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Determination of calcium, boron and sodium in Bombyx batryticatus by ICP-MS

WU Ying-Shuai’, LAI Sen-Sen, LI Gong-Hui, XIAO Long-Hai, YANG Min-Rong
(Ganzhou General Inspection and Testing Institute, Ganzhou 341000, China)

ABSTRACT: Objective A method was developed for the simultaneous determination of calcium, boron and sodium in
Bombyx batryticatus by Inductively coupled plasma mass spectrometry (ICP-MS). Methods Microwave Digestion was used
as the pretreatment method. The contents of Ca, B and Na in 25 batches of Bombyx batryticatus were determined by ICP-MS
and analyzed by multivariate statistics. Results The three elements had a good linear relationship (1>0.995), the recoveries

were in the range of 80%~120%, the reproducibility RSD<5%, the reproducibility RSD<5% and the stability RSD<5% within

1 day. Conclusion

the method is simple and accurate, and can be used for the quantitative study of three elements in Bombyx

batryticatus. The results can provide reference for the quality control and origin study of Bombyx batryticatus.
KEY WORDS: Bombyx batryticatus; ICP-MS; Ca, B, Na contents
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JRA EE TR W, #hEs ICP-MS g ik, IR iR
HX =MOCER SR, DU A i TR ) SO 2 4
PS5 o ARSI AL BRI A AR 7 1 R B i, e
DGR A AR . R PP BERGE | 5 P BRI ek /D S
PTG, R 7ok A2 ICP-MS JEA T 2, 1205 2 K
BER . GRMER . SROTRAMCR RY . ABIRAKHHIR .
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1 MREFE

$ ). Agilent 7900 HLJEGH G 55 B TR BTIEAX (LHER AT ).
PURELAB Chorus 1 %8 4li 7K #l ( ELGA LabWate ); Wx-8000 %!
Tl I PR R A A (1 i SR AN AR BB R R A BR A H) ;s
XSE205DU AL TR (MERR T2 1) Do
1.2 tE&ES5IKF

5 (Ca), B (B), B4 (Na) SICRIRMER (1000 pg/mL,
[ A 4 S i 7 AR Bt ) BT R AR R TR
(100 pg/mL, EZAH OLE LB FHEHrbrG ) &
AR (199.9999% , i M TS SR BR S B i )5 VRAEIR (43
Braf, VHBERNE B A R F ). BEH R K A A

afiK .
1.1 {ugs 1.3 #m
ICAP RQ HL B #4545 B 7 1R 3% 4 ( 28 Bk Rl R B el fidy 25 ik, ARG R IEILE 1,
F1 B[HRERFHER
Table 1 25 batches of Bombyx batryticatus
P AW 14 Elin=2 P
1 TLPERER K55 3 250K 7 A7 BR A 7 1803002 ML
2 TLPYRAR R SF s 2k R A R ] 20211216 M|
3 VLPY R R S5 5 TP 25k R A R & 20211217 i)
4 TLVH A it TP 25RO A BRA ) 20211201-1 WL
5 TLVG 4t TP 25O A BR A ) 20211201-2 WL
6 TLVE 4 s TP 25RO A BRA A 20211201-3 Wi
7 VL E P 2K R A BRA R 201001 PN
8 VLU 2R A BA F P2019091604 PN
9 VPG RERS [ e rh 2500 R A R ] 210701 utyly|
10 TR BRA R 2507 A7 BRA F 202111164-1 )i
11 FERITT RA R 2507 A7 BRA 7 202111164-2 i
12 TLPERER 7 T 250K R B A 22030101 i)
13 VLPYARA B T7 H 25K R B FR A ) 22030102 I
14 N 2R AR E] 210201 Py
15 JARFIR T IR A B F 200201 7R
16 DRI P 2R B FRA ] 210120 WL
17 AGAE A 1 25 e A A B A ) 2210817 il
18 IR TR 2GR A BRA 202111022 i)
19 WARTARPHK A A RAF 202104010 I
20 IR R T4 R F) 180914 utyly|
21 ZMNTAKNIR T A BAF A211218 Py
22 A2l A R 51221005 Pl
23 WirE FAR s 2GR A PR A ] 211201 I
24 B2 TSR 2 s 24 AT PR A ) 2207002 Paye]
25 DU BT A 250K R e A R ) 1907081 i
_. N
) ERESE 22 FREMZRE NIRRT &

21 UERNEEG

Tl S T A I A He B, HHINER. 1550 W,
AU 1.14 Limin, RFEERE: 7mm, FERE: 2°C,
FUPHT]: 0.09s, WERI. 34N B,

PRAEA I B 4 A3 ikE % BEUES (Ca). B (B,
B (Na) FAICE bR UEVE WGE 5, 5% il R 1 W0 R i i 2
I mL Z00E45 . B, 400 10 g, 1 ug. 1 ug BVER, BIFS,

o A TR A T 5 R 2 IS O o A RO
JH 10% fSRR VWO BRI A 1 mL 5745 0, 0.4, 1.0, 2.0, 5.0,



24 SOk = kil F25
10.0 ug, &M 0. 0.01. 0.02, 0.04. 0.1, 0.2, 0.4 pg, FH 0. FEREM TC R AR AE RV . AR LR 5 A5 B
0.02. 0.04. 0.1, 0.2, 0.4, 1 ug AYE . TARBEFESCT, IS FUAB TR LE, M CaJt# . B i .

PIARVE TRl 45 AG 2 T (Sc) JOE bR IfEIA TS &,
5% RERRE R BRI 1 mL 58T 0.25 ng MUK .
23 k&, TEBEROHE

HUREAL T 60°C T 2 /NEE, R R BOHLKS , FEE PRI 0.2 g,
BT REE T, INEEER 5 mL, FH, EROETEmACh R ©
FHERR R WL 2. HEEa)R, SHE, WHBRHEA 50 mL
Y, 5% MR R EZE, S, R Rl mL &
10 mL s, 0 5% A FR I W BE 2 20 52, 35, BIASHE RS e o

NaJG#E . Sc LHEfH SN, LARRI G20 N 5 M roc &
M AR ) bR M AR, Xt BB G B 3 R R A b, 2 Tl s v
LI 1), S50 03 3, =R e R R B KT 0.995,
LR RIS,

=2 UBHEHBNIHERR

Table 2 Microwave digestion instrument temperature program

AP PR (°C)

FHEIEE] (min ) TEIREFE] (min)

1 . 1 90 5 5
()3 T s TR
. 2 120 5 2
24 KUXRER
PP 3 150 5 10
e 207 WUR FAFRETI R, X IR ST RSB R4 2N
43Ca\ IIB\ 23Na, Wﬁ?ﬁ{ﬂ?j‘] #5gl7 . 4 180 5 15
43Ca (KED) 11B (KED) 23Na (KED)
L} 300 ®
E’- 0l E‘- 250 (G
B I f
ue ! - ] g
2 50 T 5
B T P i LN S e e el L R S .
B (mai) B (mgi) B (g
1 Ca. B. Na JLErHEHE&E
Fig.1 Standard curve of Ca, B and Na elements
R3 =SMITELEMEXR
Table 3 The three elements are linear
JLFE EYSpiy r s (pg/mL ) KPR (mg/kg)
Ca Y=1257.6X+46.9 0.9976 0~10.0 0.40
B Y=50194.1X+25015.5 0.9995 0~0.4 0.52
Na Y=2074389.8X+55334.8 0.9993 0~1.0 0.04

25 RBEREEZE

B “2.27 iR ¥ B 2.0 ng/mL Y Ca JC 25 %) BE 5 I T
0.1 pg/mL (1 B JGE X R FIEW . 0.2 png/mL 11 Na 76 2 5% J7
W, TE 2.7 ZF T S IR, Ca gt CPS 200illh 28627,
27960, 29804, 29521, 28745, RSD J 2.6% (n=5); B J& %
CPS 43 % K 7194, 7256, 7496. 6688, 7341, RSD K 4.2%
(n=5); Na JCZ CPS 730 396215, 392480, 415254, 390485,
390550, RSD 4 2.6% (n=5). M R1F.
2.6 ESMHIRK

BEES: (%5 1), #% “2.37 Jrikdl& ey, 78 “2.17 4
PFFHEAT I E, CaJC 3 & i 41l hy 4258, 4296, 4521, 4350,
4375, 4605 mgkg, RSD Jy 3.1% (n=6); B JLE & 43 %M 138,
148, 1.45, 1.59, 1.50, 1.46 mg/kg, RSD N 4.7% (n=6);
Na JCE & F4M00h 3762, 3584, 33.55, 3533, 3604, 37.51 mgkg,
RSD N 4.2% (n=6), EEMHLF.

2.7 BRI
ks (4% 1), $#%2.1~23 )7k, FHN, S5I7FERGA
IFi) LB A A5 PR S (R E , Ca 2543 1 4308 mg/kg .
4498 mg/kg, RAD 7 2.2% (n=2); B & & 73 % & 1.55 mg/kg.
1.42 mg/kg, RAD N 4.4% (n=2); Na & 243%4 35.01 mg/kg.
36.80 mg/kg, RAD 4 2.5% (n=2)., BkEfh (45 1), #%2.1~2.3
ik, TEPIAANIRIR], 5] — SR 5 55 B A BT A il
Ca & B2 9 0 4455 mg/kg. 4328 mg/kg, RAD N 1.4% (n=2);
B %000 1.52 mg/kg. 1.42 mg/kg, RAD N 3.4% (n=2); Na
T 36.65 mg/kg . 34.58 mg/kg, RAD N 2.9% (n=2), #*
WIS M R AT
2.8 FREMIRKE
HRESL (45 7), $%2.1~23 ik, 49l F 0, 2, 6, 12,
18, 24 h | 22, Ca JC % CPS 43 Jl 2~ 37141, 36924, 37097,
37535, 36443, 38111, 1% RSD 4 1.5% (n=6); B Ji % CPS
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TEREIE ARG . B, FonR SR 25

4% 51 S 1093, 1023, 1062, 1035, 1111, 1054, 3 % RSD
1 3.2% (n=6); Na JG % CPS 4+ #| &y 34273, 33808. 34559,
34687, 35102, 34691, % RSD N 1.3% (n=6). ik i
£ 24 h WEAE .
2.9  fEEEKRLE

HORES (45 7) 6 0y, B2 0.1 g, S BIKE % A Ca JGE
0.5mL, BJCZE 20 uL. Na JC R 50 uL, #% “2.37 4b 37 i
Ak PR A BN IS S A R, H <207 I ik AT
o R, Ca, B, NaJGE B EISCRS 510 107.6%.
115.3%. 108.0%, YJTE 80%~120% JLFEIN; RSD 203ilh 5.4%.,
6.2%. 3.9% (n=6), H/NT 10%",
2.10 HmEENE

WA, 4 2.1~2.3 DRI R SO E AT I E
T, SRR 4,

#4 Ca, B, NaBEMNELER (n=25)
Table 4 The results of Ca, B, Na content determination (n=25)

I Ca (mg/kg) B (mg/kg) Na (' mg/kg )
1 4393 1.50 36.03
2 3445 1.91 21.24
3 3183 0.80 24.67
4 4770 4.79 28.64
5 4625 4.85 28.05
6 5845 6.12 38.21
7 3865 0.51 35.03
8 4761 127.57 253.58
9 3218 0.33 67.75
10 4530 275.43 560.63
11 3668 205.20 501.95
12 4140 403.28 1169.87
13 3609 357.98 899.17
14 7275 89.60 425.61
15 5483 1.27 52.69
16 6113 588.05 1359.07
17 7733 808.40 1644.52
18 7550 887.63 1611.32
19 5552 535.87 1073.11
20 5258 279.69 402.50
21 6555 298.66 430.95
22 5397 772.15 1418.22
23 4569 573.30 1220.57
24 3810 5.18 51.65
25 3828 36.64 119.55
MY 4927 250.67 538.98
2.11 @Rtk EESH
2111 A= AT

fEAe 7 VLA WL, DU AR, BEE CRERPURT
TR RS, FRdbmE RS, Bl i B

JUVE . mE A P AR ERE R L R R
VLRI ER R A BRCES], R E A g 1k, WL,
IR A S R 6 LUK, X ARG M EIE T ARSI
e she P E 24 8 ) 2020 4 i — 356 S i i A 4 ] D 12 %
fEERNITR S RIT O B, = AR, S8R E
AR ZEFER, HEIFSETEN BRUA—H, X}
AN TR B, K, A SCRERE T L
WS HHE, A4 SIAERIS% .
2112 HSf Ca LELSENH

MFE 4 FH, Ca iR & R/MEZSS 3 (7 HITE ),
4 3183 mg/kg, FRMESELS 17 (F7Hb) P ), by 7733 mg/ke,
YIEH 4927 mg/kg, WEMEEILIE 2, FEXELIE 3, M 2
AfRLE H Ca R S EHTE 3000-6000 mg/kg, 5 H 80%, 45
AE3ULUEN, TR, 0. SrEr- i Ea e mn,
WHTA — GBI, 6000-8000 mg/kg Y il AR A% 322 = T
DU PE; TIPS S WL AR Ca A e, )7
HpujirE s Ca &2 REK,

FHfi = 4927
bt 7= 1332207
TEE=25
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Fig.2 Frequency distribution of calcium content
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Fig.3 Box diagram of calcium content
2113 #&F BAFGESH
MK 4TE N, BICR & ER/MERS S 9 (7HPII),
4 0.33 mg/kg, e KAE RS S18 (= Hu) P4 ) 887.63 mg/kg,
HI{E N 250.67 mg/kg, ORI ATEIULIE 4, FEE LA 5.



26 %ok o= kW

F2&

[ 4 ATLIE H B LR &AL 100 mg/kg LINIA 12 #Lk (Hp
10 mg/kg INAT 1041), S 48%, 456G S, BRI 7E/=Hish,
AR RA = MG R ALK, TP A B A i
oAby~ VIVE A B & KE /N T 10 mg/kg, (A —
ANERES (405 8), B &ibl 127.57 myke; PUJIF={E A B &
R AMAL T 300 mg/kg LAY, (HH I — IR (G5 22),
B il 772.15 mg/ke.

I = 2506684
drifkde= 29085512
TR =25

00 10000 20000 30000 40000 50000 60000 70000 B0D.00 90000 1000.00

[ g =

B4 WIEERMSH

Fig.4 Frequency distribution of boron content
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Fig.5 Box diagram of boron content

2114 #H5F Na LESEHH

M4 F I, Na o R & ER/MERS S 2 (7 HVLE ),
J21.24 mg/kg, BRSNS 17 (F2Hb) 76 ) 1644.52 mg/kg,
BI(EH 538.98 mg/kg, FECAIEILE 6, FACEIILE 7, WA
6 T LLFE i Na JC 2 & EAE 200 mg/kg LA A 11 itk ( Horp
100 mg/kg AN 10 41t ), 5L 44%, 25518 7, B 0= Hidh,
HAR A M3 A BE S AE LG KR, ) P8 P AR Na 75tk 35 15
FH A b s VLPG R4 Na & K50/ T 100 mg/kg, (i
BB (95 8), Na iy 253.58 mg/kg; PUJI=fE
Na & & AKH 40T 600 mg/kg LA, (HII—A BRSNS (45
22), Nafhh 1418.22 mg/kg.
2115 RESH

F IBM SPSS 25.0 A LMERE =AM IeE M &R R T,
DI ERAIE RS ( Squared Euclidean distance ) X J6], R FH4H

[A]54% ( Between-group linkage ) 3¢, 4T R A404T, 45 LK 8.
MPEEH 15 BF RSP ERE, SRR EAE . TATII . &
MR AR, PGS 9. 10,0 11, 20, 25 FYfE
F, JUPE GRS 12, 13 23 AR, WL SRS 4.5
6 MfEdy; S 28HEES: DI~ SR 14, 21, 22 ({4,
JUVE S SR 17,18 29 HYfETA , WL G R 16 (A

1){ = 538.9832
120 filk o= 573.93083
%E%=25
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Fig.6 Frequency distribution of sodium content

200000

150000 )
*

a4

1000.00

50000
8
*

IHR Im AN i = T

E7 WEEEAXE

Box diagram of sodium content

Fig.7

7 K R
g v i Z.D i

i 3
w9
T 2
i 7
= 24
w25
i
I URE]

Fd2
723
HL 4
#HiL 5
L 8
il 1
111110
HIT 6
I %15
il 20

1

I #19
w22
Wi 16

IR
I8
a4
| L F ]

B8 25 HEBRRGRENM (1 HE—LB, I AFETALE
Fig.8 Systematic cluster analysis of 25 batches of Bombyx
batryticatus (1 is the first group and II is the second group)

-
-




% 6 1

SN, A R AR RO E A b A L B, fonER A 27

3 it 54ER

FEICER O AN S AN TR S B NRRE , A5 RAE 3183-
7733 mg/kg, I SEANMAIE N 2.4, H2EF RN ASIR]
7 F it P R RS 45 T ) B R — IR B (IR A Y AT IR
AR ZIE ), AU RM, B R ] 5 Y S5 2 ol
15002-30456 mg/kg!”, Hiw i {H 5 B AKAH LA A 2.0, P4~ H
(EAREET, 3t DA T 50 O R ) SR o 05 ) 5 B i o5
PRINEG 5 i

AR b 0 R AE AR AR R PN AT REAEAE— o 1 QI PE, D
JUE B it I ARUR R AR 2C IR i B — 3, ) P i AR L
JCEEE S, JAR VLV AR L A AR BRI,
SEGXFPLE T R R T RE A 1 XA P SR —E, A
TR SRS B B S P e R AN P A i X . LS. &L 7 AT
ALY DY) AR A B AT 3R S e ) A B R,

FETT AR R, BRATEI, 244 23 bl o 50 ek 20 44 7 b LA
JEMSEE TR, X HE AR A A AL FE AR ™ b ) T R

WL RAEAITRIEN, 25 MR A AT 4 NP2, VI B
TR WRTLEEACAL T 55— 26T, LAY M i 4 A A e e
T P15 ) G 7= b A A 43 B S, 0 X 1 7 b 4 4
BT RN A EAAE—E 2R, NSRS RBREL =T
RO BB,

AL RIS T 4 ik thfads, 4% 2.1~2.3 Jiik, e
ZERILF 5. G’ a, b, 9 —HEREES B A A IR IR FE R
RXEHEAR RSO R S I IE R, T 13768-29648 mg/kg,
B8 22 SAE T BIRBIAR—FE, %5 o FES D B RS T
i a, by FiT b, o WALRIICR AP T E Wm e R E,
JEL AT B8 R A2 Bk oA HAB A 2 BT dhi's d BERL N BB
PR R 2B AR R R A, HAS TR & R7EIEH G
BRI, AN AT 2 o T S KT

RS AfRHSEE=TEIE

Table 5 Contents of three elements in 4 batches of false and inferior Bombyx batryticatus

G5 Ca (mg/kg) B (mg/kg) Na (mg/kg )
a 29648 1309 2849
b 24073 9986 9554
c 13768 10537 7612
d 2050 2268 7854

Zi bRk, ANk, RRE TR, O R A
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