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Analytical methods of methylsiloxanes: A review

ZHANG Xirong WANG Wenjuan CAI Xiaofang QI Donglei FENG Di""
(School of Food and Chemical Engineering, Beijing Technology and Business University, Beijing Engineering and

Technology Research Center of Food Additives, Beijing Laboratory for Food Quality and Safety, Beijing, 100048, China)

Abstract; Methylsiloxanes have huge production, and consumption. As a new class of pollutants in
the global environment, some methylsiloxanes-have been restricted in industrial production. The
homologues of methylsiloxane are abundant. They exist in a variety of matrixes with large differences
in content. To better represent the pollution levels of methylsiloxanes and assess their possible risk to
the environment and human’ health, it is necessary to establish the accurate, sensitive and efficient
analysis methods.. In this review, pretreatments and analysis methods of methylsiloxanes in multiple
sample matrixes were systematically summarized. The pros and cons of different methods were
compared ; andthe problems that should be paid special attention to in analysis procedures were put
forward. The prospect of further research direction is also included.

Keywords : methylsiloxanes, pretreatment, determination, qualitative analysis, review.

LAk SRUbE 2 — R I —Si (CH, ) ,—O—H & BTy LAY A DAL &, HRHIE 32 5k 25 4 7] 43 SRy 2 A Y
FeFE B (linear methylsiloxane , LMS ) FI¥A 7 B L i 480 B¢ (cyclic methylsiloxane , CMS) P A2 | 3 4 43 51)
F Ln F1 Dn 375 (n A RE R0 U2 H SRk SUBE VR S AT HILRE 7= i (CRET | EARRE | REART IS 0k Ao 11 EEK
F) 1 322 SR El P TRl Bz N T AILAR L O RS i e e AR R B S A
HPE SR AR S B PR U, IR R D AR KR R Y AR e AR R
BERE S A AP HL= G (personal care products, PCPs) M) BRI AT ASRLLGUREAR S e gy

2018 4 5 A 30 H Uitk ( Received : May 30,2018).
* [E 5% HARBHE R 42 (31871722) ¥E B
Supported by the National Natural Science Foundation of China(31871722).
# o« BIHERER AN, Tel: 010-68985378, E-mail ; fengdi0618@ 126.com
Corresponding author, Tel: 010-68985378, E-mail;fengdi0618@ 126.com



4 14 SRR A R S UE 10 0 T 7 ik S 851

Kt SCBkEL IR S LMS A 12—116, CMS 5 D3—D25. 3 43 H 3L hk 4 o, T L 5 % o PP 6 7k 4ot
(volatile methylsiloxanes, VMSs ) R BAT @ #8 & M IRV M IR R A S A=W s S0k, e et &2 ¢
2 H AT G0 0 i 57 # 5, JE A CVMS (eyclic volatile methylsiloxane , 3 8 $8 & 4 B 6 fi: S0 g )
(D3—D6) LA S LVMS( linear volatile methylsiloxane , 2k 147 M FH BEE U ) (1L2—LS) B9 sE i 2, L3
et b 25k L 1.

K1 HE U VMS kR K25
Table 1 Property and structure of common VMS

HAXS 2374k . .
. U A
4 Relati o 275
feam oss o R ot (25%T) “ (25) ht
Chemical molecular Boiling e Constitutional
Compounds CAS NO. . Vapour ) Solubility/
formula mass/ . point/°C _ formula
4 tension/Pa (mg-L 1)
(grmol!)
0
12 107-46-0  C4H,40Si, 162.38 5626.2 101.0 0.93 l‘%i/ \Sii
/ AN
0 0
L3 107517 CgH,, 0,51,  236.53 465 153.0 — W .
/ VAN N
0 0 0]
4 141-62-8  C,oHy0,S8i,  310.69 64.8 194.0 P jSi/ \51/ \Si/ \Sii
/ /N /N AN
0 0 0
c 0.5 \S/ \S/ \‘S/ AN
L5 141-63-9 H Si 384.39 9.39 230.0 — —Si Si Si
12H36 U415 P NN

N v
—8i—0  0—Si—
_ NN

M4Q 3555-47-3  CppHy0,Sis  384.84 — 104-0 — Si

ANV
D3 541-05-9  CgH;305Si; 222.46 1146.6 135.2 1.56 /Si\ (0]

D4 556-67-2  CgH5, 0,51, 296.62 131.99 175.7 0.056
=S
(6]

D5 541-02-6  * CyoHz3,055is 370.77 23.198 211.2 0.017 Sli Ai/
7\

D6 540-97-6  CpHyOgSie  444.92 3.999 245.1 0.005 -5

2007 4FFE[E R E (US EPA) FEPRZ A 441 (OECD) ¥ D4 D5 F1 D6 A28 h « i 7= i b 2
fn 202 2009 IS RBUF AR B 10 ML S P58« B AR B e N A h
B, R AR 13 R 1472 2018 4F 1 A KK /A A T — 30 1E A8 1T R B 76 B0 Ak 27 b Tt
AL FAT FIFR 1) (REACH) B4 XVIT )75 Bl——Regulation (EU) 2018/35.3% ¥ HL7E B4 XVIT b
hn g 70 TR G, B D4 F D5.2018 4F 6 H |, BRUN Ak i 45 B R % A e 4, 28 B Bl B3 1 2% B 23 0F
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Al BRI AL 2 5 4 B S ( ECHA) % D4 DS F1 D6 31| A 1 J& 5 {32 9 J5t ( substances of very high concern,
SVHC) fi 77 £

AR B T K S04 5K R SR X A AR B i A PR 9 R SR R AT T 2553 Y s e 1 [
FYEE AR SRR BOR O T AR AR T A S A5 Gk DAPTAL O PR AT
AR RRE A P REIXURS: , 5 B N7 g 200 R 0 VA 1 20 BT T3 125 AR SN 3 4 of FRY L S0 PR ot 7 A P
AR GEMESGERITEMNAT T G508 BA I R T A INER A SRR Z AL JF 3 2 oG it —
ARIESER IR, LISk FR R S b i SE TR AT FE 4 it T3 B0 27 (R Al . TR Ak S e 70 S RIS ity B o v
B i I AL 377 ARSI 5 2 L% 2.

1 FmuraERAR

R it T AL B 5 A o b A R B AR A T BRI Al DL R i e AR R AR R IE BR L Y
M), i v R 7 ik ) SR B0 R R AR e A TR A ot B o o 8 PP ik S e O AT AL BT YR M 2 H
B2 =28 (1) WA 2R I QB G i 28 TR B I 75 A7 B A BRI I R 348 00 AR A 5 (2 ) TC i 7 AR B
9 InERATIZS (headspace ) WK FH 2E ( purge & trap, P&T) | [& #0138 A% B ( solid phase micro-extraction,
SPME ) 1B ( thermal desorption, TD) 45 ; (3) [FAHZEHL ( solid phase extraction, SPE) 1 QuEChERS ¥
( Quick ,Easy ,Cheap . Effective . Rugged ,Safe ) 4.

1.1 2R

(1) R EIZEUE (Soxhlet extraction,SE)

RGP IR AR G W TR B | 1200 AR I 790 [ Gt R 5 D P 3 o 2 it IR g 2 8 X AR A
T BRI T R 2 R A LA RS I, A IO iy (HFBIRE W R0 e | EL#RAE 52 4%, TRt I T
HFFATZ Helling 2 AT SE SEFRHUN T @ IR KL GMS(D6—D50) Al LMS. 15 Jeff # i 32 5 f:
IIATEK Na, SO, IRA 5], K5 B TR RGP, BRI 4 h J5, DoH il =0 AR, R
"H-NMRJ7 ¥ 26472 28 1 400 % v AR H B (limitof detection, LOD) A 8.7 wg-g™ (H M =) , FEHA
BEr ISR 101.3£6.7% .

(2) BB B A B ( Ultrasound—assisted extraction, UAE)

UAE I FH 8 75 I 58 5 T 238 KW 5t 73 1 3 S A0 S 0 2 8 s 01 25385 7, DA s i BBy s
11920 B AR RCR T  2 TERAE SR S0 R, 7 PP ik AU 180 3 5 A BB vh o e iy A e 2.
U1 Sanchis"™ AFEE ST T T B F A T VMS 1 1F O e 8 75 i B 48 B (3% - 3 BT 3% ( UAE-GC-MS/MS)
i, e B BR (limit of quantitation, LOQ) & 0.1—1.3 pg.g”' (L3—L6) ,LOD &y 13—39 pg.g™'(D3—
D6) , 751 IR 7196+-92%:Sanchez-Brunete * 55| ] UAE (1EC %) #2319 DA—D6 il 14—
L14,L0OD 4 0/5~1.1 ng-g ", R 5 514 87.7%—108.0% F1 84.9%—107.6%.2012 4F 10 A 1 HiZ 3k
] S it %)  REAR I TR o R A AU e 5k B DU ) ( GB/T 28112—2011) il H T UAE (A ) 25
A GC B GC-MS W5 Rk AR e A e v H B RE Ve 3R B 5 SE A LL , UAE 48 (TSR IR 1550 T bR
K, R EA 2 LA, R S B S BRI AR B2 (dispersive liquid —liquid microextraction
DLLME ) B¢ T, T 7 WA AR it v PR e 4R ) AG: T, 32 7 1 Pl | AR AR, 2 17 458, B 55 A B
Cortada %'/ FI| i} UAE—DLLME—GC-MS 152 /K FE iy th 8 Ff VMS (12 14 L5 ' TMS . D3—D6) 1%
i, E SRR KA oI A SR AU, AR5 HEAT R A AR B R T GC-MS 43 BT 3005 B 1Y LOD
4 2.0—0.40%10° ng-L™", MR N 71%—106%.

(3) IR FIFE B ( Pressurized solvent extraction , PSE)

I 3 79 2% B R D 3 8 37 26 B ( accelerated solvent extraction, ASE) |, 75 € B F2 A I3 75 771 2% B
e 4 T T AR A A A B R ) M BRI 2R e, Bt A R A% B ARG I A R R
T H i R AR R A AT B PR AR D SRR R, 2 T VA TR 9 AL 3. Zhang
A0 T 4 1 S VA AU, LA R CI-TECUbE (V2 V= 1:1) M AEBUA 7], £ 150 °C A1 1500 psi
WA T XERER S T 6 Fft VMS (D4—D6,13—L5) #4717 AL, J7 i MR N 70%—120% , HI% 5
e 22 (relative standard deviation, RSD)<15% (n=4).



853

SRR A R S UE 10 0 T 7 ik S

4 14

(35 T o 3 7 ouexorsAypewipiod ) SN (of | -8u fqf_w.Su feigy

[ev] €L 0€° 101 (01x0L'8 TN s SINT*0SA—90 * SO HE
kadl 01'¢—0€T €01—56 01x$0°T SVV — SWAd 37314
[17] %S> Y0I—26 (01X8ET ¥ 01%SS°0 SVV — SIWad S Ryl iy
[e1] — 66883 $0°0—10°0 SIN-D9 SHAYDANO OvIN 9d—¢€d ‘ ST—C1 H @
[ov] S1—2l 7869 — SIN-D9 13®d 9a—v L4 g ik
[6€] — 6L—9S €5°0—IT°0 SIN-D9 13d 94—+ HEHWHN Beg
[8¢] 00"L—06'1 6—IL $0°0—10°0 SIN/SN-D9 avn 9T—¢T1'90—¢d M ST
[Lg] — — — SW-LYVa — LSINAd H
[L1] — — — SIW-D9 I®d 8a—¢d‘ LT—C1 pER A Y RED]
[og] S1> 0T1—0L qe-0TX0'S—¢_0IX0'C SI-D9 ASd SI—¢1°9a—¥a Y CRYER Y CRYER]
[sr] s> 89—G9 €6¢—8T€ SIW-D9 qvn 9a0—vd [
[sg] SI> YOI —¥L 1<0TX0T T—¢01x08°0 SI-D9 s [UE 9d—¢d Yl
[ve] — 08—¢L €99—L8'1 SIN-D9 avn PIT—01T ¥1° LA—¥A [ e
[¥1] or> 8 SLE—L10 SIN-D9 SHAYDANO 90—¢d‘ ST—C1 K WY
(6] 91> 801—08 qc0TXL0—¢01X01°0 SIN/SIN-D9 avn SI—¢1° sd—ed IS
[e€] L1—8 98—¢S ¢-01x08'61—¢_01x08'1 SI-D9 SYAUDHANO 9d—¢€d ‘S1—C1 EE AR
[8] 9°81—L9'9 PP1—9L L80°0—¢-01%0°9 SI/SIN-D9 i e LIT—¥1°Ld—¥d AN [k S 1]
[ce] 6'L—1'1 96—718 q08°'L—09°C S-D9 ANdS v 0 €1°90—¢d Ol ) [ e
[1€] S1—¢ 68—¢€L LE SI-D9 ASd sa (=3
[L] 81—CT'v S6—69 «(9a)00°¢—(¥1°€1)09°0 SIW-D9 I®d ST—¢1°90—¢d ¥ H
Log] 6'61—01'F STI—IL A SIN-D9 SHS sa [ 3
[62] YZ—O01 901—IL 4£0IX07°'0—0°C SIN-D9 ANTIA—AYN 9d—€a ‘ST—¥1°T1 ifEhd SRl
[82] —1 66—L6 2c01X00T—c01X0S' T SW/SIN-IDAY — Sa‘va Y&
[LT] 6> 01—L6 .81°0-10°0 SIN-D9 qdS SI—C1°90—¢d LI
[92] — 011—08 F1T0—11°0 SIN-D9 qdS 9d—ed W ar
[sz] L'€1—01'9 6—7C8 0 —L SIN-D9 aL SI—C1°'90—¢€da [ [ 2
[¥2] 00T~ 6 0€°0 SIN-D9 AdS sa W Ry WHEW
9% /uoneIAGp (,-#.8u) spoylout punoduwon
$90ULIaJOY prepuEs oanEoY % /K19A009] /U0TIDANIP wont( E@E%@bEm - uondrosa(g EGIN
Wixsg asa ke ] MM_M_M LY SEhLLT Ty 0k oy Pl S

SoXLIjewt QMQENW SNOLIBA UT m@ﬁmNO:wTASHQE Jo wTO—ﬁ@E CCﬁD@H@T pue sjuauneanar g d[qe],

e AT h T

AL 3 T 7 DL o 2



854 57N 53 1k = 38 &

Sparham %Y FI F PSE—GC-MS AR M 52 T /K DT 1 (5 DS.FESLZE 1500 rpm A9 55 8 550
10 min, R EFEG T A9K S, FELL SR S BRI, INA CP—DS5 kR, 7£ 100 CHT 1500 psi 2544 T 1K
150 s, $EHOGKH 4 TC/K Na, SO, T )5 H LR SR E 2, fe )5 #:47T GC-MS 43 Hr. iz 07 i IRl 73%—
89% ,RSD "N 3%—15%.

1.2 Jo¥ R A€

(1) T2 (static headspace , SHS)

A T2 YRR o B T — 8 T 25 [ () 4% PR 5 o T — TR S ARk 3 Bl 251 =, B
FEEAMIEAT GC T B 7 i, 18 A R AR B s Ak A, BT BAE T LAY T4 > S5 R . Sparham
SO Sy T KR AR R DS 1 SHS Ty B KRR ST TSR, 80 °C TR OF-T 10 min, FESAE N AR
AN GCIZIT ) LOD J 6.2 ng-L7', [FICEN 71%—125%.

(2) R (purge & trap , P&T)

R AR 4 F SR A AR AE SR 4R (S GC-MS BXHH , v 42 8l 285 T 4 5 5 A - RSP T - A o -
FET— A SEEURE S 4 A SR, ok T SR BIMEITR TR I AR A TR A B 4 E B P&T—GC-
MS X ek i 7 AR PR B (A VMS AT T R M R e A0, Kt 1.2—17,D3—D8 M)tk 4h , Fil
P&T 5E W HERYI S £ 25, B T FBBLR =2 &b, 38 m] B AT ALY 50 e B U Kierkegaard 25 #2577
FEIREAS (it b H Vb A 55 ) D4 DS D6 ) P&RT—GC-MS J5 i iZ i L ENV+ (BRI R R L
Wi— ORI LR ) W R, R A P&T XA AE A ity CYMSWEAT 8 48, BifiJe FHAE O Be b ATk
Jii, GC-MS FEATINE | 455 7% LOD 24 0.21—0.53 ng-g™", MR A 56%—79% ,RSD K 12%—15%"*" .
Horii VS5 67 T HiZ /K Y D3—D6 Fll L3—L5 BY P&T—GE-MS I FH 75 12 3% 07 okt RS KR e
50 C &M F LA T Lemin™ AY3ER IR 2 H5E I OE R BAHZEECCSPE) A48 B AR , S8 )5 FH — & R e itf A7
e, 7 E ) LOD 4 0.6 ng-L™'(1L3,14)—3 ng- L' (D6), MK A 69%—95% ,RSD N 4.2%—18%.

(3) [EFHIHFEHL ( solid-phase microextraction, SPME )

SPME SEFEI W 45 55 i W o1 — 1A, # VR T ( me 0 52 L, 38 4 R P 5 2 1 T M 0 I 1) A6 L.
Companioni 55"/ #37 T SPME—GC-MS WX K £ i o i 7 B FR 7k Ut (12—LS, D3—D6) 1Y 43 #t
I b Xt 4 Fh 4 4E sk (100 wm PDMS,65 wm PDMS/DVB, 50/30 wm DVB/CAR/PDMS #1 85 wm
CAR/PDMS) K 3 BUAAE AT T AL, Feflt 254 65 wm PDMS/DVB £F-4E 3L 7E 25 °C T A HL 40 min. 571
f LOQ 4 0.01—34 ng-L™" , RSD<17% 35" FI ] SPME—GC-MS 3:XF b 5 i ol y5 K A R B 34455
KR D3—D6 1.3 Fil L4 #8477 4087, Je 25450 65 wm PDMS/DVB £ 4E3L7E 24 °C T A HL 45 min,
5§ Companioni FOZ5 AL 515 LOD K 2.6—7.8 ng- L™, ISE N 82%—96% ,RSD H 1.1%—7.9%.%f
BRRAENT A T SPME Sk M (3 450 A p I v b fAc rh VMS RS DFEAT T e vk Bk e 4y
Br. 25 B W% 19.50/30. um DVB/CAR/PDMS 75 70 °C F#HL 50 min A fe 2R BSR4l
1 3CHkH, PDMS/DVB 1 DVB/CAR/PDMS {ii T PA .CAR/PDMS H1 PDMS, Al ¥ &y SPME 4341 VMS )
e oerEst.

(4) B ( thermal desorption, TD)

TD J&— Bl BEAT RO 5 K M43 2R 0 T DA il 5 Jo sl e o 5] v e W0 18 R T 5% 8 &2 GC itF AT 43
BrEEEAR AT RBE ERETE A GC RYRE S, W [ AR 5 B B A AR 0 SR A 55 Wang 55 F RE IR L Bk
30 AR SR A T Ak 1) 22 BOAR G ANAE Sl SR A4S Th R A7 25 SRR R SR AR, TD—GC-MS BX FHGHEAT
JBE RS B A Lund 262 F ] TD 454 GC—IR (L1490 ) -MS J7 ik AERERC W3S FPid th T RE B IR R 9,
KX VMS 152 7 B A TR AR FE. Helling 257" FI F TD—GC-MS B-FHZEFH T 10 YR A4 5245 2L A
HIREEE e D6—DIS.

1.3 AR

(1) EAHAEEL (solid phase extraction, SPE)

SPE i FH i 2 W BfE A4 L, 4R & 4R 5 2l b Sy — A, © Bk T R B AR S B AU Y 43 .
Kierkegaard %[24] F) B B35 Isolute ENV +Xf 23 5 19 D5 L#??WWEH%Q"%IEE%%&EHE, SR )G H GC-
MS 2347, LOQ £5°4 0.3 ng-m™, BICR Ky 949% . 5 #4E°° RH SPE(C18 /ME) 5 GC-FID BN & K i%



4 14 SRR A R S UE 10 0 T 7 ik S 855

T /K A D4 A1 D5, 10D 4 0.30 ng-m™, ik ISR A 80%—122% , T EIME KL 4

(2) QUEChERS ( Quick ,Easy ,Cheap . Effective , Rugged | Safe ) .

QuEChERS J&: SPE 53 5t [ A4 HH A A 2L Fdt— 2 & 8, 38 F T2 290 dh 24 o PR i B AR W)
34T X5 L5 BORE i 22 SN (BRI I ) 3 IS , SR FHZEBGER ER T 3 2 5, R R T 4 SO OB, >R
FH PSA s B W B350 5 B 5 rh 48 IR T (A HLIR I IR K AL B 946 ) 454 il B850 i
B, TR By B 9 3%k B ISR o s B R 2 T5 e/ AR 454 Sk
AT B 2550 22 e, B R i 22 1t 1y P T 0 4 356 ot o PP 7k SR e A AT A B 40 Wang 2600 R FIZHE R
TS (a8 A 2K RS VMS $EAT T 48T, iR CR A 70%—108% (RSD K 5%—15%) .
MHRFE S A G X A%, #1835 30 min, $2BUF T A NaCl 432 )5, B KBS 2 3% #2 B 30 min,
5000 r-min~ B0 10 min, F 5 FERIR T RARFIERER) GC-MS 437 Capela 5517 #3774 AP B 5
(IR 5] A B R EL) th VMS B QuEChERS—GC-MS J7vE AL I A NAR K E A2 iR 2% 3 min,
A 10 min 5, MATJE/K MgSO, il CH;COONa %% 3 min, £5.0> 10 min. F{E W FHITATCIK MgSO, \PSA
N C18, B L, R E T, IECHEES , GC-MS 3T 3% LOD 24 0.17—3.75 ng- g™, ¥ M
84% (RSD<10% ) .Ramos 25" FI| ] QuEChERS—GC-MS J5 ¥ X} FA 5T F1 -+ HERE S b 8 Fh VMS (1.2—LS,
D3—D6) #E4T T 204, I 1LY LOD 24 1.8—10.8 ng-kg ' (#A4t) ,3.4—19.8 ng-kg "(HHE) , HIy i Ml
RAYRIH 75+11%H1 69+17%.

2 HEESKENNSESNAE

R Rk U AN R A I ik 2 | E B s | B i i O i vk Rt i - s i . L rp i
LM HENCRETE (IR) B REFEAR (NMR) | 5T IO (AAS)  HLEHE & 45 8 71K & 61 % (1CP-
AES) , 2T H A e 00 28 P53 B B A B 15 e AR 938 B SR HE I 43 25 Tk S i B Y v R
PYABTER FH ( GC-MS) LA H At AU A FH I e, FP 6 ik 4056 7E TR ONMR D & IS 8 P 4
BT o R AR 33 D AR 2 DL 3% 3.

R 3 HIHREESEUE AL TS 9 SRR S T

Table 3 Characteristic peaks and ions of methylsiloxanes

[N E RS FRAE E= BTN
Methods of instrument Characterization References

866 .800 em ™" Vi i), 19 Si—C MR 5) 5
2963 em ™! ¥y fHAEHRE] 5
IR 2909 em ! Vey s (AR ; [54-55]
1260 cm™' ; Ven,—sian, MRS ;
1086.,1016 ecm™ Vg, (HZRIRSN)
H5=0.05 ppm, (Si(CH5),0)
H§=0.11 ppm, (HO-Si( CH;),0-Si(CH;),0-)
NMR 1§=0.16 ppm, (HO-Si(CH;),0-) [43]
1§=0.08 ppm, (Si(CH;);0-)
16=0.03 ppm, (Si(CH;);0-Si(CH;),0-)

m/z=221;Si( CH, ) ;—0—Si( CH, ) ,—0*=Si( CH, ),

—Si— (CH — Si*(CHs
m/z:2()7:rfo Si— (CHj3), ﬂ;o i*(CH;)

MS | [9,56]

m/z=147.Si(CHy ) s—0*=Si( CH, ) ,
m/z=73:Si"(CH; )4

2.1 ZL4b 3 (infrared spectroscopy, IR ) M {8 L - 25 $ 21 4b 56 i 15 ( Fourier transform infrared
spectroscopy , FTIR)

IR & —FhEE R 73 F IR S 0GR B2 A 4> 7 IR S RE i 28 Aok B 2 7 T h AR A 1Y B fiE

STLUFTIR 2 BT X T W0 5 M £0AM AR () L AR 8 107 45 21 (0 3%, v IR 155 (0 iR AR ey (i o
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G T A B A i Sy SRS S5 R ] FTIR M0 22 B8 FH RE AR /9 8 40, 45 31 32 22 45 4F 3% 04 . 2963 cm™
(V_cn, AR SN) (2909 em™ (Ve o MHAFHREN) (1260 em™ (Vi g cn, X FR 2SI 4R 3l W2 0 U6 )
1086 cm ™' f1 1016 em ™' (Vo fH4iHR5H) 866 cm™ Fil 800 crnfl(VSi(CH“zEF‘ Si—C BYARIEHR SN ) , i
Ao o L T2 R 0 Sk 2 AR R T A U0 ( polydimethylsiloxane , PDMS) . Hepburn 2l FTIR F AR X
T RE A UEA T ARG W I, W g 3t 1 Y L 43 3K 2.2—4.3 mg-m ™ 1 86.1—157.5 mg-m ™, iZ 71k
f LOD 4 3.2 mg-m™ , L AE 86.1—157.5 mg-m ™ J IR, i FH O dc /N — TR e o0 M K 286 i, 152 O 22
M 10%.

2.2 KGR (Nuclear Magnetic Resonance , NMR)

NMR & 3825 W43 5 ) FAH BAE R — R B Y A WU A s E e P EEH AR A

TERE IR TO AR 1)1 L B I 2 et 2 1. %) Helling 21 1) FH H—NMR %ot ik A L v PP Sk S foe o 125
BHAE P BT R AT 1 PR A, R Sk 2 00 8% 2808 T CMS.IF9E & B, CMS 4544 FioT
[—Si(CH;),—O0—]H 6 MiFEAAE"5=0.05 ppm A — >R B Y FLIE ; K i H—OH. 1) FJE ik S e 7
"8=0.11 ppm FI"8 = 0.16 ppm 4t A & 3 w5, 53 %1 B ( HO—Si ( CH, ), 0=Si (CH; ), 0—) Fi
HO—Si( CH,),0—) A4 ; PDMS A3 B 3 (Si( CH, ) ;0—) 7E"8=0.08 ppm b4 Wi i | 5% 4B A St iy
H(Si(CH,),0—Si(CH,),0—) 7£"8=0.03 ppm &b W' NMR X % &4 % B fg A S BRI A L
AL SRS 20 B, A 2 5 8508 AR, I A1, NMR 325 % T4 5 (48 = 95% ) B 25 4 43 i Ak 8 A7
ARSI TFIRA Y, UHRE 28R RIS WA A L5 #T.
2.3 JRFI U (Atomic absorption spectroscopy , AAS)

UEJUAE AAS S8 il A o 4 0500 PDMS B4R . AHSC )1 454 3 57 1 A 42 3k B AN sh 4 i i e
PDMS MRS -2 K AAS 5, 1% 5 219 LOD 4351 70055 mg- kg™ F1 2.38 mg- kg™, F7 ik MR Ky
92.1%—104.0%.7E A5 =7 T ALY PDMS (LI (- £ bR JOHE-E S E TR AAS 25, 5 2 DR
£ 95.6%—103.7%Z[i] ,LOD 4 2.05 mg-kg™'.

JEIEHAR Y AAS BEXT Si JTFR 1Y 8 i AT 73 e AEAS ek Y L Ak 460008 1Y) SR A AT B 9. A S TR
F'H—NMR RE 1 R AE 35 04 Xof F R A Ui A 7 Ak 23 B, AL TRI R AN BE X AR HEA T 85 R it 1) o
FGE R, Bk R RAR , AN E TR 50
2.4 FUBHAR

(1) ZTRBEHEA (GC-MS)

VMS i H ] GC 45 5388 5 b T 0 G5 A (09 [ 8 AR 5% AR H—95% 5 — W Bk ke, vT &k
YA ALK 2% (flame jonization detectors, FID) HEFT43H > [ MS $AR 3% e , Hos A5 % B i
R TR RE A3 Zak Al K A b B R BURE () MS/MS B B AR 78 HY ek b R 2 0 AT
AR E T R YL GCMS B H AR — PR i v B ) 2 S B R 5 e SRR ARG I B AR AR 45 A 43
Mg vk, 78 B A B9 SCHR CTE H, GC-MS (ET ¥§) 2 K I VMS Al PDMS #% 17 FH fe £ (91X &% 5
001830 0T R SR e ) ST AR B R LR 304N I RS IA N m/z =221 & LMS X4 T
CMS B FEAEE 72—, HEA M Si JF 5 CMS 5 LMS 2 BHE51 04 H H AT AR A CMS
5 LMS B9 MS 2R K i (% B AT I IR A 2 Br. A2 R 22 45V A GC-MS (ET ¥ ) Al e 5% 55 5% 7
TE— VU AT BB B KA T B[] 5T 3% ( Electrospray ionization-Quadrupole-Time of Flight, ESI-Q-TOF ) X} & &} it )
PDMS #E47 T 4T, MAH GC-MS 4381 (34 m/Z Yl R 30—500) B, R EE R SE D RSV 4311
m/z U 222 (n=3),296,370,444 -+ ,666 (n=9) ; | H] ESI-Q-TOF ( m/z {li [y 600—4000) 43 Hr
iF, X FEARAE S D[R 289 m/z 2N 592 666,740 814 F1 888 (n=12) . H A, K43 T B ik SUbe il T ik
SUHARAR R ICHIFTE %) | R AW 15 o 14 SR ke S o T i A LR 1) R .

(2) HoAth B4 AR

SEH B ARSI ( direct analysis in real time-MS, DART-MS ) J&—Fh H il =X 28 U5 A9 S 1 2 B
PRV — BTN T RPIF (MW <1000) B 738 Gross %17 A1 IE £ 7 DART-MS X A4 1l
B R S A T 2 A R R B, (1) EERHE S R m/z 77:536.16,610.18 ,684.20,758.22
832.24 906.26 #i1980.28 , HAHR BIINA B F [ (0Si(CH,),) +NH, " ; (2) AHARIEZ (Al () m/z M1 22 74,
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Bl—OSi(CH,) ;(3) B THEH WS @A m/z= (nx74) +18. Liu 251 F] F 75 28 58 I i 8 4%
( gel permeation chromatography, GPC )-ESI-TOF #1 H 3l ft GPC-MALDI-TOF ( matrix assisted laser
desorption ionization-time of flight mass spectrometry , & 54 B i B fL 25 - CATHS ] BT 3% 5 ) X PDMS #E47%F
FCI AT, SRR X PR ik T LI PDMS SR &Mt A T vk 34, o, GPC-MALDI-TOF MS A 1§
HETE S m/z BTS2 20 F i /N 550 Da B, i FEA T, IR G W5 BRI H 75 4 R 2L
HHIZ , GPC-ESI-TOF MS XTI 7311 HY SRS W07 S AF A 20 B B2 th 188 1~ aat A il AR
XF R Ar TR ) PDMS 1Y 3 BT A 28 A S L A, HE — S 57 3% R v SO & 5 2 1 AR - B i v
(inductively coupled plasma-mass, ICP-MS) ') % & 1k 2% i, B 53 BX i 1% ( atmospheric pressure chemical
ionization-tandem mass spectrometry , APCI-MS/MS ) "' 2537 Rt A7 4t .

3 HEESKRESITEEPEENEE

TSR ST YR L B TR 2 AR AEEA T R SRR AUt 1Y) 40 BT A U B A AR R R 2 )
TR AMETG YL I AT o B R SR 005 Y 78 GC Bl P R b, o P A € i 0 e T 1 2 B
433 PDMS, 7E s il A i, B T BB A TR AR, 2 BRI SR B %) PR R e Ao ) €20 15 06 | EL ek M 6 J )
GC FERERRE AR L1 O BURE DL KA /NI %) B B8R T Ry R 15 5 T 40 A0l T B GC i FE L
RS 1 S5 T H0Z A 20 B 1 DGR A, 43 B N B AT FH 9 25 A PR R ek B o 1 A it RS A9 87
s ] R R TS e PRI, AR5 BT Y SR S e 1 R v IO sl (i P 5 FRE A E SR Ue e 1) (0 B AT b
M i B AP 78 A NP = O R AR L R AR A 1 B S SR R TS g, O
HEFT 5 SeHBE.

YRR Y SR S Ube AR i 1 IR . B A T b AN BE A4S LA UL VMS (1.2—L5, D3—D6, TMS,
M4Q Z5) AR, LA R BT ( E B 2 BN 0.65—1067cSt Y PDMS , il % L5—L14 , {H3CHk Al R A
SE4—20) FUPRAE S AHE H AT C 0B A e SR D3=D22 J 1.2—L16 5, Jf H A B A4 A H 5L i
SABEHE LURAWIE AL, ik 24 i W B AR, e X 43 Tk i o0 7 it LR SUBE 1Y
PR S H T S A A AR RIS, (oA P 3 i S ) 2R A ) A e R s o A 2 B R

4 BESRE

AR SC B XS ZFIEE AL IR, AR IR B S A B S R A DA S R A R A e A 4
Bk (RS T AL B AR AT ) 4T T 283k th FH LR bR R FE & T E R LA R B 2|
HE 12277 3, RO RR S TR B 7 A 2 R 224 | B A H Sk Ae0he A A 38 1) A DRkt | R A 454
fATfH SR MR 7 18] B, i P&T . SPME 2 QuEChERS %, a] M3 RE LB & LA N HARYI B9 70 T
TP BTN I 2 RS T T, IR ONMR DL K2 MS AR BT LA 3o 4 iF i 04 ol FFY 5 e 4 e i
e S T H i R 200 R 5 4 B8 e M Ko 1T — R B R A 5 A5 07 1) 4758 LA
SJeHERE AR OB EOR, DL R GE HERR M e R U | e R 0 M S s Ty ik ) S ORI A LA
FH ik ARURE 1 A3 AT A R v, D R 3 sl A [ 20 I3 ) SR T e MU 75 S B, e Ah, JC BAR 1 F L
Feb S0 [F) R 0 1 P ), DG H R R B 5 o M Yk iR 5 TR A
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