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L. — Bl & = R e H L 0 77 1%, A4

(a) FGIEFIISINE N2 2 48 T 5

(b) H— pi FAELE IS N 22 B ¥ 77 7 AR RO

(¢) g TL/KZ AN 2 Pk i LA U SR &) 5

(d) FEFTR R RLVR AW I R = R R e S i

(e) MFTIR I NV AW o FRRE e S e 5 A

(f) itk =k ke L%

LA BT A R A TR A Tk

2. WIRLRIE SR 1 Frid B 7515 A HEAENG Frid — i AR GE s 0 22 B i ¥ 711 LAJE R
2 BT TR .

3. BRI EESR | iR 7512, e BTl Je 7 4 75 2 4 5 A2 IS KA B /N T 7
T

A QAR EESR 1 B 7732, R BTk — e AQRE 1k B — s R be . — S ke . —
TR R SR — B AR AR 2 R 2

5. WIBLRE SR 1 Frid 7715, Horp Pk — i AU b & — S R kT

6. AIACHIEESR 2 Pridk (1) 7715, Herp 7e — U IR e s I 28 I v 79 v 22 Wi i Vs 77 iRL
FEM AN 70°CE -78C.

7. QAR LR 2 Pk 77 3%%, FLrp e — SURR R be 7 I 22 Pk 8 50 o 22 i B o v 71 iR
FER AN 50°CE -20°C .

8. GIBUCHIEE R 1 Bk () 7514, Horp— s AR5 oK & M R /R LE A 1..05:1 & 3: 1,

9. — Pl & = LS AL L 705, AL

(a) WGBS INE 2R 2 A T 5

(b) g — pi AL N2 FridR 7 77 7 LA B

() W TC/K A AN Z Pk 7 LA B BLTR &9 5

(d) 7EFTIAR R MLV AH I i = R e bE B

(&) MPTIR R RLVRA W) 77 B8 — Rk le b i 5 AN

(f) Atk fiirdk = PRk ke 3,

HoA B V)2 m A BE, Bk — s AU E b & — S R T

10. QAR ZESR 9 ik (77323, i B HE ARG Bk — s AR e 5 0 22 BT i ¥4 7] o DA ol
VIR W T AL

L1, JOBCHIEESR 10 Frik 77325, o AE4G — SURR i be 7 0 22 B V57 o 22 /i I ol v 7))
5 PR A5 A 50°CE -20°C,

12. JOBCRIEESR 9 Bk (7535, Horp— i ARRE R S oK R BE /R L 1. 05:1 & 311,
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T g RS & = Rt B R AR &R

B

[0001] AR W) K AL 77 b & B PR Ak e 0 g, JUH 2 = R e B i) e L T30 . AR
W AR RIE T iR 0 B R ek e i 1) S RL A& A (R 77 1% o TR I 3 2 R R e e i = e
Bkl o il 2 TR Mk B T R R G AR AR R B R A

EEHEA

[0002]  =HfkLelfe (“TSA”) T FSEGENAH 5. HAGRNEE&FEER, H
5T 10 AR 3 5 26t R A A UA K & BRI P24 » Dussarrat 26 A1 US7, 192, 626 1E S, JH i
= R A R SN B S AR () CVD e 8 38 FR 2 AR b T R R 58 I AL TR I

[0003]  Wells Al Schaeffer (J. Am. Chem. Soc. ,88 :1,37(1996)) iiA 7 il Ak ke L&
A5 R R Rl % = R RE SE L B A L T i o A AT I8 = P e e S B 1 7 AR R S M A
(RS FTIEM AL BT A8k . Wells il Schaeffer @it M RSB EEI AR S Bk LS
VI LL B AR A R N A LLSATR & o AEAE ARSI NSRS RGBS A 24
EEE T REF 15min. —HHATIRA, B8 KE O GEATIE T HEE L. BRI =
kb . 127 RS B = FREGE I IZ A T7%

[0004] iR RIS T 15, BT A B — s AT BN R B2 25 o A HEEUAR H i)
URAE R AN ZR 38 ROT BR il o S8 2 AR RIS HUMA BB A o 2528 PR R BL 241 iR AR
— AR GE R BT LR IR JE DL 75 2% PN KD I VR 2 R o A o VR A 2 B2 4 ST BB L
MR AL E (AR TIXF A E ) M. ok, 72 a7 AR R, B A )
Tk e B e 5 RV RE A SONE P ) i A A e i 18 I AR A 1 i b B S A AL 75 9T HL245 TSA
AR SRR GE AN L PR AR =0 s M TT PAEAER TSA (172 28 FRRE G S i Ak 4 5 B0 OBE = AR 34, MK
T IRV A I 9L 2 75 8 o T B A 2 A1 o

[0005]  US2010 / 0310443 ¥ K& FT & 1k B Rk le 3 e 104 s sl SOM S R 88 F T 7%, EVR
U DL 7 R ] K = B R Rk e S I o 1% O N 3 EL A 75 35 ZE IR 2 I 28 B P I DL 1) 4
WA G, ZHRAESEORE SN G REGEIERE . FrociE ) 32 2 P RE S R = F
Tk E B N o 1] 2 TR ML 2 ) — FR Ak be SR et AE AR R B IS Bl 2 9 o 17767 AR R &I e L
BURAE A WA RO GH IS RN . X &5 LM 1.2, FEUEE MIE L
18

[0006] K EHAEIA

[0007] A A T AR TSA %8R (condensed phase) 73t 77 1%, Frid ik B4 -
(a) KBTI INE N 2R AR 5 (b) BIEFNAH ; (o) B s AU B A £ %5577 LUE
R 5 (d) W ToK @I B ZIE B LUE R BLR G 5 (e) MRBLIRA Y 73 B B hEkE
SR G xRS R TSA s BLR () ik Bk e be R LLFRS TSA 5

[oo08] T EM— A (E—&F R ((“MCS”) 5B R &R 21, FA
TSA [T B & A, FE R A2 AL Sh, 76 MCS BIE T  iZEh e Ak (“NH,CL”) #h. X
B 8 5 — A E B T R BL X A o SXFh T AL ) i s v )k 78 G A 3

3
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SR R AR AN B BRI R BRI A S e IR PR TT VAR S AR 26 AL 2, TSA
FESEAH F I 1, 475 IS BB S PR AR ), I M SE 88 25 48 HH R R} £/ VERIRORL
FLJE AT DA 5 87 7P 2 VA R st & VR AL — s ARRE G T 55 — Uk & e 7R BLEAE 7712
B, ANDAE T — RNV RT TG 7 [ REAE , PR A S B @A 56 B ) AR i 55w 1 SRR
PR

[0009]  JhEEAH [ BT SARMELL T 28 4L -

[0010]  A. &5 iARREGEAE VA T AT AR IR A AE S Bz, Fer TSA PR FE B A0 A %o 5 () ) 34
SESEIEi =

[0011]  B. &R &R (FEIEZE ) MEEETTIN MCS IR AL AR VE FAK / b STt &,
IXARHERAL MCS B9 AN A R A — F Rk se 3 Bt ( “DSA”) ThIA) e NiBh 72

[0012]  C. ZENIHAEB MBI B, A B Y) Rk L 8 T B 246 T RN IR G
i

[0013]  D. il o] CAZE = U ER HHIVIAE T i st — 20 OB I3 3 B 1) R R e 2 i (v
DSA) »

[0014]  SEEEMNN -

[0015]  4NH,+3SiH,X — 3NH,X+ (SiH,) N

[0016]  FEASHRE I3 s LN oK il £ A i BH ) R RE e 2 e

[0017]  2NH,+SiH,X — NH,X+SiH,NH,

[0018]  2SiH,NH,—~ NH ,+(SiH,) ,NH

[0019]  3(SiH,),NH — NH,+2 (SiH,) ;N

[0020]  H:Ar X=CI.F.B,. I,

[0021]  Pff & fj ik

[0022] RIS HE NIk P 72X AR R B 1) B A S it 77 s AT Ul BH

[0023] & 1 /Z2HIH Schlenk & AR BH (1) 5 AH S B2 1 fai s = B

[0024] [ 2 BRI Parr [ i85 7545 102 K B RO AH 5 oL 38 1 TR AL R 3 o

[0025]  [&] 3 AT SEIG 8 MR & AN 73 AH X T i [a) 9 B 7R

[0026]  [&] 4 JEEFXFSEIG 9 FIR & AN R 73 AE T ) 79 B

[0027] V& 5 JEEFXFSREG 11 B3N 7 AT B () ()

[0028] & 6 JEEIXFSREG 12 B3R AN 7 AT B [ (R

[0029] V& 7 J&H XS SREG 13 BRI 7 AT B [ ()

[0030]  REHTVEIA

[0031] AR B SARTT VA EHE R

[0032]  FHAEEN (1E &Rk i BE TR SR S R 5 ) SR N A

[0033] RV FAIBARIGIR (—FECZPIER]) TR 100°CYH -78°C 2 M AR FEIEH
[0034] it &R —AEERE (AHXN THRMENE RFHRLEE ) ALY 5mol % &4
300mol % [FIYEH A

[0035]  JEIE—ANECEAMIK TR B / W8, DA S EUREE ZUSE AL ST B DA S
5 I S 2 T T BSGAE P 78 777 40 (3R 280 TR /K 2 I I 2RV o Sk 2 s N v
()3 2 1 TR 2= B B PR R PR 2 25 A, VA AR R — i ARRE B IR JE T R I R VR A IR S TR
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B R UL AR E MR RS 2 A% H I o 0T A 28 4 T 5 VS N AL S 2ok )
100mg / min & 5g / min, AT B RHUBSEHIIERLR T S, B IS 2 1RO/ 6 25 R
IR Rl b 48] B DK s £ 7 I 2 P A e 1 s I TR A AL 326 3L B R 4 70 °C AR I NI v T
FRRH S S R T OK B o

[0036] M SNV A B RSLF o A% B 43 8 TG IR AR B R TR R &), AE
X2 A E AN A TR &N AT AR T AT I BE, DL AR YA B U S — Bl 2 Bl
VIR o RBLTR AP T DAAE B SRR A e 78 Rl vk rp, SORETR A
PR FEAE s VRAR AR FH i 224 100°C .

[0037]  “ifb = LASRAS Al G ke . DU A RE T2 TSA LI 1 Ak 77 V2 - T Bx
[0038] 7LV 7 FR R & R A A £k DA [ AR 70V 71 iR B B AL, I8 R EE B
JEH e R BLA -

[0039]  #AJ5 Al A Bi A T 50— HEiR & i

[0040]  FEARIE ISt 77 T, WA BE R IR, HAEHAEXT 20T &4 20 BER % 2.4 50 FE
IR % B — A HE b R BRE A2 10°C B2 60°C. EARIERISLHET A, — s fChEE 2
MCS.,

[0041] Pk IR A INTT 152 R 5 MCS 78V VR 1 I o 1 R il v v 77 T2 o (AT )<
FH SR , T T A 7E S 28 75 B 1 B 2 T BRSO b 28 48 R i (B nAed Bk ) B &Lk
Hro TE TNUEAET RS R ILI S AL ELF O “ ISR

[0042] V&5 IETELL (aspect ratio) 5E XCNIERIEIRE (AL ) B AR RLER B2 9%
FH I T2 B R AL (DSA) A (R P24 SR M 771 — T 2% 5 T Ak R VA4 36 T BT °5 #2311
617 2 T

[0043] & 98 LU AT BRAEL I AN S AH AR AR LA S 50B0E B8 IOV B Te K 2 S
5y / BERLE R ) A IS N FE TE, IX B S BUNTE T MCS 3B VIR E AR 77,

[0044] S I EREE 24 8 1 N3 AR E 5 MCS 7RI P B H 2 A AR A
VRN VE IR 77 T AS I, S23 S B2 BRI B » SE AP ISR BTV IR A
DA e B (R (1) 711) i B B A2 0 S 4 B o 20 S B i s | (%) T 277

[0045]  FTiA 7T VE ML IR JE N2 55 CEL 60°C. — KM S, RN J7 KRR
()T B A& MCS 7E 7 57 A B4 o5, 1R RS BR HR T RE A 25 1R Ve 5 , 61 4 DL 3B 4 7= 43 R0 Ty
AR B . BT RS P, BUR T MCS VN E R £ /D, 8 5 2 B8 TR T i &k
T =37, 3°C o FRIEWE I MCS AERF 8 V877 o I U AT AR 25 Hb AR SIS AR N SR8 5 T
[0046] A& BH I ¥ 77 FHAE A% 38 0 Jo 9 ELRAE AT AE TSA T BSHH 0] BT I B I S A 4 o3 1)
Nl WERINEAFTE LN RRE

[0047] - N5 EIEPIRL . AR BCER 447 R

[0048] - H ARV &AW / 7 Wl i) 2 B E .

[0049]  FRBIEE FHIVAERIZRIES TSA ARV JEZ AL 1 0 5, AL 1 0 10 BLE /N
AT B I SRR o AEAR VLI, 1 0 10 BZ&VUR B3NN T 1 1 5
MZRIEIEE . M, 100 @ 1 BZARE LB AR T 10 0 1 EE. fELIERsE

5
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77 2, VA T BRI HAEZ) 20°C E L) 40°CHIRE TN, W AR TSA IZRREZ N
3.5 1 315, 9% T 1. 90, Z&VRJE ML Z R IE it B Ay IR BRI TSA A1 DSA H VAL B 1)
A3 SRR P B B R AR o AHXTT DSA A TSA 1 72873 AT IR BRSNS A R T MR RLE
FIE 23 V5H2 DSA F1 TSA PLAZUSCEE DSA A1 TSA 724

[0050]  AHXF T DSA Al TSA H A iy 2873 VA 7 A R T8 57 B DSA F1T TSA 9 2 6%, 7
i A7 25 2% T B N R4 1Y) DSA A TSA 724, T ANWCER W i A 28 VR R B i BV 57 . B s Al
T FRAERIA, 1 WIAE AR SR SCHER AR BT A FF IR, Skt — B Al AL BT IS B2 14 DSA A TSA 724
[0051]  AiEiA AR FRAERRME (B8 5 IR ) WERIAATE g E s (N, S s
RISk ) A e ARG FOE 138 B i st i) B A A K, AR PR ) 14 5248 :R-0-R” sR=R” s il
R#= R, HF RAIR ZESE CHBIPRER . ERNREWAERK AT EPEEGH. 71
VA TR B AU T 28 VR AR X T TSA 1 & P LA BE S B CE AR, A8 K 1, 18 BEAH AT TSA
FIZRIEEE R (VAR TSA) RNZEDL 1 0 10 BIEER, Hdr TSA 775 5 ik B 2 42 m LT
W VERUE . B0, TSA 76 25°C N B 315 FLRIZRISUE, Mim & REEAH FEE N R 3.5
[RZER

[0052] 7S] 3 A 2 Fhia R DLk vE S B A RE. nT AT 2 K B I 57 A0 =R FR il
PEZ 25 Al ALHE < TR I [A) R I OR VAR I OR L i s K s IR TT BRR L TRUT ERRE
T LR L IE O R RE AR OR . R O (AN IR ) o« 200 130, s R ERR
W 2Tk A Y R g ] DARRAE A 5 5 T A 3% S TR T B B R AN TSA 409, DR L b i R 280
JEABUT o i s kA AR I 1, IR TR R E < B 23 00« AR e o« AR e M L BE b IR IR
MARERSE s 5 R)E R R () =48 ) . i SR T OC IR & H RGP . BRI S
YIBAEAR K B RE 2 A .

[0053]  sKjifsl 1

[0054]  ffi[] Schlenk i N2 )& R 1

[0055] P4 BB HGEARAR KL (1/87 0. d. ANEEEN, T2 ) 15.1/8” 0. d. ANEBENE T 51
18 11 1/470. d. HDPE % £k i) 250mL. Schlenk & 19 BB T 2 100mL To/K H & BE. 1%
P BT A R o R S8 I R v A BVRA, DA b, RIS E A A 2 -35°C (M &
BARI UK 5o =37°C ) o BEJGEFRE ST HRERE 17 BT RIVEFIBERE T, 78 52 N M Schlenk i
EERIUS RS BT VIR RA KT, BEEREH 900 #6477 MCS (26. 4g, 397mmol) ()
7.8L( W) BRI 25 Ak (8 27) AR U RS (U-trap) (RontH ) 1,
FEEH A NIRE . ARG FTIF Schlenk W8 LRI ERC S (S WHE 1) 29 FHF U BIULEERS
H ) MCS FHE R RIRE, IERH A HA B 2 I RO 19 B Bzl st — b % -60°C
HWETFRBFEEY 6330 CHEBRIE-— BB HE -65C FEUETNRS ) o G BARE FHR
F —45°C, RN R B IR LATE BRI 18 P IRATART MCS #Ras i (#8109 18] P9 &
EE 51036 ). FFEENE (440ce sslb, &4 6. 7g NH,, 393mmol 3 P 2] 100psig) 10 3 im0
JEAEBT 12, @i ies R ET (14, Cole-Parmer65—mm FHIEE T, 43, T A SSET 5
PN :EW-32044-06) 8% SR E (£ 80% i E N ) R/ MEHERIFH . 25k
M 24 FIFTHF 12 FFEETEK G0k Mot dds 11 A0 14 (PM B 1E 50) i 35 &UE Fvim .
5 S PRI P A2 MCS / TR TEVE W 16 7, ST R A T iE P o

[0056]  HEAER IR N Vi, (AR A IR B AR T A K & NH,CL &, 78 H i RO

6
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SR BRI » W52 B — Lo S AR I B 22 AN INSS o o 72 1025 o W 42 2 A/ & 2 T B HLAE Clai sen
EAC RS 20 FOTRBRIE A ER W45 b, EHPF Schlenk W& MBS (R &R ) BHEIFRS)
DU S BE X A A A BRI o B X R SE R PRAR R 28 (PM B AL 10) o 7EDTIINE
WG NS ED T (AN REBRIAEAEL) -30°C 24 -10°C ) Schlenk I ) , & HH
A URIEESS (R, HyAE1 245 -30°C (IR RS ) M2y -196°C (TSAMCS ke i s
B WHER A S (RIEALY) ) BEAVEHR 20 %0, 78 —196°C IR e i dE 3t 16. T4g &
IR A HAE 5 — B TR ER DT SmL VAR R AT — AR 23 HI N R PA B2 440cc
AR ( “SSLB”, Konth ) I RAFAEA A (IREL -23°C) T EHZEHMFEZ
RIA TR . BEREADIREG G, KEFAEE VRS T R E IR0 B 7E Schlenk
RNIRE T HUk s E/N T4 — 5. MR, 2SN EHENAHE -78C
I -196°C I M EZ T, TR 170mg 7R W) BE7E SSLB H . $£ 6. 8g TSA (63. 4mmol) 1+ B3 7F
BT — U2 T IR e — U 2 N BB R ] SSLB b, JET e i th “THAE "R B, TSA 77
N T4 4% (2 GC-MS ATz LN 98. 8% 4T ) , AW e (HETHEE) N 90+%.
FERTAAL ) TSA BEAT (1) 53 B oh RO B35 77 43 B S BESE o

[00571  sZjiEf 2 fFFH 600cc Parr M ISR (K 2) . B FX 600ce Parr100 x
L2 A A 200mL To/K R AL 106, (RMEERTE 2 H) . BJafEkit (R ) A4
R AR T ERE R APk (65.7,,987mmol. , 200 FE/R %id & ) £ HHIAY
01 BHEE RN, RMVESH A ELE 0°C R AL 900 1. AREERZLHKE 111 A
EIE 107 Fik R SCRIGHIUE, G E AR EVE . S R S I EUE R oK &
TR AEEEAN TGRS A A R R 102 DA 250rpm (R AR RBLES o
i A ER Y K- Y E LS 103 A0 ~ 60psig F 77t 104 M= ENIE /. Wi &t 109 Al
%] 108, 7E 54 4> %h (R HA1E P LA 140mg / min. FREZFEE LKA (7. 5g,440mmol. ) MNEIE
(440cc sslb, 54 6.7g NH,;, 393mmol ;9K A% 100psig) 110 HNE R MNA§. 7 0°C T H
LRGP 45 e IS A T TR . 1M AR T 4ERR7E -196°C
THU RS (Roni) o, iIZUEE AR HIE -35°CIOVAFICAE RS (U RUREESS ) IR
Ui o FEVETICER RS USSR DT 2mL VAT o K5 7= MR G R 2 440ce ANEHAN AR, IF
fEHAEIZ -T8°C Al -196 CHITIA U BN SE B at o A R Aifb N 4. —T8° CUREES:
NSV A 9.84g TSA(92mmol,83% % ) H —196 CHit S ds & A it & MCS IR &Lt .
[0058]  sEJfif 3-7 7E3K | Ak 26 1F T Imi se it 2 IR R AT il % o 25 SEHE 91 11
FPEEMRE TR F,

[0059]  EE—HCAEMVAE SIS AT, HARAE 600ce itk Parr R NL#8 AT . KEHEFRR™
Yir=ge, Kol Re & A REHEA (FR) .

[oo60] 3 1 SEjafs] 1-7 Mk

[0061]
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)

1 2 3 4 5 6 7
bRl EAERE | EER | BER PR AR | R AR
VA (mL) 100 200 200 200 200 200 200
MCS (g) 26.4 54 E | 5426 5400 | 4752 58 14 65.7
MCSH R (g/mL) 0264 | 0273 | 0.271 0270 | 0238 0.291 0.329
MCS /R %t & 55% 25% | 140% | 163% 88% 150% | 200%
THFERINH; (g) 5.80 1491 | 7.70 7.00 8.60 7.90 7.50
W FiliE e L 2:1 1:1 1:1 1:1 1:1 19 1:1
A7 ] (min.) 63 142 120 86 49 80 54
NH R (g/min.) 0.092 | 0.105 | 0.064| 0081 | 0.176 | 0099 | 0.139
RN (C) 30 | 25%30] <25 -35 -38 -30 0
e (g/mL) 0.137 0.184 0.091 0.082 0.101 0.093 0.088
TSA (g) 6.80 1590 | 865 6.26 3.60 4.60 9.84
PEE (LI 74% 68% | 71% 58% 27% 38% 83%

% bk

[0062] a
ABRRIENNG G “ % PR TR AER B BTl SN T # L AN & K& (H
wE) MEEH 7.

[0063]  JZ LA LAEAK S5 2 S A1 1A 7 TAH 4 e, P OB Aot 2 ) e 2 5% A1 48] 2 e s A
SRE R FAER R, AT B 30 W 3 AN R ) 0 H R R e A e SR S TR .
W, 1% TTVE BT 218 0 = F ek e R R = R Rk e 8 e ) A0 7 ) AT TRV & 0 L VR R
FEU SR 2 DL RSB AE V8 BIF 25 5 TP i A B AN m] 3 B A 7 1) 0 it 1 e A e A
VRIS 5 S PR o A 2 B 7 e B AE IR REZ o 1 IR AR B A S R SR A T A
i (14 DRI 2 A 7 M) 4k SV T S s 1) AT HE T B T SR ) HL AR B AE SR s VA 7 T o
= RSB AE — N KR T B s a2 52°C

[0064] SN #SAEURE N EAE B 21540 2000 FLAUE 7 R TAE. R4 2 N 28R 5 AE 49 2%
T BUR T AEAEATHE 2 B E T — AR R IR 7o AEERAE T, N8 & 774 Bl
H— A GRS T P PLetd IROBEEE N R 4EFFFEZ) 100 FL2 4 1500 ¥4 RIG R AR
JE 1R LIRS RAEECEAR . SRR 7182 80psig.

[0065] Ak BRIV f—Fhifil o6 = RS 2L L 77 v, 04 -

[o066]  (a) FHAFIGINE R MNERFHET

[0067]  (b) S RELE VA 5 42 7 77 TP LU VAR 5

[0068]  (c) /KA IINEIEW T AL AL RV A

[0069]  (d) MRMIREY) 8 = Rk itk o

[0070] (&) 2tk =HHELE %,

[0071]  FENGIEFNA N2 IR BLAS 25 )5, PIAEAG — SR Rk be v 468 22 V4 77 FR O RO W 2w e

i VAR . TS ARIMIRE R AEL) T0°C E L) -T78°C kL) 60°CEL) —20°C, AL
W NY) 50°CE L) -20°C,

[0072]

] AR A B o AR e 4 — SR R L — R e — R R R e A

Rk, PR — S P L.
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[0073]  MLIASEZjfif5] 8 13

[0074]  7E 4L 5 He 35 4R RE S B2 o DA TR TR AR i 700/ Bk & i TSA . BLARAL I B AR
MR VI & 1) MCS & DA SIA RS NI I b 23 AT L8Rk . TR &G 3, #EFE DL R R
L ZEA

[0075] R NIRRT 4] 20°C 24 60°C

[o076] it &M MCS & DABE/RELTHE % T2 MCS ML) 256% 247 40% 1T =

[0077]  TSA Z5 R AER =M H 7L,

[0078] &EFIE NHAFREIZSTZ4 25 ¢ 1 B30 & 1. AXREHPBA P, 55 N,
()57 = LA DL R OR

[0079]  FEZNEAEMLA, MR RIZS (JEH/E 10psia 2 18psia T ) HAVRIRE LN2 A TLIHE
(dewar) HfiEILER. 2 1 / 4 9557 B S MR HE SR IR O KR$RIE R Y 2. 28 /
mine LI PEA R MR AR R AR A DA B AR B2 SR AR AT 36 o 5 HL, T F 0
LR AT AN, A2 6% (R ) W RIAER . SRMEY . f£E 3 2K 7 ,X
oA CPA et ), x5 TRRIREMTR B LN S, Y MOviEE (BICit), BXT % KB
FEHEBRM S, Y #A 7T (psig) «

[0080] S fh| i E1E

[0081]  BILAE AL N 2§ AT /S AE L.

[0082]  sLjafsl 8

[0083]  HIRKMNMILE 0C.

[0084] & MCS ZT#4)63%

[o085] VA5 NH,R i &L 30(30 & 1)

[0086] ANt 1) R Z5 1) S B 2 AR A7 e rn T 3 oo 18] 3 A (1) T ke 2 T i
('C) HIRHMSLLRRETT (psig)

[0087]  JELE A By DL B VA TR TR A A S — 20 0 #r, B 5 T & BRAE 0°C SRS 2 LE
7E 20°C N R 33% o [RIIG, 7] BB AR HE i R TR A bR B2 -5 e B 4 38 i i £ =40 5 T R
IR s . TSA P2 28 84%

[0088]  Sjifsl 9

[0089]  HFrRAESE -25°C / FEild

[0090] T & MCS-26%

[0091] V&7 NH,[)F & =28. 4

[0092]  FEJAIN[A] pR B R FE AR D 2Rm T 4 e B 4 TR (C) A
k4K n 7T (psig) . TSA = A 85.4%.,

[0093]  =ZjiEfs 10

[0094] NPT BEFrERI . HEAE RS R KW, [T = N, Jo TSA B MCS 774
M T s ficds o, HARBUHE AN 2875 RO 22 2] STH M NH 50 TSA 7728 0% o
[0095]

AT A

SiH, 83.45% 11.74%
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[0096]
NI, 16.55% 88.02%
Hvz (2?2 ) |- 0.25%

[0007]  — H AR, Bl as h AIEE 77 KT 180psie, T NHZE 235 T 287U, PRI
K4 NH, W T A o, 8245 Ui B (1) NH 55 TSA 78 BeAH T 5 S DA ek e, A (i)
TEZARAM P AR B R B o

[0098]  sLZjifafyl 11

[0099]  EBFrRRNRSE =25°C / i

[0100] i & MCS=39%

[o101] V575 NH, 2z LE =25

[0102]  JRESAEMVEFE AR R IR 2R 7E 18] 5 G . 1B 5 PRI Sk R R I E
('C) HIRHE%FR R ES (Dsig) . TSAT=H N 94.3%.

[0103]  FEAEMVHAH) A [RIB [H) 23 By 5 B2 2% 28 VA HLZ8 VAR B At 2 AE DA R 25 Hh
[0104]  MCS & FEAEAE MV I (B8 N B, Hi i Sit, TSA AT DSA 1 H e W 5k A9 5 A S 7+
o AFMI o Rt EE R (R ) R, 2R P SiH, 2D AERIEGI 2ok 5 MCS
BRI SiH,.

[0105]  {E R [A] pR I o I

I 7] SiH, MCS DSA TSA
(min) (psia) (psia) (psia) (psia)

[0106] 18 1.79 22.73 0.00 0.00
59 2.44 16.46 0.62 0.79

110 3.66 9.82 1.15 2.66

[0107] DL &5 SR 3R 00, B A5 VRURH P 1) MCS 8 JH FE, [ BEAS 22 28 V5HH , HL TSA JE Al e () 3

In, B MCS A AHRE R . SiH,ERIINAT AJEE (D)MCS #ER 1) SiH,, 8% (1) RAEA/ESR

M B EHEH 1) TSA 73

[0108]  SZjiafy] 12

[0109]  BFrRRARSE =25 CHER

[0110] T & MCS=42%

[o111]  ¥&57 / NH B & b =25

[0112]  NH, SN2 =0. 5g/min

[0113]  fEsbad R i (K AR i 267 ST K] 6 e & 6 T Z % RN/ ('C)

HIRH %R R E T (psig) « TSA 72N 81.9%,

[0114] X} T KEA1ENL, R BLES IR IR B AEZ) bpsig, (HAEL) 120 43815, I 770k K.

FEAE Y3 A A [ B i) o) S5z o7 25 P P 28 VAR RS

[0115]  7E t=0 (t=WJ[a] ) W, Z&75AH Rk be = Ok 5 MCS #ERF EIREST . MCS BERL

BRHEEY 1 %htke, RILET MCS BN &, Al fhiH#ER PN 1. 08g Sil,. HELEM

AR P BN AEBERL MCS FR 2y 50 Y6 R EAb T 28 VAAH , PR AR TR 0 40 N VA i A Tl A ik

%o MCS 1 1ai 7 Tk BEAT 19— 2L 37 08 S5 7 78 MCS BERL A £ 66 %6 1) SiH, AT AT A AT 2875 -
10
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[0116]  TFEAE NSRS A B AR R 2 (SRR ) .
(01171  YE B [E] R 20 S s

fit ] SiH, DSA TSA
(min) (psia) | MCS (psia) (psia) (psia) | SiHs& (7g)
0 2.89 17.11 0.06 0.03 0.52
[0118] 5 3.73 16.64 0.23 0.06 0.68
38 447 11.13 1.29 0.74 0.81
75 5.19 10.59 0.40 1.98 0.94
123 15.00 0.05 475 8.05 2.12

[0119]  du1 58 AAAS RIS [A) I 1) 49 s 98 25 Ak e BRI T 25 93 I » DU) 93 s 222 ot 25 Ik () 348 o v 384 K
RS ET %o) Je S2 3i5 F5E Bif  R) E 3E 1f  y EAT RS IE, i AT PR A . IXER B, (1) WM& 2 Eh P
e, A E B TSA 73, B (1) B R ST, Wi TV RS E B . 5 B RI7E
NH, 78 N4 SR, 287500 A O RESE = AR I 28 F MCS R IS N &, IESE TSA 7E AT
il RN SiH % R .

[0120]  SZjEf 13

[0121]  EirRMIESE =25"CE iR

[0122] i & MCS=27%

[0123] &7/ NH,J& &Lt =26

[0124]  NH,ZSINEEZE =0. 5g/min

[0125]  fEMbad A2 A () AR T i Z7E R T K] 6 e & 7 IR TR Z A RN iR fE ('C)
HJEH 28K E 77 (Dsig) « TSA P22K 50.9% .

(01261 RN TH] bR B AR o1 (093 R AE R R 45 H

[0127]  {E N [) R 501 93

I ] SiHy MCS DSA TSA NH;
(min) (psia) (psia) (psia) (psia) (psia)
0 1.84 17.49 0.03 0.03 0
5 1.94 16,48 0.02 0.03 0
[0128] 36 2.18 15.08 0.16 0.17 0
73 2.80 13.66 0.17 0.88 0
153 15.88 0.06 5.98 12.89 3.19
183 12.20 0.04 2.56 3.19 8.11

[0120]  NH#SINAE t=153 7P 45 1L, ARSI HURE R S B2 PN 74 B 4k S 583t 53 41 30
ZBRIFAE t=183 BRI BURE . B S DO O RLEE A I A TR

[0130]  MAAN R i) I (14 e e 73 P 9k 25 e 5 14 400 70 P PR 0 S s 78 A P PO e e o
)3 R, RIS AE BT I B2 T R BEAT R AL Ja e an k. JF B, AR Sk ioW 8 31 NH, B, TR 2
HITROPESE (SEHERY 911 AT 12) FPoR WL NHUE . 3= 2222 5l 75T, 25 % iYL & MCS AT 25 /)
VTR NH 5t & LEAESRAR 26 A 01 o

[o131]  JEIAAHEMRE PR TSA. M2 fHERL Fon

[0132]

11
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[0133]

i BB
(S a7 TSA
53T 2% aifz
ik £
/W RTX-1
K 105m. 0. 53mm 1. d.
HURE S A
i 100 LA
WA - 2 WS 1 100 FEFFS
ZIR - S RNEEHEI 2 A
HAEAT
FigsiEE ('C) /WA (min) (35 / 4.5
IR ER (CC / min) 25
BAWEE (°C) / BfE (win) [100 / 3.0
Frpl () WwE (C) 35
o 2% TCD
VUE A (EHX TCD) 20+ / —2ml. /min

TE BOE XIS RAR)

20+ / —2ml / min

AR P IE]
SiH, 1. 9min
MCS 2. 3min

12



CN 103958401 B OB B 11/11 5

DSA 3.6min

TSA 4. Tmin

SiANH11 ( HE L 3ENZ ) |7, 2min

SioN2H14 ( He HEEke % ) [7. 5min

[0134]  AHIEERT 2011 4F 10 A 7 H$& A2 8N “APPARATUS ANDMETHOD FOR THE
CONDENSED PHASE PRODUCTION OFTRISILYLAMINE” ( FJ-F = B Tel do 2 g () S A il 4% 146 4%
A7) KIEE GRS HE R505 61 / 544, 468 BIPLSHRL ZHiE B 5 IE AR .
[0135] S A% BH I 761 150 BH 4 RO D0 S i 77 SR HE AR A BAE R B AR B RIYE . 7EA
It 5 P B ASOR) 2 SR 1 S 5 RS A4 RS BB P15 5 T T DASR FH 25 A 2 | A2 Ay a5 [ 42

13
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108 CJJ
103
E( 104
111 107 - /

TT
1t
14

SR
R/ e B O
Y09 101 100
110 i 1102
K 2

i

[£77 &i

B8 (min)

K 3

15



CN 103958401 B i BB B M 3/4 T
0 I
40 s
i 30 1o B e bttt
|
I ¢ e e Rk
.R
1 IO e s s s i s e e s o i i 5
-10 | ]
0 50 100 150
B8 (min)
K 4
B e v o i i it i e e i g =
40 o o o o i S i e o i o e o i o i o P e s i i i s J:: ______ .
Eil i
"!I;E D0 A e o i i i e PP rimliet S e =
; 20 -:;;;;:;-—;--““!'—'!2-—"—: —————————————————————————— -
4 0 o= o e e -
O et e e e e e e e e e e e —
_1 O 1 I I I 1 1 1
0 20 40 60 80 100 120 140
Bt (min)
K5
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0 20 40 60 80 100 120 140

O 20 40 60 80 100 120 140 160 180 200

K 7

17



