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Research progress on production of TMOS

HU Guotao', HUANG Jiaxing’, LIU Chenjun’, CHEN Guangpeng’
(1. Wengfu (Group) Co., lLtd., Guiyang 550000, China; 2. Xiamen University, Xiamen 361102, China)

Abstract: The national investment in the integrated circuit industry has led to rapid development in electronic

grade chemicals. TMOS is widely used in various fields such as chemical, optical glass, electronic and

electrical field. The quality of industrial grade and electronic grade TMOS are introduced, the research

progress on industrial grade and electronic grade TMOS production are focused on, aiming to provide technical

ideas for the preparation process of electronic grade TMOS.
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Fig. 1 Structure of tetramethyl orthosilicate

KEFE2014 F & (EZEER K™K R
HeEAEL) , AR H ™ Ml A BOR RN 9 & s
AR, P Tk E A T 2 R A
PEL RSB AERE A, TR R SFINE
BT E AR b o B TMOS 7 A B F 2k 2 i
Z—, FENHTHT ML E . — ),
FLAE R REUEA R, T3 2 5 s — B e 120 % e
JE R AR, T i s s i AL R
4t (MEMS). J3—J5T, HZTMOS 78 il i i i
B & (LCD) A MLk 6 8 B s &
(OLED) H, AL AT B R R4
B AT AW AN T, iRt gy, gk
2t ol R TR K R B R AP EEAL, TSR
TMOS e H LI th B R i )y . sk, R
B E NIRRT R TMOS il 45 IBFE TAE, (BXF
T T TMOS A 58 7 2 B9 2538 T HL 2% TMOS 1l

[WFmEHA] 2024-08-08

[MEEEA] HIEVE(1987-), 33, WALIESIA , S g TR, 22
AL T T i 2 S8 TAE . E-mail:280892968@qq.com

[(EE&THE] WSRO A A CHEBOR DT (B FHE 3
%2023 ]—f% 408)



2024 4

#3955 124 HEFF

AE R G i 25 O ST +51-

H T2 IRGEH D . ZEEBEER Tk 2% TMOS
FITHL 9% TEOS A% 5t 1 2R [ TMOS il 25 W o ik g
wafe i RE, BEMESIH TR TMOS il &H AR
M, (R S T2 s 12 N

1 TR FrRERR R FIENRE

1.1 T b2 EAERR T B 694 &

Har, EIESEH TS TMOS Tl b & =iy
WAEBR, SRE S R R HAk . U
FERED N AR R B i R N R, AR
AL TMOS FIR i S A S, ARy ELHE L U2 He i
53 01 B I B 2 2B i TMOS Il L, W R 7 V1 45
TMOS () — A B 2 & 2 B .

H
ROH4/TZ
200
Si0+2 C . si Si(OR),
WO _RoW
1Cl,
;‘SiCh \H‘Cl

B2 #4& Tk TMOS 8 — R A R4
Fig. 2 General synthesis route for the preparation of

industrial-grade TMOS

111 PUEfbhEL:

EBELMEN “ 7E 1846 F 5 IR I & T Tl fb A=
TMOS )59, s SiCLy 5 H B T At S v il 75
TMOS, {HiZ 7 e TS, Hiim E8m
JE: (1) JFURSICL AR HCLER HA et . T8
Pt [FIBHAZERREE G Y ) o5 (2) JEUR) SiCLAE
APl R P BEAE R RN FER B, P EURA L

kA TMOS By e v B =k (1) &=L
(4) " PR

SiCl+ CH;OH — CLSiOCH; + HC1 T ; (1)
CLSiOCH; + CH;OH— CLSi(OCH;), + HC1 T ; (2)
CL.Si(OCH;), + CH;OH ——> CISi(OCH,); + HC1 T 5 (3)
CISi(OCH, )+ + CH:OH—> Si(OCH, ), + HCI T, (4)

e BR RO, BR T S K& HCLAUA ™
A, BRRFRRAEE ST R — RANAIR Y, A
CH.OCH;, H.0. CH,Cl. SiO.Z /=9 ", *x T3
TR TMOS & A3 88 2 K A3 D R S 254500
1.1.2  EEREIEEE

ROCHOW “" &3 —FhJC SiCL A TMOS il 45 J5
B, TE&JE Ca EMERT, &M 5 CHOH 7E
200 ~ 325 C T W A] PLA B TMOS., WANG 45 '
Sots CaCl AL R S REMIR A, 7£ 340 CF Hidh
B, AR JEREFTAR Cu, CusSi Al Si TR A W1 7E 220 ~
260 °C K5 CH,OH J2 )i % TMOS.,

Z S TMOS [ sy #Ran= (5) s

6CH;OH +Si—> Si(OCH;),+2CH, +2H,0 (5)

B2 4) HO /R T TMOS | £ [z i gk — 442
Zefb, TBRLAE AW H IR, RO R X
(6) Frs:

2Si(OCH;),+ H,0 —= (CH;0);Si0Si(OCH;): +2CH;0H,  (6)

Zr Bk, PUEALREEAE R il £ TMOS iy 2 il
Tk, FAERRIEG, 2% T RRHEf S . 4~
JAIAK . CRAL, AR, BN AR T
HCVSARXT PR IS Y R . iRy B2 T &AL
FEE A RFNE I, Nz B AN TE R, iR E
Pyl T A A . — R S ARy T
A3 P55 CH:OH U, o5 —Fh DAL A &
WM ZRY AR, 75U T AL RS F 0 AR
CH:OH i o FF HAERy B L5 R R R Ak sk
Tl Jm AL AR Ak 71
1.2 T 2B ERmRTEN S

MR v [ S A LR Tl D astmifl, Tl g%
TMOS F] 43 WAL AE S AN A48 S AN S, DLAEah iy
UEE=99.5%, A& AIAEE =99.0% (W 1 fr
IR WA, HTFA R TN, Toalkg%k
TMOS H 14 @ B 144 & Ay, H AT o
Y 4R B 2 o & AR -

2 12 34300 A H A ] Tl 9 TMOS Y 7™ iy

®1 TAREEBRFEMBEARIER (T/FSI 152—2024)
Table 1 Technical indicators of industrial-grade tetramethyl orthosilicate (T/FSI 152—2024)

WiH wIERERR ) /% {4 (Pt-Co)/Hazen BJE (20 C)/(geem™) Yex w( AT K AFER) (mg - kg ")
PAE b =995 <20 1.0180~1.028 0 1.360 0~ 1.370 0 <50
ARG =99.0 <20 1.018 0~ 1.028 0 13600 ~1.3700 <50

®2 ERRAIVRERERRPERN~mAS

Table 2 Composition of industrial-grade tetramethyl orthosilicate product of a company

HitH S wERER R ) /%

w(HEE) /%

FJE (20 C)/(grem™) POLE

SRUFER oo Bk 99.5

0.01 1.029 3 1.367 7

1 wERERRHER) a0 FFEOARIE GB/T 97222023 J7 1l SRR GB/T 44722011 /7R s I ERKHE GB/T 6488—2022 771 , Il
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Table 3 Metal ion content of industrial-grade tetramethyl

orthosilicate of a company we/keg

w(B) w(Na) w(Mg) w(AD w(P) w(S) w(K) w(Ca) w(Ti)
21 35 045 1145 110 045 1.51 4.5 8.9
w(V) w(Cr) w(Mn) w(Fe) w(Cu) w(Zn) w(As) w(Sr) w(Zr)
24 2.78 1.50 13048 1.7 6.36 15 11 12
w(Mo) w(Cd) w(In) w(Sn) w(Sb) w(Hf) w(W) w(Pb) w(Bi)
8 121 0.45 0.89 211 452 11 12 5.61
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Table 4 Quality standard of electronic grade TEOS in GB/T 43965—2024

sy w(TEOS)/  w(PHEF)/  w(Cl)/  AFEP-Co) /  w(H0)/ RFPRA% (o) SRR /ml

% (p.g-kg'l) (p.g-kg'l) Hazen (mg-kg") 0.2~0.3 0.3~0.5 0.5~1.0 =1.0

JER A (6N) =99.90 <1000 <500 5~10 <50 <100 <50 <30 <20
A RFI(SN)  =99.95 <10 <500 5~10 <50 <50 <30 <20 <5
SERFEIE(ON)  =99.99 <1 <50 5~10 <5 <20 <10 <5 <2

TE SR (6N) HL TR IERERR BRSSO 85 VB A B BB P B < 50 p/kg, 3% VBR B VHIBTHE 230 100 pgrke, 315 B VBE Vi ok VR
Bt 73 40<10 werkg; PR T (SN) LT ERAERERR Z I il Bt i 7350 < 10 werkg, 86 BEBTR RS rkg, 550 058 55 VAl A0 ViR
BRI BB BB B B VR BRI R VBA B B B REL R R B VBK VB BB B R B BB BT BB VB ok R
IS5 welkgs B FE T (ON) HILFEOERERR TR 0 80 < 0.5 p/h, B8 VU VHR G ARl A BB B B0 B A B AT R B L

G HE VBR VBRI VR B B R R B EL B VBRSBTS B B B R R VIR M <011 pg/kgo
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Table 5 Composition of electronic grade TMOS product of a company

Hexi i H S

wERERRFER) /% w(BHEF)/(pg-kg') w(Cl)/(ng-kg') O (Pt-Co)/Hazen (20 °C)/(g-em™) P&

FAE (07 B A 99.98 <10 <17 5 1.0233 1366 5
TE s (BAESF)HRE GB/T 39486—2020 57246 520 (C1)ARHE GB/T 34672—2017 J5 3246 5 (L BEARHE GB/T 3143—1982 J5 3246
Fx6 ENFHRTREEFBFRBENERSE
Table 6 Impurity content of electronic grade TMOS of a company petkg
PR w(el)  w(PHE ) w(Li) w(Na) w(K) w(Cr) w(V) w(Mn) w(Fe) w(Ni) w(As) w(Sh) w(Ba) w(Zr)
kA <17 2.97 0 0.87 0.17 0.02 0.14 0.04 0.97 0.03 0.56 0.13 0 0.01
LK B <17 6.65 0.02 5.13 0.11 0 0.05 0.01 0.36 0.02 0.79 0.07 0.05 0

T w(Mg) (A1) w(Ca) w(Cu) w(Zn) \w(Sn) aw(Ph) (W)X R0,

T TMOSTEAIE . 4=, JORLFE DA R LA G55
RS HOT AR R E 2R, HIE BERI—F 5
BRI A )T ok TMOS M Tk 245 i #4545 1
BRI = 4l KO

22 WFBERRTEGHEIY

TolkZ% TMOS i glifbid B h i 4%, it
RO TR LRI S R e, AL
Y. oKsr . &EETE. HuoR AT EH X Tk %
TMOS #8462 L F bt sEie 3¢, U ek =4k
Ve 03 A BR A R RS T TR B A DG T ). SRefte
W4 200 B T —Fh i 224 77 HL 120 TMOS [ 4 46
Jrids, I EA R AR TE w2 A Tl
HTMOS, JFFHKG RS A s MEH Sy, &
I ERGI IR, RBRPURI AT, 159 345 ik
SNE{ON, @B B8UhT 1 pg/kg
FHTMOS (WLFET), ZEAR T ZmMARR S, WA
A, HHFHTMOSHEFifa e .

HISHEARGAE 1 38 ARG 1R — W R B 2 g ) o
T8, U225 TMOS H (1735843 5 20 43 i
o7, W RPRE IR 20, B oK aT
E— KR E A A 245, 15380 4l ik
SN, H—& @ & B s BUN T 1 pg/kg FTHLF2
TMOS (W3R 8) . #Ail & T AR ORIE ™ dh 2l
Nl TS A

Y FH T TMOS IR AR IE L, EHHh T
ST R TFHFHTEOS A GY, BIEXTH F

R7T  BLRHEHIFESR TMOS B 23R

Table 7 Test data of TMOS samples we/keg

i H Jk S SEREf2 S 3

w(IERERZH TR )™ 96.95 99.999 99.999 9 99.999 9

R (Pt-Co)? 5 5 5 5

w(H,0) 5 0.20 0.15 0.17
w(B) 33 0.05 0.01 0.56
w(Na) 47.80 0.62 0.35 0.01
w(Mg) 1.43 0.41 0.27 0.03
w(Al) 25.65 0.98 0.87 0.02
w(P) 213 0.12 0.45 0.16
w(S) 13 0.13 0.30 0.23
w(K) 35.94 0.05 0.45 0.85
w(Ca) 9.13 0.95 0.23 0.12
w(Ti) 18 0.15 0.27 0.01
w(V) 5 0.21 0.31 0.02
w(Cr) 4.571 0.22 0.45 0.13
w(Mn) 1.78 0.31 0.30 0.44
w(Fe) 1457.43 0.45 0.87 0.05
w(Cu) 1.81 0.95 0.45 0.08
w(Zn) 7.71 0.04 1.00 0.45
w(As) 51 0.18 0.97 0.03
w(Sr) 13 0.35 0.85 0.44
w(Zr) 24 0.21 0.39 0.08
w(Mo) 15 0.15 0.14 0.07
w(Cd) 212 0.22 0.15 0.03
w(In) 12 0.17 0.21 0.05
w(Sn) 2 0.22 0.24 0.20
w(Sh) 5 0.10 0.15 0.09
w(Hf) 8 0.41 0.33 0.03
w(W) 11 0.24 0.22 0.33
w(Ph) 13 0.38 0.40 0.45
w(Bi) 15 0.77 0.63 0.43

1 : DA A % 5 @A A Hazen.,
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Table 8 Test data of TMOS samples pe/kg

Ko i SEE SOHE | KRN SR ST S
TiH w2 I3 | mE o e 2 fil3

w(IFRE 99.999 99.999 99.999 [ w(Cu) 032 029  0.65
i g )
w(lLi) 015 039 022 [w(Zn) 0.17 044 023
w(Be) 038 051 036 |w(Ga) 034 027 057
w(Na) 073 026 0.16 |w(As) 055 058 037
w(Mg) 059  0.17 045 [[w(Se) 0.15 045 0.6
w(Al) 088 0.2 033 |[w(Rb) 026 0.66 045
w(K) 036 057 056 | w(Sr) 023 040 027
w(Ca) 094 093 027 |w(Ag) 050 0.1 0.56
w(V) 025 065 032 [w(Cd) 025 030 045
w(Cr) 018 081 056 [[w(Cs) 032 055 026
w(Mn) 054 035 013 |w(Ba) 0.16 026 0.57
w(Co) 040 047 043 |w(Ti) 008 018 043
w(Ni) 077 052 053 [[w(Pb) 0.17 044  0.09
w(li) 029 061 054

VDA %

2% TMOS 2lifb #2412 % . BERNHARD £ ™ =2
PEf . R LR GRS, Hls—ME
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alifr, R fi5e3% . MULLEE 2 @i B 752
et N BT 22 G IR A BE TEOS, 544k M 4l
RIPHE A B, AR — 4 8 5
. RS A EO IR E 1L 100 1 pg/kg LA
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