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Determination of 46 elements in Osmanthus fragrans by
microwave digestion with ICP-OES/ICP-MS
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WE:AZZRA L REBEFH TR ALH L # (ICP-OES)/
W RAABSF BT R (ICP-MS) | 2 & 46+ 46 4 T % 8
Fik. HH®R%Z HNO,—H, O, # 3 3% i )5 . & ICP-OES 7
ZH P Na, Mg, Al P.S.K.Ca #= Fe,ICP-MS a| & # 7 &
Ag.As.Ba,Cd,Co,.Cr,Cs,Cu,Hg.Li,Mn,Mo,Ni,Pb,Rb,
Se.Sn.Sr.Th.Ti.Tl.V.Zn #= 15 ##H £ T %£. £ R AW,
ICP-OES # # Ft 24 0.68 ~ 18.10 pg/L, ICP-MS # i 1% %
0.001~0.093 pg/L., 7 k4 % E (RSD) A 0.84%5 ~8.42%,
Bk A 87.2 ~113.6% . B R AR R M R E KA T
[GBWO07603 (GSV-2) g m s R 5 A XM A K — %, #
HMELEREANBETFE S IHBMIALE. LT ZE
10 mg/kgiA Le9 A 13 # ., MEHAETF L ERGUA AT
% Na.Mg.P.S.K.Ca.Fe e Zn. m A& S8 G A B AL
A ALNi.Bafo Pb, %7 ik LA Heik  #8 Of 5 548 &,
RATFAHEF % HTEGR RN,

K47 A2 76 ; ICP-OES; ICP-MS; # % 7T % ; # k 0h i
Abstract; Objective To established a method to determine 46
elements in Osmanthus fragrans by inductively coupled plasma
optical emission spectrometry (ICP-OES) and inductively coupled
plasma-mass spectrometry (ICP-MS). Methods HNO; — H, O, was
used to decompose Osmanthus fragrans with microwave digestion.
ICP-OES was applied to determine the elements of Na, Mg, Al, P,
S, K, Ca and Fe, the others (Ag, As, Ba, Cd, Co, Cr, Cs, Cu,
Hg. Li. Mn, Mo, Ni, Pb, Rb, Se, Sn, Sr, Th, Ti, Tl, V, Zn and
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15 kinds of rare earth elements) were determined by ICP-MS,
Results Determination limits of ICP-OES were in the range of 0.68~
18.10 pg/L while ICP-MS were in the range of 0.001~0.093 pg/L.
The relative standard deviations ( RSDs) were in the range of
0.84% ~8.42% , and the recoveries of 46 trace elements were in the
range of 87.2%~113.6%. The proposed method was applied in the
analysis of reference material bush branch and leaf [ GBW07603
(GSV-2)], giving results in consistency with the certified values.
The analytical results showed that large amounts of elements were
embodied in Osmanthus fragrans. There were 13 kinds of elements
with their contents in Osmanthus fragrans more than 10 mg/kg, the
contents of beneficial elements Na, Mg, P, S, K, Ca, Fe and Zn and
harmful elements Al, Ni. Ba and Pb in Osmanthus fragrans were
high. Conclusion This analysis method was simple, rapid, accurate
and could be applied for simultaneous determination of elements in
Osmanthus fragrans.

Keywords: Osmanthus fragrans; ICP-OES; ICP-MS; elements; rare

earth elements
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BR 2 S &/ 3 e T Cr.Cu,Ca,Fe,Mg.K,Mn,Na,Cd,
Pb.Zn 11 P& o0 &= & &, 45 B 3 W S ke b 20 56 B2 A i
TTENTEHES THE 3 MR, Z45E M SCEk by
R Fe R4 PLS,Li, Ti, V. Ni,Se.Rb,Sr.Mo, Ag.Sn,
Cs.Ba  TI.Th & %0 R & mlE w5 2 TOuRAEAN
A P R Y A AN B IR T A X R AR PO & T R #EAT
AW 3. ICP-OES/ICP-MS H A 73 #r 3 B PR, 46 14 38
Bi P2 on F R A e R RS S ©o T N T AR
P BT R ST RSN e R MR A
JRAM MU AR . O T MR AE T T R R A B Gt R
HEAE A% 32 36 SR FH 80k 3 i b 3 A A BE 5 L i A ICP-OES/
ICP-MS X6 A 5 75 - S0 R AE Y 46 Fhoo R #E4TI0 2
F A BT AT REEE R IR B Ak B R
FAHEAE SR S K0 .
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1.1 #&

2 R = P [ L = N o DR g A I £ 5
AEVEE I T T 60 CT M 2 ho By iR i AR, & . AR
FRUEY) B[ GBWOT7603(GSV-2) , i 4 & ¢ AL 4R BF 58 7 1.,

1.2 UEHLH

ML 43 87 K OF : AB304-S Y, Fif = Mettler Toledo /A A ;
BT MR AL : MARS 6 &Y, Bic 18 3R m # Ak, 35 B CEM
2l K B Milli-Q 24, 3¢ & Millipore 24 7] 5

HL I B 55 B T IR R OB S 4 iICAP 7400Duo #Y, 2 |5
Thermo Fisher 23] ;

R 5 5 8 T IR 3% AL . iICAP Q A, 26 [E Thermo
Fisher 2y 7] 5

2 - IR i 4 J8 9% » 5% [E Fisher Chemical 24 H] 5

30 %6033 AL A U R 2k, [ 24 42 ] Ak 2 R A PR A 7 5

FT i W - 52 [ Thermo Fisher 23 ]

Na,Mg.Al.P.S.K.Ca,Mn.,Fe ,Ag,As.Ba.Cd.Co.Cr,
Cs.Cu,Hg.Li,Mn,Mo,Ni,Pb,Rb.Se.Sn.Sr.Th,Ti,TL, V.
Zn BICEARMEVE WL : 1 000 pg/mL, HZ A O 4 8 Ml 5
BEA BT IR G

i+ (Y, La,Ce,Pr,Nd,Sm, Eu, Gd, Tb, Dy, Ho, Er,
T, Yb,Luw 43 H7 AR HEVE WK : 100 pg/mL, B KA €48 &
AL AR A A 0 5

Sc.Ge. In.Bi WARE W : 1 000 pg/mL, BMEXFH 48 KX
R R LR RTINS
1.3 INB|IEEH

ICP-OES flifb J5 TAE & 4 oy % 1 150 W, 8
12 L/min, S B <% & 0.5 L/min, 4L #% /% /1 0.23 MPa,
YR FE 50 r/min, 43 AT 3 3 50 r/min, B4 B (8] 46 P K
15 s, KB 5 s A PRI TB] 30 s, 4 b I 5 E 3 IR,

PR 3% R S RO TCP-MS (R A7 R 38 L A Ak A A TAE S84
AR R HUE R (CeO/Ce) AR (" Ba” ' /" Ba’ ) (43
b S i TN TS I T G A Y (S P ) S

/L\\#

Zl

1550 W, RFEWREE 6.5 mm, % 5 TR & 16.0 L/min, 4
By A EE 1.0 L/min, 56 i & 1.0 L/min, B 5 38 F4 303
1.0 mL/min, F12r B E] 0.100 s, FF 5 02 B 3 I,
1.4 R FHE
141 FRMERBEMES 2% HNO, & %8 B Na, Mg,
ALLP.S.K,Ca,Mn,Fe fr #fE % W £ 0.0,0.5,1.0,2.0,5.0,
10.0 pg/mL, # B¢ Ag. As.Ba. Cd. Co. Cr, Cs, Cu, Hg. Li.
Mn.Mo,Ni,Pb,Rb,Se,Sn,Sr.Th, Ti,Tl.V.Zn K # + ¥ #
W% 0.0,1.0,5.0,10.0,50.0,100.0,300.0 ng/mL, % B Hg
FRAEA R 0.0,0.2,0.5,1.0,2.0,5.0 ng/mL. % Sc.Ge.
In.Bi WAREWK E 10 ng/mlL,
1.4.2 FEGRARERL 43 5] o Bk 0 B S A i RE R B A
WEYIR 0.5 ¢ T MEEF, A 8 mL HNO; #1 2 mL 30%
H, O, JICE 3 OB T A7 AL 3 DA R B2 )% 64T 0 A
FiE 130 C, R BT E 10 min, {785 8] 5 min; 130 ~
160 °C, JHEATE 5 min, f£3FHE] 5 min; 160~190 °C, FHiR
B [E) 5 min, fRAFIF[E] 20 min, ¥ HE B H IR IR -
120 CHMREBAEF AL 1 mL G KB REHE 25 mL
R A RS KBRS R . Wk H i s AW .
2 HRS
2.1 ICP-OES $#7% %1 ICP-MS I £ H) %%
PEFER & 1Y 43 AT et ICP-OES 38 B 6 3% 1 4 5 1] 5852
FAMT7 . MRERRE I T 3R & R A% Bl 28 ) o6 3 T 40 19 1
BB RBE S, TN R . WP
2R JIT B AL 1 A% 15 DU D0 R UG 1 2 R 4 & AR il T B
B 2~3 SRR HEAT I A o 2R J5 X LU A o 0 5 R TR
i J5 OGRS L SRR B 2 272 T IS & S A Z T 2
BT, I AR N A LI AR S, BE RS R L3R 1,

X1 BERNESWE

Table 1  Analytical spectral lines of each element

JLHE TG4 /nm WL g5 =

Na 589.592 E- R

Mg 279.553 T W

Al 309.271 b R

P 177.495 KL

180.731 I

K 766.490 K- J0R )

Ca 393.366 T 5L

Fe 259.940 S VIR

£ ICP-MS G347 i o nl o 3% 5 45 365 9 [7] 7 28 O 2 ] i
i3 (5] R 6 3 2 T B TR T AR A% TR R Y
X = I8 A B o et g [ Jt 53 o7 3% A 22 5 B A L
BEPE M I £ % 1 Ag” AsT Ba M CdLMY Cel Co.
#Cr, Cs,™ Cu* Hg." Li.” Mn.” Mo.,* Ni,* Pb." Rb,
TSe M S Sr. T T Th T V. Zn® Y% La,
WPr M Nd T Sm, P Eu, 7 Gd, ' Th.'" Dy.'” Ho.'"" Er,
5 Tm, " Yb 7 L,
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2.2 FHRERRKIE
ﬁﬁﬁ%iﬁ%i&*%méﬂﬁiﬂﬁﬁiﬁﬁ K& Z A
ik TR A 3l 2 1 A3l 0 R 5T K 4 BT 4TI A R0 BR
ICP-OES éﬂﬁa;frtﬁﬁﬁm@fcﬁé$ﬁn,Wxa‘&hﬁi CINSESIE]
% Eh 2R BB s R T AR o T
E T VA ORI A M T R B B AR R
M 557 T B9 22 5 DL A I B AL SR AR R S R
ICP-MS 7 43 # iob 78 m 3 7 A e A 8% 0 . 38 2 i A A% 7
A RMEERE B R ORI S RS AT S A R DN T R
HoRR e MR HE R M . DI BRI B AERE S b A RLARAIG, EL A B
‘ﬁﬁfﬂlm%%ﬁ AR B E$E 10 ng/mL B Sc.Ge.In, Bi
B NPRE R, =8 ELMASFTRIE .
ICP-MS 437 v 1) B 33 T4 >k U5 55 8 4 op = A 19 43
F @SR F) LA KA E R &5 b5+ 5 B s R 4
ST A R I & A 0 3 B &, an' Ca % TiL " A CL Xt
TASFITCLIO XV OB AR 2 A O R B B
J6 R WAL YR F ] RE S X A s E A T Ba g 7
AR FANLE B AR B Ak A2 B AL 43 0] 52 40
H TR MM E AT . A5 R A KED A58 X7 BR 3 3% T
Pt . KED #5233 B F 4 09 J5 B 3% F F ook 7 5 [\ 45 i &
P43 BT ) B - AR LGS AR R O B DL BT A He 1Y

M I B 2 . X R A RE R
T A 5 Ao il 4 ok 3 s A T B L 5 %%L&W&mﬁ%ﬂﬁuﬂ
M(KED), # F#y ICP-MS 3 [ J5 3% T 4 19 75 35 38 A TR 4z
ER B A U AL IE Rk AT Y KED
Xy AR b LA R A T S R R E Y kB

P38 F TS TR SE M A R o DA 8 T 32 R T T R A2 4 3
TRRE I B
2.3 MREBZREHR

1 ICP-OES I ICP-MS Tk 4 {1 F Il 52 5 T/ % )
F I A58 JLR AR ML LR 07 B S R VR O R A, AT I E R
AR LR 11 WK 4% TUPAC (9 7 3531 504 BR (30/6) . 1%
P RMoTHE MR ROLE 2), B3R 2 WA, ik et
KRR, K LA X RECA /DT 0.999,ICP-OES £ Hi [ 4
0.68~18.10 pg/L,ICP-MS ¥ H BR % 0.001~0.093 pg/L,
2.4 HEBOWH

SR FEAS T DU A T A T R R A A T Y 46 e
JGE A5 I RE L R HE AL I 1 I 5 25 R ) BURE AE B S kAT
TR TR B8 e XoF Jin b A AR R S EAT 6 O I A L 15 B
FILNORE SR A5 R 0L 3. AR 3 AN, e 45 R Y RSD
H70.84% ~8.42% kR B R K 87.2% ~113.6% , i A
I v ) T A SR SRR T PO BRI A v S

K2 BELNEMHEXRZHMEHR

Table 2 Correlation coefficients and detection limits of the elements

EE BV i 28 7 R A m“gﬁf EE i 2 7 R A *MFE/
(R?) (pg+ LD (R?) (pg+ LD

Na  y=2278.42+694.7 0.999 5 18.10 Cd y=15 161.8x—1 157.2 1.000 0 0.002
Mg  y=68 674.8x+5 938.7 0.999 6 2.48 Sn y=29 848.4x+11 806.1 0.999 9 0.016
Al y=8 293.52+972.8 0.999 9 2.14 Cs y=64 229.50—27 745.8 0.999 2 0.002
P y=920.50—3.3 1.000 0 1.55 Ba y=12 92540 —6 632.9 0.999 9 0.022
y=437.1x+1.4 1.000 0 8.22 Hg  y=42 288.62+1 249.0 0.999 3 0.016
K y=57 062.62 —6 668.2 1.000 0 6.11 Tl y=1489 183.4x —3 816.5 0.999 7 0.005
Ca y=184 510.92+55 998.1 0.999 8 10.83 Pb y =348 957.92x+57 752.5 0.999 1 0.024
Fe y=17 269.82+636.8 0.999 7 0.68 Th  y=667 566.1x0 —33 349.9 0.999 8 0.018
Li y=273.0x+32.1 1.000 0 0.093 Y y=21 316.0x+2 507.2 1.000 0 0.016
Ti y=4712.9x+388.4 1.000 0 0.033 La y=27 583.5x+12 903.9 1.000 0 0.017
v y=16 273.12+2 671.9 1.000 0 0.008 Ce y=2063.50—191.5 0.999 9 0.031
Cr =27 984.32+7 634.9 0.999 9 0.016 Pr y=12 640.42x+2 926.5 0.999 9 0.017
Mn  y=13 812.70+933.1 1.000 0 0.048 Nd  y=13173.20+365.4 1.000 0 0.017
Co y=48 824.22+19 329.8 0.999 8 0.002 Sm y=21316.02+2 507.2 1.000 0 0.017
Ni y=12 982.12+7 266.8 0.999 9 0.015 Eu  y=27 583.5x+12 903.9 0.999 9 0.017
Cu y =35 923.42+30 973.1 0.999 7 0.022 Gd  y=2063.50—191.5 1.000 0 0.016
Zn y=6 522.9x+555.8 0.999 9 0.044 Th  y=12 640.4x+2 926.5 0.999 2 0.017
As y=2 698.7x—26.4 1.000 0 0.023 Dy  y=13173.20+365.4 1.000 0 0.015
Se y=3 460.12+708.4 1.000 0 0.001 Ho  y=21316.0x+2507.2 0.999 0 0.023
Rb  y=12 992.82—4 264.5 0.999 9 0.016 Er y=2 063.50—191.5 0.999 9 0.014
Sr y=17 551.50—2 869.5 0.999 9 0.048 Tm  y=12 640.4x+2 926.5 0.999 1 0.024
Mo  y=23 320.2x—263.6 0.999 9 0.053 Yb  y=13173.20+365.4 0.999 9 0.015
Ag  y=24 317.02+2 047.2 0.999 4 0.058 Lu y=21 316,02 +2 507.2 0.999 3 0.029
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Table 3 Analytical results of standard material and sample
AR bR R/
ik omgekg RS Rep/n
(mg* kg 1)
PR DN fE

Na 19 600 19 425 72.3 93.4 0.93
Mg 4 800 4633 1943 98.5 1.64
Al 2 000 1942 390 103.7 2.74
P 1 000 1108 4 189 98.1 1.17
7 300 7 512 2923 105.9 4.31
9 200 9139 20 788 110.2 2.96
Ca 16 800 16 426 3 874 106.8 3.43
Fe 1070 1121 427 100.9 2.81
Li 2.6 2.8 0.412 103.9 1.75
Ti 95 97 16.7 96.3 4.72
\% 2.4 2.5 1.74 94.5 0.96
Cr 2.6 2.7 1.80 106.4 1.45
Mn 61 57 37.8 102.1 3.78
Co 0.41 0.38 0.867 94.0 5.74
Ni 1.7 1.8 9.02 89.4 4.92
Cu 6.6 6.5 16.7 92.3 6.91
Zn 20.6 21.7 27.2 97.6 3.10
As 1.25 1.32 0.338 87.2 2.59
Se 0.12 0.12 0.041 102.4 7.43
Rb 4.5 4.7 34.9 94.0 4.35
Sr 246 231 9.66 88.5 2.96
Mo 0.28 0.28 0.175 95.7 8.42
Ag 0.049 0.045 0.022 7 102.3 6.13
Cd 0.38 0.42 0.219 110.7 4.38
Sn 0.27 0.24 0.092 9 103.2 2.94
Cs 0.27 0.31 0.176 98.0 3.08
Ba 18 17 17.3 104.4 17
Hg — 0.01 0.011 4 113.6 6.27
Tl — N.D. N.D. 97.6 2.51
Pb 47 49 2.013 94.1 3.24
Th 0.36 0.34 0.088 5 104.6 7.76
Y 0.63 0.63 0.208 102.8 0.92
La 1.25 1.19 0.457 96.0 0.84
Ce 2.2 2.0 0.686 88.8 2.16
Pr 0.24 0.22 0.142 103.9 3.09
Nd 1 0.96 0.317 111.9 4.11
Sm 0.19 0.21 0.082 7 96.3 2.07
Eu 0.039 0.037 0.042 1 110.2 1.16
Gd 0.19 0.20 N.D. 95.9 4.38
Tb 0.025 0.022 0.113 94.0 2.69
Dy 0.13 0.14 0.091 5 104.7 1.70
Ho 0.033 0.037 0.022 6 106.2 2.04
Er — 0.047 0.068 4 97.1 1.28
Tm - 0.023 0.020 9 92.4 2.03
Yb 0.063 0.068 0.010 8 94.6 2.47
Lu 0.011 0.012 N.D. 102.5 1.25

T ND.RIR/NT I A iR

TH LA AR WA J7 1 B BT 00 RG R 0 oE AR BE L T il
RHELRZMIT RN WER, MedREWELEE T2
PR CER . & 7L 10 mg/ke L EAYA Na,Mg,P,S.K,
Ca.Fe.Zn.Ti.Mn,Cu,Rb.Ba 13 Fc & . 1M & #7E 2 mg/kg
Pl A Na,Mg.P.S.K.Ca,Mn,Ni Fe,Al,Ti,Cu.Zn.Rb,
Sr.Ba.Pb 17 #oc R, & i i K 53] 20 788 mg/kg. &
LT 0.05 mg/kg T EA Se.Ag.Hg. Tl Eu.Gd, Ho,
Tm.Yb fl Lu, ¥ Lot RE-EAT WG EIFAE,. S HRE
i Ce 2 0.686 mg/kg,

3 3 W A5 R T LG L B AR Na, Mg P, S.K.Ca,Fe
I Zn (9 E AR S RUIAEAERR TR o ARl ok ZU AL 2 |\ 4k
A B AT HLE IR LA BB S MR A DR 6 T ) B T
oW B RAREMGEEFRME. WX A EFIT
# AL.Cr.Ni,As,Cd.Ba il Pb 45 7€ RE ALt ¥ 46 s, oo
AlLNi,Ba #l Pb /) & ¥ 7E 2 mg/kg UL B AL & LR
K F 390 mg/ ke, 3 WK it & FIAHE A6 0 45 % A 40 filt B 2 i —
EMEE, AR SEICFED M FHET ok S e
HHOGE & R E I 4 SR R B R e 2 R T AR R
KRAEEFEWICR. HFEESEDTEG X 25 AR [F A HE AL 5 Fh kAT
TG KB AR B 8 h 7 3R sy B BROR AL OR [ 4
By R B R — B LR FE AR R 0 R OT R &
ERBK.
3 &R

AR 2 O I 7 )5 > L ICP-OES/ICP-MS il 5E 7 Hi iy
46 FhOTER . A J7 vk R Hh B AT R A R RO o R R (AR
T 38 AT REAE b £ A R 0 2 1 R B . AT S 4 R T
HLEEAETE & 2R ST R B RS E RN E; [N
& E ZFfAEICE, H ALNI Ba 1 Pb (& & .
R K IR 2 X AR R i — 2 e & . X Fh
TCE & AN TE R B W] BE 5 R AR B A R g g A
S TR A A B 1y A T T S 6 LR DR 5 i TR AT
AR — 505

S % ik
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JIN TR 43 RORE JBE AR R 5% i (B A T O % B 1) 1E R 32 L T
VAT A T2 0 2% b R0 4 T 0 2 i 14 A2 TR R 7E e i Y8 LN . AR
BERAMIN SCHE
3 SEURISE
3.1 ELWAHR

ST RE R RR KL, HEH 20~31 mm, ik
500 BORAAE R I BRE A, 432 5 41, 4] 100 AL, SC5 T
(0 L R ] SE AR S B AR MINT-150 A3 b7 =

R 300 mm/0.02 mm, g% 32550 W3k 2,
3.2 BRSS9

H#E 2 a5, HAR 20~25 mm (9 4% A — gk
ShLAF RN 100 % 525~28 mm B EA G A — 5 itk
SR IRAVEAN S AR B SR R
N 98.5%:28~31 mm [ KT ¥ A — 5 4k = A E
AZ SR BRI aHEAN SR R ER
98% . ZEE YR 980 LA b . SEEGF B KR & &
ol A 7R

R2 KWHIE
Table 2 Experiment data
o L] B By
=)
20~25 mm 25~28 mm 28~31 mm 20~25 mm 25~28 mm 28~31 mm 20~25 mm 25~28 mm 28~31 mm
1 30 1 0 0 39 0 0 0 30
2 30 0 0 0 40 2 0 0 28
3 30 2 0 0 38 0 0 0 30
4 30 0 0 0 40 0 0 0 30
5 30 0 0 0 40 1 0 0 29
4 éjn:i/l': (4] HZEI. T A3 A0 50 11 20 4 00T f I 4 e wi it L) ], &

(D) AR I BT 9 KA A 3l 7 G o By O
SPGB P L 5 4 A7 B A R A T PR 3R S T R BT A A XK £
AR IR A

() @S R AR B R, 8 E RA DR E
Yo I 4 AR A TR L o R R LA R 3
VR Tl TR A A R TR I S N R 6 T R R BT R L TR S
[ia) 15

) X TIAR L B B it A g AR BRI L.
o B G A R KT — P WP E A

S % 0k
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