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Determination of elemental sulfur in rubber insulation materials

LIU Shihua'™* PEI Yipu ' ZHAO Wenyan'' YUAN Qingdan' GAO Hui’
(1. China Building Materials Test & Certification Group, Beijing, 100024, China;
2. Shimadzu Global COE for Application & Technical Development, Beijing, 100020, China)

Abstract: In this paper, the determination of elemental sulfur in rubber insulation materials was studied. The sample
particle size, storage time, extraction solvent and ultrasonic extraction time were discussed.After 0.1 g of particles of
2—5 mm were extracted for 12 min, sulfur was determined by liquid chromatography. The results showed good
reproducibility and accuracy, withthe recoveries of 95%—105% , and the relative standard deviation below 3%.
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TR R FINE2E A EBARGI T, X T 2™ dh v (9 B BORR F) e A R Ak 20 A7 1 P I A A L B4 3 i
AIBRIE. PR, S e Sr — Rl G 2B T4 ORI L Hh SRR A I 1007 k. R SCRR 732 I ASTML CA71—2017( A1 B AR S A1
P A ) ) U A T SRR vk BT R VRO G I A AR LA A SR TR 14 7 1

1 S:36%34 ( Experimental section)
1.1 RS

A FRIK, TOK LB Rl LR R, LR 4l WG 20, Rl s W R 4l s IO S Ak e , DR gl e, €3
i s B AR VB IR TR AL
12 UEHEA

WAHEATE{ (LC-20AT, Bt A 254 nm LM ES , H A B H A F]) 5 WAH €35 4L ; InterSustain C18,5 wm,4.6x150 mm;
PRI : KQ-300G VDV BUBHE il Kol A P e e (B LT A LA A R 7)) 5 GT10-1 B vl 5 20U AL s i 4l
K & A4 (Milli-Q , Millipore ) 5 LR ( A200S, 7 [E Sartorius A ] ).

PLSIA B /K =97:3, 8 1 mL-min™" , #EREER 20 pL, UV R0 88 A K 254 nm, HEiR 40 G, 40 E] 10 min.

GT10-1 %3 & B O ML 546 5K 4500 r-min™' ;KQ-100DV SUSRECES M A5 P TH TR 2% . 91K 45 kHz.
1.3 FESATALER

WER ARG SRR AR T PR IS SR A 0.1 g(RSTIZE 0.1 mg) , B T 10 mL B W HEAE T A 7 mL £ B
RO, B BRSSP A1 5 B TR 40 °C B8 FE 1 U 25 v HEA TR 7R 2RI, FRIRRR ) JE s B O I RIE TR A
0.22 wm JE IR M i 2 O B A R T, B 20 L AT IR €35 43 BT
1.4 ZEICR TR VR BE I 2

100 mg- L™ HTBRAR R : 7E 300 mL B IS HEAr b YRR ARV 20487 0.1000 g, ) FLH A 200 mL LB, ¢ FF
ST IR G IS 1000 mL &, T S RERRE 2R, 3250, I AE TR .

BT HRARUEIR IR 25 43 BIRSEL 38 100 mg- L™ A BA AR AR ME B :0:1 .0.5.1.5,10, 100 mL. 25 I A, B 2 BB
BEZE 52 AR AR ER R A5 0.1.0.5.1.5.10 mg-L™".

FHYBCR (0038 ASC I 5 AN [ 0k 38 ) R B A AV, LAV ¢ Cmg- L0 AR AR AR A B AR v T A il 2 IO (3 A 5
25 FA X BRI ROV it 147 0 TR PR, P00 5 oA ot 0 T LR 2 2 P 0 R P e AT R, PR s o o 42 e 90 75 30 25 U
HHEABURR AR EE (¢ ).
1.5 BB ORIEARL B ST R B Y15
c XV

PRIRORIEAA L T LR R L 0= (1)

K, o IBIBLEM R AR A A, me- ke 5 ¢ M MABRAERNZE I B ZEBOR B0 R AR A mg - 1715 V R AEEL
FE S TN ZEBOR AR FR, mL; m SRR BE  g.

2 ZR 5+t (Results and discussion )
2.1 FERIURLR/IN

FREURE 22 ML i 5 AR/ N e | R I 7 5 R A DR/ N o S 360 45 5 () 5 il A S B i B 3 A RAR SR O IR
FERHEE A, 43 B 0.1 gCRE B 0.1 mg) RifR <2 mm . 2—5 mm 5—7 mm B4 3 ZLAE S AT 5 0324 PR 22 B, 0% & ks
KNSR, SR BTRR 7 i AR I A5 Ak i AR B R A BHE R VR R vh G0 T A3, g Z2FLATRE, T L G0 3 ZE B
T S Gy ke U 2R LS8 4 S B2 SE I T BT A 2—5 mm, T H AR,
2.2 RIS A A

i T B TR AR 25 AP RETHE A SCIF ST 18R B 3R 00 A 2—5 mm DRSS 2 T 1A 2 BT ik B A 1R B 1], 433104 0,24
48 168,336,480 h, X il i BB A 75 12 4532 . 3 LA 5t 3 B AR 2—5 mm B9 URLS , 0B AS TR B TR), AT 09, A& SR T
SN AN TR TR i) %) 225 SRAR X AR v 2% (RSD ) <3% , T A5 21 (1) PRS2 2 205 SR AR, BY LS00 S5 | B A T ) X PR
B S5 R 5.
2.3 B RIEE

HREHA T, BT LW g W 200 H 2R IO S A 558 DLV 77, 0 SR BB Am 1 & 0.1 g 43 03 i T
1000 mLZ L ZFR 2T UG M R UG 290 eI e 4 100 g - L™ (0 BRI AR vl 8 45 U, ZVBOME (3 AN L AR
VTR AR, TR AR R/ NEEAR — B0 R B L) JURCFRI 38 T LAV o BT, , B/ INFR 5 B AR S B B S AR TG 711
2.4 PR FEHUAT ]

FREL 0.1 g BEG A 7 mL ZEEZEIGA G , A FEAS ] 875 2 IR (] %o Ao 25 AR A 2 ). 43310 2.5.,10,20.,30
40 min. BRLJTTHEAE URCR A 5 . SRS SRR LU H | B35 8 7 1 [R] ) 84 0, SRS 79 A8 BCRAH W 3 0. 10 min J5 SERG 45 5%
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FEARTEE N T ORUE TR AR HE 4 | 38 4 JiE 4 AL I ] | A S AR PR AR U] 12 min.
2.5 ARUERMG AT AR H R

FIFH 2B A 03 W8 vk 1.4 BE il G5 28 TR N B9 6 VR 43510 0.0.1,0.5.1.,5 .10 mg- L™ 1 B BB A
VWL, TR HERE 3 0, 3 ORI 1) P A TET AR A SRR (VR B € i bm o i 4, Ak A Rl €=3.31x107° A, MK
FHCH 0.9997.

PRI S I AV B RV T, FERERE A PF T IERE SR S S Fga i e N 4 3 A5 158
IR BR (3S/N) A 0.0014 mg- L™ ZEFRFERCA 0.1 g, A ZEAARUR 7 mL A4 T AR HBR Y 0.1 mg-ke ™.
2.6 KR

7 FH IS S R G A AL B S0 A, BRI 3 AR ) AR SR R A BHRE 5, B AT I E 6 IR BB & = TR
[FiJ A ity v 14 AR 5 S AT X R v I 22 (RSD) L FH 36 1 AT, S 45 SR RSD #BTE 3.0% LAY , WA A7 L OAG 26 B L4

F1 KEEAK(n=6)

Table 1 Results of precision

52 {H RS 1 B 2 FEfh 3 52 15 B 1 Fedh 2 B 3

Measured value/(mg-L™") Sample 1~ Sample 2 Sample 3 Measured value/(mg-L™") Sample'l . Sample2  Sample 3
ME 1 2.41 0.51 5.20 DEAE 5 2.48 0:52 5.13
W E {8 2 2.39 0.49 5.17 WEAE 6 2.60 0.49 5.06
e AE 3 2.40 0.49 5.02 TFH(E/ (mg- L") 2.46 0.50 5.09
M SE A 4 2.50 0.48 4.95 RSD/% 2.8 3.0 1.9

2.7 ARG
B 3R 3 AR LRI A A S 04 2 BB VR 3 T I AN T) A 3 1 B O o o VRS VAR, A7 AN [0 ¥k 3 7K ST B s T ol 552
I N 2 SEFL A4 FFR SR AE 95%—105% 22 1] , i B 7S 77 122 0 1t SR v iff ] g

&2 JdR R
Table 2 Results‘of recovery

. D5 A1 Jinprd e S
Fhdh Measured value/ Added amount/ Measured value/ RESS
Samples 4 . 4 Recovery/ %
(mg-L7") (mg:L77) (mg-L7")
1.0 3.50 104.0
KEf 1 2.46 2.0 4.36 95.0
4.0 6.45 99.8
0.25 0.76 104.0
K 2 0.50 0.50 0.96 92.0
0.75 1.27 102.7
1.0 6.13 104.0
K 3 5.09 2.0 7.05 98.0
5.0 10.05 99.2

3 #it( Conclusion)

A SCARAL T AR I CRIR AR T B TR 5 AR S 1 T A B A R T 0 3R BT B 2—5 mm A SSORL 0.1 g, DA
7 mLZBEZERL 12 min J5 @ A4 3R 5 v 0 A TR SR ORI DRI i ARSI b ) 25 SRR W TS B A, R, et
T AR PR O IR AL BB ) R A T R | VR LR
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