS, AR P Al 75 X SR AR JEURH A R A T e N
PR AR

AT R F ICP-OES ¥ % By H A H ZnO 2 13 F

L JEICR AT AE , AT A2 B R B ﬁﬁ
T REAE R B A iﬁﬁlﬂﬁ{ﬂlmﬁﬂF‘zﬁF’\E
g E A By H A ) i
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