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High Precision Analysis of Chemical Composition of SPI Monazite
Standard on Large Spectrometer of 140 mm Rowland Circle
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Abstract: Monazite is the bearing-LREE (light rare earth elements) phosphate mineral that occurs all types of rocks. It is an
essential mineral for understanding the formation processes and U-Pb dating, thus high precision analysis of monazite chemical
composition has an important geological significance, and also provides reliable parameters for follow-up studies, such as
EMPA CHIME dating and in-situ isotopic microanalysis. EMPA is an in-situ and non-destructive technique with an excellent
spatial resolution (~1 pum). Due to that, based on the detailed wavelength scanning for SPI Monazite standard, we focus on
discussing the important issues in analytical procedure of monazite chemical composition: accelerate voltage, beam current,
time, spectrometer, analysis lines, detected limits, interference factor and standards, and obtain the chemical composition data
that are finely consistent with the recommended values of the SPI monazite standard under the optimal analysis conditions. This

paper presents the best analytical set-up of JEOL JXA-8530F Plus electron microprobe facility at State key laboratory for mineral
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deposits research, Nanjing University, particularly establishes the high precision analysis of the trace rare earth elements on

large spectrometer of 140 mm Rowland circle. The relative standard deviations (RSD) of all element contents are less than 20%

(0.05%-17.75% ) and meet the accuracy requirement of integration analysis of monazite composition and geochronology.

Key words: monazite; chemical composition; high precision analysis
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Griffin, 1975; Montel et al., 1996; Montel et al., 2018;
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and Williams, 2005; Jercinovic et al., 2008; #k37., 2008;
Shimizu et al., 2017; Kone¢ny et al., 2018 ), i X} F
H A£G % 5 Y SPL A A S L 4
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SRy BER A A A2 R TRE 1 0BT A5 A

1 b A7 BB R A ARk

MEAEAER A . B AR PRE H DLA R
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BIL Als AR R AR AR AL (010) Y, REEORL(
Z ALk, PORCAZ RGN (O
Fig. 1 The crystal structure of monazite projected onto (010).
REEOQ, polyhedra are shaded in greensand the PO,
tetrahedral in deep pinks

PREGT AL A5 K S SR == e il IR
HZASHL 7 JEOL JX-8530F Plus IS Hy T4, %R
LA Y R ST R SR S B RSk,
F KR AT 2 pA, SEI BUG AN HE% s T4 22
THRER, 7630 kV IR ER 2 3.0 nm, FE5G X
AN Y SHEOEBLE/NT 1 pm,  HAA BT D
IS HEOLER 1.

AWM FEXT G SPL 2 /] Al & A An ok B B Y
Minaz Gerais 44 Bueno-polis #[X., Hpl 4334 —( K 2 ),
TRESEEMT 5 wi% WERITLEA (W% ) : PO
27.04. Ce,0,25.04, ThO, 11.80. Nd,0; 11.00. La,0;
948 ; FrEfT 1~5wi% HITERA (wi% ) :Smy0;3.20
Pr,0,297. Gd,0,256, Y,0,200, Si0, 1.72, &FH#ALT
1 wi% BRI ITCEAR (W% ) : Dy0, 092, Ca0 090, Th,0,
040, Pb0 030, U0, 0.20, Er,0, 0.15, Eu,0; 0.12.
MIXEE A, s A TS on R e R

%1 JEOL JX-8530F Plusiz& &tHE FiRETH

ENEEEARER
Spectrometer configuration of JEOL JX-8530F Plus
field-emission EMPA

Table 1

PR R XBEO MG ik B R /mm

CH1 XCE# XPC PETJ/LIF 140
CH2 XCE# GPC TAPJ/LDE2 140
CH3 HAY XPCH PETH/LIFH 100
CH4 LA XPCH PETL/LIFL 140
CH5 LA GPCH TAPL/LDEIL 140

— 100pm 2/2/2021
15.0kV COMPO NOR WD 1lmm

B2 SPUAE AR 1T U PR

Fig. 2 BSE image of natural monazite standard from

SPI Company
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TNERERIE  NiEHL RSN E B B A R A
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2~3 ZIa), FEE R T 2 A BE RO R I T IR Bk
B F 1k (Bethe, 1930 ; Heinrich, 1981 ; KoneCny
etal., 2018). MEA LA+ REE JLER La-Lu
f L2k & E, fE it 1 [l N 4.6~7.6 keV, Pb, Th Fl
UMZ R E, Gt 40l 4 33, 3.0 fil 32 keV, [
U DA 20K F 15 KV A BB I AL 45 a2 1 J 7
Pl 2 0l 8 e 38 B e R FAEAR S (Jercinovic et
al., 2008 ; Suzuki and Kato, 2008 ; KoneCny et al.,
2018) . Montel 55 (1996 ) i Hi %5 i A fin i i R BE
P fE TR L, FEARAIIER , 1 Pyle 45 (2005 )
AR ZE 2 BT 2 I D 25 KV B, RN TR
X SRR AL, [RIB R B B r HER T
KA ZAF KA E YR . 7E R AR s £
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Table 2 Spectometers, analysis lines, average detected limits and standard deviation fo SPI monazite standard

ot AR s S s iy Gl SRR DU B B ARUEZES.D. %
. FHRIEZE R ) i .
ik R&R FOLRAHIEIR R TR P mm) DL (x10°) (n=20) (n=20)
Th LB, Er La, X Th LB, BT, FeAsn] L2 +3.87/-5.69 721~736 17.94
LIF Nd LB, BEPELR,, DAHEFFCe LB XN Loy i3 +4.98/-5.83 702~802 1.73
Ce La, Ce Lo, T4 +3.00/-4.30 536~605 1.13
Y Lo, Y Lo, T4k +3.50/-5.00 196~251 3.30
PET]J P Ka, P Ko, o4, MRSy L, 3.43/-4.10 131~148 0.53
Th Ma, Th Ma, JC T4 +3.70/-4.30 216~235 0.78
TAP Si Ka, Si Ko, LT +4.50/-6.50 89~92
0.96
TAPL Si Ko, Si Ke, G4 +4.50/-6.60 53~54
La L, La Lo, T4 +6.83/-4.34 283~300 0.88
LIFH PrLp, VEHELB,, #ETFLa LB, XIPr Loy 19T +5.04/-1.58 334~345 1.64
Gd LB, BEFELP,, I La Ly, ,FliCe Ly, XIGd Lo, 9T +4.00/-5.50 526~550 226
PEFEM B,, MEJFTh MB, XU Ma, B9 T4
- U MB, Th My, ThM.N,. Th M PAFU M, T4, HeiE +3.62/-3.49 118~120 4.48
Ca Ko, Ca Ko, T4 +4.41/-4.07 30~31 0.50
Sm LB, PEPELB,, LRI Ce LB,,15%FSm Lo, T4 +1.43/-1.26 346~358 1.41
Dy Lo, Eu LB, XDy Lo B T4, FeAn] L2 +7.70/-5.55 164~168 2.18
LIFL EFELB,, MEIFNA LB;, PrLp, ¥ Eu Loy T4k
Eu LB, Dy Lo 4 Eu Lp A5 AL, TRE +6.88/-6.43 295~302 27.34
#EHGd Ly,, Eu Ly,
Er Lo, Th L AEr Loy FH . BREIE +3.11/-6.19 216~221 12.75
HEFEM B,
PETL  PhMp, BLAEFY Ly, AITh ME, 4P Moy 6045 +4.50/-3.60 106~110 470
900 50 - -
r @
80 Wb (a) E
Nd a«( =
700 ™ Sa30 [
5
o Z20F - )
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3 AR E (mm, PETL)
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1 2 3 4 5 6 7 8 9 1011 12 13 14 15 16 17 18 19 20 L4 j
Wil 5 UE 3 PB=1.74 = 3
. . . £ &
[E3  SPUME A FREE AT 254 0 R A B AR (L & £
(M7 #in=20) 1
Fig. 3 Plot of detection limits for analyzed elements of natural 0 S
. 155 160 165 170 175
monazite standard P -
FIE S —2, ¥ 15 kV 1100 nA, REEEHE FU AP IMEHE 15KV, HF100nA, $K20 pm, 3E5

15 },Lm, ﬂ;“l{( 20 um’ QJE%}HTJ‘I‘ETJ 1 S/ ﬂ;‘o HT“EJ 1 S/Step, g@ﬁmzﬁ@ﬁﬁ"ﬁ*i?}ﬁm#f{ﬁ%ﬁ%

AVRBFSE T8 2T JEOL L o4 F A o K4 SPIE A AREEPETLAMAS IESIR HTh, U, PhigA;
Fig. 4 WDS scans around Th, U, Pb peak regions of

ﬁ*ﬁ%fg'ﬁ( 0] /EZT%EI% K, #éﬁé X %ﬂ‘%’é FAIE [ll% natural monazite standard
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PR ES TR, NHER LITRN LR
THCRGLAT G s S (£2). W2t
R (B 5) vl 0L, SPI R A brke 322
4 Ce. Th, Nd. La. Y. Pr. Sm. Gd. Ca. Th,
Dy. U Fl1Pb 50 EK, MHALZER S EH T %
TLRIEAMY G, XEITLEP, P, Ca, Th, YT
R IE PETL dh ik L RRE G I AR WA T, AR
FAH PR RN R R ; Wi 1 IOCRTE LIFL
T E A PARHIE X G204 A H B AR S AT,
— W 22 FHIE A [RI R R I AT R B I E ok
Kb 3 ( Amli and Griffin, 1975), . th La fl Ce JC
R Loy A RMFHMEVETC TR, FTLAEHEE N gk
% ; Pr. Nd. Sm. Gd. Th, Eu JCEM Lo, KRIH
T, AR LB, & FR R AL R R
T, g, A EBOTR PR 1 TRk
ZBFHE, W Er La, F Th LB,, Dy La,, % Eu LB,
BT, SRR TR B E A 20 Ab 3

XL IR B A A e AR ) S R O R U
Pb, U Ma, ZE & Th MB, /& T, HAEELFE U
MB,, {2 Th My, Th M;-N,. Th Ms-P; X} U MB, /44
—ER TP 4a) , FFEME Th X U BTHEREL
Pb LR R TLRAMNGTRE, —®
KB, 4 Pb MB, (55 A S, ZEFHAER
IrHrLE 2, LLIELEE Th MC,, M, %F Pb Ma, £ & 1

Ao,

JgCe LB,
Tal +Ph M B 2,15
L

X
T T T BB L e
100 110 120 130 140 150 160 170 180 190

I3 RN B/ (mm, PETL)

3 HGAR A B/ (mm, LIFL)
F A INE L L5 KV, HL100 nA, 26420 um, FEREIFE] 1 s/25,
LI R E A T R G R TR IEZR R

K5 SPUMEAARELEPETLA A (100~220 mm)FILIFL 4
(90~190 mm)F P T F14H
Fig. 5 WDS scans of natural monazite standard with PETL and
LIFL crystal over Rowland circle range from 100-200 mm and 90-
190 mm respectively

T, (H4 Pb MB, {55 3RS, ARUFE S5
FEWE S A BT I HEAC R, IR Pb Moy, SR
AT Th ME,, MG, %F Pb Ma, £ 2 89 T3 R IE
SEFRL 43HT SPLAMUE A iS4 I Ph ARREIE (]
4b), PETL 43 )% gk & Pb M, 28 R {5 5 1§95 b P/
B 4 2.58, RAFFMET Pb Mo, (P/B=3.03), {HH]
DL M e TS L, PR AR AT e £ P
MB, FoTHTE R

FHABKRE S0 AL R £ 1k
TR 5353 BT H R X RN G B S, T R A
ol £k 2 FLRE A o0 R TP T 38 i TR OE R
Keffv, TP IE REWIFE I (Amli and
Griffin, 1975): RiX B ILRL AW A LR ILR
T, EARETBILEM A SLERFE EIIE A JC
FH B ICEMITEGRE, RIEH B TR AF T
Fo b A JCR A EOS 2 TR I 28, Bk
THREAKXTF

TARE REC, (%):[Net CountsApos.B} (4)

Net Counts A

T RO 0T LASY R I ERASBRRE BT
P R BN ZA BRI T3 R B RS B B
B, AR FLiRG EARFERELZ , ARXETE R ARAER
FHRBM LA, FILZ R F AT
FEk, EREFIE THRAEREUG, HABFH
BT HR4ET B AR E Interference Correction AJ LA
ARG H A1 TR s

MR 2F M, MEAHFELEALE T LB, T
Er La,, Dy La,, T4t Eu LB, F1 Th My, T4 U MB, .
FATT AT R RN A A AR [R) B I 2 1 = s e
JE 15 kV., S 100 nA . SRBEEAE 5 pm, 43500
5E ThPO, A3FEH Th LR, 1 Er Lo, B934k, DyPO,
FRFEFR Dy Loy, Al Eu LB, A9 TECA K ThO, FRkErp
Th My, F1 U MB, ¥4, SRR R A ITHE
BT IERE (£3), Rk R A
Interference Correction X4 ZE0HE, FEHATE =5
Prist bR TPz, MR 40 E T,
Eu fl U B ELSE 5 i,

FREEFN ZAF B IE A2 B RS A B —FE,
HL IR E T —Fh Lo ik . it
BF, S EAEAHRIAE N SRR S T A i [ —ot
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R3 BITESHARERTOXIEr, DyXtEufl ThXtUBI Tt 2T R

Table 3 Correction factors for Th interference Er, Dy interference Eu and Th interference U in pure standards

NT A BThPO bk AT A WDyPO, Frkt: AN T4 M ThO b5k
Th,0, 7% Dy,0, % i 72.44 W% ThO, % & 100 wi%
Thifr 5O 4(E 35725 Dy A5 174998 Thift i MO HE 18272
Ex§tECrME 11980 Eudr i HECF4E 22578 U HECE 648.5
T RBCr, 0.335358 THREC,, ., 0.129020 THRECy 0.035488

R X GTAREEA L, AREfE OTR SR, T
FRAREEOL T, SRAMEZAA A SRS A0 -5 Rl A
A ST IV E bR ES B RE R, XS0 F
AN, NTAS R AT SR BT S, (AR 0 A 5
BRI SEA E AT Y o Fl IR S A
ZIR2E 5, i s S TSROV AE IE
HRETEY FERMEIE TR ZAFIBIE. ZAF BIFEA
FEIEFIFEUEIE 2, WISIETE A FIDOUEIEF, TMits
FERERRZ L) ZAF (/SR | ieft (SR EERE
JKFIEE, 1988 ; Pyleetal., 2005 ; &£EH, 2013),

SPI B A ARFE R E5 A PL Siy Ca, U, Th,
Pb A Lo KL 18 ML, HRA S ILR

Hys e wid, Wik oo RZHA TS
B EARFEARSIE . H ATSE B M A AR O ik

Toulouse K2£H N T4 B REE[PO,] F13E [F [E Z b
WERRI N T A WS F L 10 Ca SRRERRERBERE, WY
JCEMFERR T IR ERREE I8 A SPL A EI 5 Y-
GG, MEGETIEB R Y, MARFEdket
JEOU M %2, RO A R 2548 1 N T B REE[PO,]
B AR F &% £ 10 Ca SR kR ER BE BE, S ZAF
B30 1 224, #YW AT A REE[PO,] N 1T
RO AEAR A . AT, REHM &8
#B K A REE[PO,] bR FEAZ IE, 1fii Th Al Gd X B 4~
JLE W TR B REE[PO,] bRAEIE IE G & b
LM%, S5 RN LA B+ Ca frEERER B3
BEIEAS B R AR A A DU F B, Th. U A1 Pb
PRMEIESE T UL Th EAEYIRHE UO,. ThO, FI5
Ph I (F£4).

R4 SPUREAMENZRS ST & TEIFRER SN R ZAFFHE (wit%, n=20)

Table 4 Standards and average ZAF (wt%, n=20) for analysis elements of SPI monazite standards

JCE  ARFERLEAA S % ZARSME 2P A PRI
Si  SPI-Albite, Na,0 11.68, ALO, 19.76, Si0, 68.76, K,0 0.17, Ca0 0.23 1.0948 0.8583 1.2806 0.9961
P AJKSmPO,, Sm,0,71.06, P,0,28.94 0.9227 1.0012 0.9217 0.9999
Ca fzﬁéz(&iot }Z;I?’Ti‘z‘gfﬁi1&%";{%@1203 30.52, 510, 26.96, Ca0 25.16, Fu,05 ) 35 0.8879 1.0638 0.9900
Y  AHYPO,, Y,0,61.40, P,0,38.60 1.2445 0.9355 1.3303 1.0000
La  &JMLaPO,, La,0,69.65, P,0;30.35 1.0148 0.9935 1.0257 0.9960
Ce  BIMCePO,, Ce,0,69.81 wi%, P,0;30.19 1.0091 0.9907 1.0208 0.9977
Pr  &HPPO,, Pr,0,69.90, P,0;30.10 1.0018 0.9863 1.0165 0.9992
Nd  &HiNdPO,, Nd,0,70.32, P,0529.68 1.0107 0.9918 1.0195 0.9995
Sm [FIPICEAHAREE 1.0393 1.0009 1.0384 1.0000
Eu  &WEuPO,, Eu,0,71.26, P,0;28.74 1.0399 1.0001 1.0398 1.0000
Gd  [ElCasCE M Hhrtke 0.9042 0.8695 1.0398 1.0000
Th  [AlCasCE M HhrkE 0.9015 0.8675 1.0393 1.0000
Dy  AHDyPO,, Dy,0,72.44, P,0527.56 1.0550 1.0190 1.0354 1.0000
Er  AWEPO,, Er0,72.94, P,0,27.06 0.8928 0.8587 1.0397 1.0000
Pb  APbILEE, PbO 35.23, Si0, 29.15, ALO, 19.43, Ca0 16.20 1.0652 0.9373 1.1365 1.0000
Th & HThO,, ThO, 100 1.2390 1.1798 1.0502 1.0000
U 4HU0,, U0, 100 1.2251 1.1824 1.0361 1.0000
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FETF IR TS RN S8, AW 5EIE
S E T 20 A~ SPLAMUE AL 2E R (£ 5)
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FHXIPRIE IR ZE ZART 2% 5 &= T 1~5 wt % (1)
JLE Y. Pr. Sm Fl Gd, BE Sm LAAN, AHXFR R
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AR Si Al Sm WG RIS T i FE Y T oAt
LRM T, WA Nd (L3a,, W7 77.64) %t
Si (Ka,, U&7 77.47 mm), Th(La,, W 137.44
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W kW E 4 & %0 CNd-Si A1 CTh-Sm (43 %] K
0.022843 #10.003327 ) FH-H TR IE, [Hix
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Table 5 Analytical results and RSD of chemical composition of SPI monazite chemical composition

HEHEE S0, PO, Ca0 Y,0, La0,; Ce,0; Pr,0, Nd,0; Sm,0, Eu,0, Gd,0; Th,0; Dy,0, Er,0, PbO ThO, UO, Total
1 190 27.04 092 191 940 2487 289 1123 372 0.2 268 040 096 0.12 031 1192 0.17 100.57
2 191 2647 091 208 928 2466 296 11.09 372 0.0 259 041 101 013 026 1174 0.18 99.47
3 1.89 2682 093 214 911 2421 292 1080 3.74 0.1 256 026 099 018 031 1191 020 99.08
4 191 2678 091 205 930 2456 290 1098 386 005 257 056 096 0.15 027 11.86 020 99.85
5 190 2655 091 202 921 2442 292 1077 374 0.3 252 039 099 0.17 030 1171 0.18 98.82
6 190 27.18 090 204 927 2454 298 1105 383 008 253 043 100 011 027 1194 022 100.26
7 1.89 2664 091 204 925 2468 3.03 1095 381 0.0 250 039 1.00 015 029 1195 020 99.75
8 191 2686 090 189 924 2397 296 11.06 3.79 0.4 267 041 095 012 031 1183 0.17 99.17
9 191 2654 091 189 941 2470 300 1091 373 0.0 261 039 097 018 030 11.99 0.17 99.69
10 195 2661 090 197 924 2522 3.04 1121 367 010 249 040 099 0.16 028 11.84 0.19 100.23
11 1.94 2642 091 194 928 2478 298 1090 3.75 012 244 031 101 0.3 030 11.83 020 99.22
12 191 2679 092 206 924 2420 301 1050 379 0.1 252 040 100 015 030 1191 0.19 9899
13 193 2673 090 196 925 2450 292 11.02 38 011 261 037 098 015 028 11.92 020 99.65
14 191 2680 087 190 930 2460 291 1083 377 0.0 261 036 095 016 029 11.90 021 99.43
15 1.89 27.12 091 210 930 2486 297 11.03 384 0.1 246 048 102 013 029 11.84 020 100.55
16 1.87 2724 094 208 922 2424 298 11.00 3.82 0.14 250 052 099 0.4 029 11.69 0.19 99.83
17 1.88 2675 0.89 191 927 2429 294 1091 382 008 235 047 095 010 028 11.89 020 98.94
18 1.88 2685 092 217 932 2477 299 1078 381 0.2 246 041 100 016 028 1190 022 100.02
19 192 2657 090 194 930 2422 305 11.14 364 014 253 023 098 017 031 1171 021 9895
20 1.89 2648 092 197 934 2490 297 1090 3.72 0.5 261 042 097 012 030 1173 0.19 99.59

EHE 190 2676 091 200 928 2456 296 1095 377 011 254 040 098 0.14 029 11.85 0.9 99.60

SPI

TFREE 172 27.04 090 200 948 2504 297 11.00 320 012 256 040 092 015 030 11.80 020 99.70

2l

RSD(%) -10.67 1.03 -0.86 -0.13 215 192 0.7 044 -17.75 783 079 005 -691 520 323 -043 345 -0.10
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X bR o i 25 BEAC A BEAIR, PRl IHG AR 7T L) 22 0% Nd
AITh FHUEXT Si Al Sm & BB 5 XFF Smoc
R, AT IR T A B SmPO, F1% # +
) Ca SARERRER SIS MR EFRAE RS & 508, &
& BN T A SmPO, #-fE ZAF (1.0393) 15T H
+ B Ca $0RERRER BB (ZAF 5 09103, n=9), H
KIEJG AR A S s X SiJeER M
ST, 2R T ZIETE(Y (TAP, TAPL) [RIA4#T,
TR BRI TR L, A B 2R 2R
HOA BB Si A1 Sm PN T EE B 2 A 22 0 = 1)
TR, (H A TXph A A S R AR RN, A
Si Fl Sm % 1 SEIMEATS RER H

5 Jrikmgh Ry

X T A Ak A B A3 R A R O &R I IR 2%
e, BRI SE R E A EE Cameca SX100
Ultrachron ( il &4 K% 2[5 R=160 mm K43
1K LPET/LLIF, Koneény et al., 2018 ), Cameca
SX50 (Montel et al., 2018) F1 H A% H, F JEOL
JXA-8530F ( Jit & PET/LIF, PETH/LIFH 43554,
Shimizu et al., 2017 ) SFHFHRE F, HAES T Ph
JCE R WEN 22, A SCHE H AL T3 % 3 L 7
TREF JXA-8530F Plus A K% 2/ (R=140 mm ) K
S3GAR IR PETL/LIFL fERE B, EES7 T RS i 2
T A bR RE R TR Wb Ac i, AR SR
MR AR S AR A . SR e AR L S LA-ICPMS
B o0 2 4 B R ARG v R Bds . 3l AR YR BE R
AR PUR EEIAR,

(1) HFEa s e, I E
HATHTHT, KRR A AR L BT eIt R
FEAN B R0 TAE, DRI R T E 20 R
FBAF SRR EAL, TS RHEEZ [ EE
KFR,

(2) Th 7EM B A PR e 2R FE R g, H
BeAJE A Th & BB AR, AT AL wi%
FJL wt%, 1 Th B9 & ke T A8~
A1 Ph S i A S L Ph I 2R B Ve RR . — BRI,
= Th lE A, PhILR(GS RIEHR, 52k MB,
LR, RBRUFHIEETT Y Ly, 1 Th MC,, T4, HXF
TR Th Uz Ar, P AS 7 AR 1) P & 7K,

MB, 26 Z W5 SR AR R 559, VETF LW/, ik
T B 8 T B AR, AR T 0 B AR Y
Pb Mo, KR ER AL R, TR TR E05H0
B Y Ly, £ Th MC,, HI520
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o, ERMENER ST OCER Z Dy, Th, Eu, Er, H
GESEMEHN 0.92 wit% . 0.40 wt% . 0.12 wt% .
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