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WEANR e e E AT A R
RTT ahs
(AT P S A #E4 Tel: 010-62627946  Email: ningning@jiccas.ac.cn)

22 TR B 1 600 I T s ] 4 A% i e 1 3¢ P 5% P vl B e iRk (1.3
mm Rk, 0.7mm 3k T 2022 FE LRI, BHENRIBATI B 12X
Fl 7 — R 505 2 AR, ATSEEL HL F. BC-31P 4R B JE 7 4% (e 1
o Horb, 1.3 mm 3k Gl i 5630 67 kHz) , 0.7 mm #3k (i f38IA 111 kHz),
N EOT R IR R T BRI SCRE: (D BalE: (O EFRT
R ) 2 R L IR, A& 4R MK (HETCOR, Heteronuclear
Correlation) ; (3) PUMREZMGEE F F XK EHE NMRAFFR; (4 R
U IR 2 R OB B BR AR AT R 21 WA 75 SR G ) 2 T R ) 2% SR A% i 12 56
E= R T
2411

[ A A B P i AR P R R R LR T Pk . AR, MRHER Y
RIS )% o R F B w10 AR TE AR LL , AR h s BT TR ARG
DAIK B e RS o H SRR XAZOUE I B SR B PR 23T R

- 3/2 1/2
Ve Avy

N T B E L E AR E RS T (Bt BEXT R AR, Bk e
RT3 SRACTIAR o B i B A AE M A% AN A% AE 39 42 Hartmann-Hahn [T FC (R
REEILE) IR T, K+ (D MERREFEZERZ (S) , LUERIFE =K
REPLHIH

CP wJ 355 (15 M LL R IRy

Yi~ 1 4, Ns.
S/IN=—X Jg = —
/ R | +E( f N;')

Fort Ns ANy 20 G5 A il b BT & W i AR 8 80 H - 0 BC 5 5 R
EnriEat CP iR iR % A58 4 5.
(EEAFPEA TH-TH F RS S A IR 5, SEOSL R ™ H, R
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Rk r i Ze, R ERG] VxRN AEE .. fEE T T, B RE R
) W 25 4 .45 (Hamiltonian) H 3845 DL R /S FAH BAEH -
H=H7+Hry+Hcs+Hpt+Hot+H,
Hor Hp AREZ S B AR -ERAE S A BEAEH (0~ 105Hz) , 4[EA%IE 1) Hp
RK, BEATEHAE T o> |H,| , AIERRF Ho.

P i =120icHz (r=0.1nm) -

r,_

Vo
wp,=Hp ¢ =20 —30kHz (r=0.1nm)
I

i

N T AT IR B AARRE “ R Wm e, Sk AT B M e 1
PR E gt E T H-H B EES (20 70 kHz) . 2021 4F, Samoson SZI6 =1 MAS
P2 200 kHz. H 2012 F#2, HASH 70 S 50 AR FHARE T A& &
AR (>110kHz) o BT R ZEAR T CH A RE, B R 5 7>
PR R RD TR RS S 20 a7z 50 B 1 ExR TAH
Jig e i P T [ 44 TH NMR 3, 18] 2 2 A B b A AN [A) 6 3R (Y i 44 TH NMR

P,

110 kHz
100 kHz © 100 kHz
80 kHz 80 kHz
60 kHz 60 kHz
40 kHz 40 kHz
20 kHz
20 kHz
20 020 020 020 020 020 O 20 020 020 020 020 020 O
"H chemical shift / ppm 'H chemical shift / ppm

B ORFETER ERE T (141 T) MR 'THNMR i (a) HER (b) L-4% 8 -HCl-H.0
GZBEHE S % TR .

i
60kHz Pl 1

I
g ‘\f‘u"‘-Jf; Q\\ -
‘ —
FAVAR
I
20kHz / \
15 15 5 6 Ls ‘ppm

B2, SEd R REREREE T (11.74 T) HIE A 'TH NMR 3.
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2 p)

4 MAS SRR T % 18] S AR ELAE F 0 DK/, A5 5 38 B 43 A 7 K e Jie
W b, BRI — R TR T ZE A O R R . D T R E R TR
B2 I MAS SR AN BEAT BB AR o 7 v B A e e B AR T DA R
Jet i AR, SRS SR, [RIE AT DARZS 5 X 0B R A e 1 4,
& 3 s

Heavy Spin-¥2 Nuclei: #h €d, ?2 Pt, Hg, Pb

Low MAS (11.8kHz)

Ultra-fast MAS (75 kHz) Nagym

M 6anisn
? P

Kl 3. AfF MAS 8% T SnO [l #4469 19Sn NMR i (%K 5 275 S0k 4D

g b, AR PITHT L AR K 600 JK [ 1A% Rl R vt e 8 B A1 e e 1Rk I AT O e e
PHRENE AR YR AZAROC NS DUARAR A G A i S A (8 R NMR B 5
[F IR 508 S50 900 25 M8 R I Bl A% A 5, D ] A% ke vt o R D e R 00 0 —
HIFE.

S35 3R :

1+ /R."C./Zhang, K. H. Mroue, A. Ramamoorthy, Proton-based ultrafast magic angle spinning
solid-state NMR Spectroscopy, Acc. Chem. Res. 2017, 50, 1105.

2. Y. Nishiyama, Fast magic-angle sample spinning solid-state NMR at 60-100 kHz for natural
abundance samples, Solid State, Nucl. Magn. Reson. 2016, 78, 24.

3. Y. Ishii, R. Tycko, Sensitivity enhancement in solid state >N NMR by indirect detection with
high-speed magic angle spinning, J. Magn. Reson. 2000, 142, 199.

4. A. C. Poppler, J. P. Demers, M. Malon, A. P. Singh, H. W. Roesky, Y. Nishiyama, A. Lange,

Ultrafast magic-angle spinning: benefits for the acquisition of ultrawide-line NMR spectra of heavy
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spin-1/2 nuclei, ChemPhysChem. 2016, 17, 812.

SEREZEERINR TR ESFrPRIR A
Fh REH
(MR A F g Tel: 010-62553516  Email: xyiuzhang@iccas.ac.cn)

X H I TR (XPS) & —MRMBURM T HEA, HaWiRELs 10
nm, EIREFOMGRFESREPICREN. CRESHFESER, AR EE R
A A A RS o SRTIEER FL S MRS JZ , A WL/TCH U BRI SR T, Al AR
VA B2 BT UTAREE )= LR A B H 2848 (W1 OLEDY F1OKPHRE FLith
AR, FRATTFR 2N XPS HoRY e S BIATRE N SEESA T, Xf Ik FRA 145G
BT 20 7 KRBT A [ Y P e 3 A F S A . X T AL R S AR
FTEH B REAT IR BRI, B TG b 75 Ar 2 F/EZ1 il 72 o
R 5y 18 ARG - S5 M RO RBOR, SRR IIGR AR, B X80k
(3 200 o AT 1368 i e FH A A 7 Bt AT LS BILTG A0 R FE A AT SR AS AR T
RN AT RS

AT Z ARG E T RE A (A5 NEXSA) (1 Ar J i1 F1U44
AT, ARG CHENMED A CEMED AN R, #TT
— KA L SL B, EFT EIR P R 2 o R X R R A R, AR ]
Z el Z B0 DRSS R R o T BAR A R FRATT 10 S 56 285 5 R 3 i 2491
1. BHASEHA R IR A5 3 R KIS

PREERIE — IR 2, I ls (PET) A1 % 4b%k (TiO) M, Fdi15 5%
Ar BT Ar BRSBTS, W XPS o W 1 A 2. X T
AHLREY PET £, 45638 1 H Cls MARXT & &0 0T, X RZIM IR SR TH

(Kl 1a) , C-C 45itgtaxfa B B8 i, C-C/C-O/C=0 MILLHIZ)H 10.5:1.4:1
WIREIRR 7 AME C-C ZANE & A B W15 4k i FHRERE Y 500 eV ) Ar &
BEERAYER (B 1b), BAR C-C MM 58 R FAK GRS R ),
{H C-C/C-O/C=0 HJLLHI Ay 8:1.6:1, AR RIE LMK RE & 5 B 1 %I B ) 5 0L~ PET
HH PR SR A A ] T G A AR, AN BB VR B S A R AR HE AL 454 A A
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RIS FIEE R eRE (K 1o, aERESRER C-C/C-0/C=0 HLLH
9 3:1:1, 5 PET MMt B —8, U AR 25 IR AE S BRi5 S i) m]
IR IE BB ARAE S I ARBIR B U m] L A 200 o R LA 200 VA i 2 TR I L5
R B ZERE R . X T OHEA) TiO B, 4563 2 Ti2p MIARX &
BRI, M T RZIBRARE S, S Ar BIFERS FUEE W TiO £, #E1H
BRREGYZE (FER C/O V5 KRN, Ti R UMREE LLAE Tiv AL
fAAE, TR FRAER (500 eV) 1) Ar LB FiE G R, ERMRSS & RasH B
TR AR Ti2p Sl TFIg Gl 2 iR, MEEESRE RS KLE 22%
(¥) Ti B 5L, 0 B B 1 2 o SE A A R A AE AN RT3 4 ) 20 D il o] R, £
S BRI R B S AT I 7 v 5 S R EE A

PET R R Cls PETArE F 5006V 30s PETAMZ #& cluster8000ev300size300s

1.60E+0! b1 80E+0 c 1.40E+0

1 40E+05 AN A e A 1.60E+05 AT T ‘N“ \ — 1.20E+051—42
1206405 _ 1:40E+05 ct _
© © © 1.00E+05
» » 1.20E+05 -
S 1.00E+05 k] 3
2 3 1.00E+05 g BO0Ew04
3 3 3
& 8.00E+04 3 4
- © 8.00E+04 £ 6.00E+04
£ 6.00E+04 2 2
5 S 6.00E+04 5
S oeroa S e G O 4.00E+04

" .

-00! 4.00E+04 Cls 0-C=0

2.00E+04 2.00E+04 2.00E+04

0.00E+00 0.00E+00 = 0.00E+00

296 204 292 290 288 286 284 282 280 278 294 292 290 288 286 284 282 294 292 290 288 286 284 282
Binding Energy (eV) Binding Energy (eV) Binding Energy (eV)
Etch Time = 30.017 s, Etch Level = 1 Etch Time = 900.73 s, Etch Level = 3

K 1. PET K Cls mar#ig i Ca) #FEMETE: (b)) ArE 72 (Ar & -FREE 500 eV);
() AMRRFEETZh. CBI%S FrEE 8000 eV, 300 size) .

&1 . PET i C i ARLHEN AT SR

T Cls C-C (%) Cls C-O (%) Cls O-C=0 (%)
RZ ok 81.4 10.84 7.76
Ar BT 20 75.55 15.17 9.28
Ar HEZ) il 62.6 183 19.1
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TiO2 Ti2p 43 #% 1% B X kb
— TO2%Em@E
~ TiO2 ArE F 500eV 30s
—  TiO2 ArFFl & 2000eV 300size 300s

1.80E+05
1.60E+05T
1.40E+05T
1.20E+05T
" i
— 1.00E+057
"E i
3 8.00E+04
o i
6.00E+04 T
4.00E+04 T/
2.00E+04T
0_00E+OOiiiiiiiiiiiiiiiiiiiiiiiii
467 466 465 464 463 462 461 460 459 458 457 456 455
Binding Energy (eV)
K 2. TiO, I K ZIw a1 Ti2p 4> ik 1 .
£ 2. TiOH TiEE N ESHE & &
T Ti2p. TiO> (%) Ti2p LR (%)
ARZ 100 -
Art 1%l 77.98 22.02
Ar H#EZ 100 -

2. BHURSVIARHER BEH BT

SR AR B TR B BE AR RN I P2 0 B RS Ar R ERJRER R A LA
eV~100 4> eV I Z, Al IR St R I BRI o 82 BT S 3 =% LL R
B TRARZ, AR SE BRI o8 1 i v il R Bl R F e T A BT 122
BRI, D RE TR R BRI, D BIRE T LR
BT 2 AR5z, PRI QR A LA R RGEE S AR T A R AR . B
Wiz (PA) MEINE], BATIRA Ar B 7RG, FERA Ar HRRE TR
LB T2 )R, K XPS o HEE LA 3. A 3a 7 XPS w2 B
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B LLE S|, PA MM N 28— B EELM, HArE 7211 90s f5, Nls
TR AR AR S G RE Ak I B 2 A RR, X2 BT B B 20 ik 5 R A4 47 R,
FRATTRFH i 8 7 IS ok LB 2 - R IR R 10 H 7% (2000 eV) BTk ST
2000 s V3AKG B3 2 22 Bk T BIAR 25 1 Be R HE = 1) 4000 eV IS 500 s 5L 8000 eV
TR 300 s BB FH E M e 4 £B LE 3b) o ik, EMRHIRATTAR
P B DU RE PR A & I RE B ATURBE RN, 7E S I m0 A0 0T 1 [ B R A5 35 S o A

it E R

Nis Ar+ and Cluster N1s Ar+ and Cluster
a =M@ b —_—
— Ar+90s ;Eﬁ;_l P
———  2000eV300size-1000s Ar+%] 1 90s
2000eV300size-1500s — Cluster {& £ 4000eV300size 500s
~—— 2000eV300size-2000s Cluster {& & 8000eV300size 300s
4.00E+04 5.00E+04
3.00E+04T
4.00E+0471
2]
© 2.00E+04T ~
” 2
= g 3.00E+04T
3 2
O 1.00E+04T S}
2.00E+04T
0.00E+00F
1,00E+04 ———F
405 404 403 402 401 400 399 398 397 408 406 404 402 400 398 3%
Binding Energy (eV) Binding Energy (eV)

K 3. PA [ Nis S HHE . ca) Bl . Ar & IR (500 eV, 90s) 5 Ar B#%E (2000
eV) TS A EIIFa Xt EL s 0 (b)Y R T . Art S TIRET 5 Ar 5% (4000 eV 11 8000 eV) Tk
S AN [V Ta] % B P

3+ ALY RRR B EI AT

AR Ar B 5 88 IR B o OB A R T R RE R ARG, (EUR S m AR ]
FEEBS R L To L/ A A AR 203 R — B AR FE R . BA TiO2 Al CeOn A1l
AR A Ar i 3 7 HUR[F RE B Ar BIRR BF R S dE AT 0k, Il XPS =
YR LI 4. FRAIZE S ARG Tizp A1 Ce3d 170 HEE B 20, A
R LA TR Cet S8 A MIE AAEAE : RS R TR AR AR 2 1 50 5 IR 30 s B85
&y I I RE B 4000 eV 6000 eV A1 8000 eV k5T 300 s J&, 7 Ti2p A1 Ce3d
TR ES B e ALY ML IR, SIS 5 A S AR, A
17— E R A R . T 24 SR RS BN 2000 eV BI{E IS 1200 s J&, Ti2p A1 Ce3d
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TSR L — G M B B AT, FEARIS MR A 2R S i A« DAL,
PATAERHAT Ar BRI A CENURPEE I, SRR A it 17 0 Il 2 1 ik
AT PR R £ B G I BE B A3 AT 5008, AR ORIRAS M R Sk Ak 22 451

2
BFE.
a TiO2 Ar+ and Cluster b CeO2 Ar+ and Cluster
A —— ®0@
— Cluster 2000eV300size 2700s — Cluster 2000eV300size 1200s
— Cluster 4000eV300size 300s —— Cluster 4000eV300size 300s
Cluster 6000eV300size 300s Cluster 6000eV300size 300s
—— Cluster 8000eV300size 300s —— Cluster 8000eV300size 300s
Ar+ 500eV low 30s Ar+ 500eV low 30s
3.00E+05 2.50E+05
2.00E+051 2.00E+05
w w
E ® g )
€ 1.00E+051 £ 1:50ERQS T \
3 3
(5] [&]
0.00E+001— 1.00E+05
5.00E+04
467466465464463462 461460459458 457456 455454 930 920 910 900 890 880
Binding Energy (eV) Binding Energy (eV)

a4, FEMET. Ar & 72105 54 F gt & Ar B0 8 e L. (a) Tios # Ti2p &

SPHEEL (b)) CeO2 ¥ Cedd w7 HHE A o

SR, XPS & H RTABHI I A AR A AT R0 — R R e ik, ot
FEEATE RVEM B 2 4 EERME R DA SE A BT SRR, R LI o) f. ZEATR)
DREERIMIT I, S BIRE BT IR N 94N 1 R IR, ¥ T XPS £E44
B U ) N AT QR SEIR R Ar BIRR BT E A [F) SRR RMA 2R IR L I A
7 T RN N

LR
SR B I 0 T T 9 S TR A P FD 22 K o 152 0 e 88 T !
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VRS IRBIRER AR B R
AT RWMR X K

(AR P S A4 Tel: 010-82698318 Email: hewanzhong@iccas.ac.cn)

[V 2a 2T V2e V2o T VT Ve V2N W2 V2o T N VT ST N W2 W2 T Ve W2 N7 T W2 W2 VT W V2 VT N W2 W2 VT Ve W2 N7 W W2 N7 U1 V00 VT N7 W20 W70 VT VI Ve S2a N W20 V2o ST N0 V2 W7o VT VI N7 VIOV VI VT NI VI V2o V)

—. Bi

AR B TR LR S K SRR R AR R A R R T T LB U SRR W i L
AT BB HFE AR KR ORI T3 E BHAE, 8% 4 200~500nm).
DR ubb A= 2 o B 1V T AR R AR I SRS KA T RS SR L R G
P B B R I8 SR AL S ] BOR, AA A HRE E B KRR, SNJR K. TR
RS, BEY . EeR A EHE N TN BB bR C
[ 58 5 AR IR, 4 2.3 MEERE (BTUR7D BE, ZRIEATR R A, SRJE1
WYV, AKWRERRC . )5 B4R TR E R i o SR, AL Sl
BORAN] 3t G s 25 3 ISR VIRE i 7 HF R S B B R AR T . 4D 70~80 4F
RELE, FHEFARRH T @ REMPIEE AR, RIPRIEA VRHIREE ARG K 5
T BT 3] 5 g BB A [ R R g R i 23 PR e ) - S A LS T R AR T )
WA A AN (plunge freezing,. Dubochet -+ & B iZ 5 AR 345 2017 4F
W DURMEEEL) | BRIV TR , IR ST AR =i R BR23] (high pressure freezing,
Moore, 1987) 5, IXUEVR VRAIFEFIA M KARHE T A W0ve VR BB 10 R IBUR e
ARG SV TR B SE 205 5 S5 SRV R R AR A 1 A S I LR R, A IR
B AR E AR o G B . AR ZI AR . R R EE TR R
(Cryo-FIBAEAR) 5. ARSI E A AW B R VA VR ] 78 AR B FC R F 1
ol (B .

/

i S AR = 2l = N Y 44 H & QAR A B A
B R L REEER
i BAEE RECHIA) | ARG e m -
* L4 * REER S 245 (>50 kDa)
R i} HEE SRR (0.0-0 | #range Freeei e )
HraidiERraE (| iy e i e = Cron-EM
! E& (01-02um) ,.',,l J”‘x@m — iy
A (0.1-0.5 um) (10-500nm EREIH)
= | A A A A
e e i i | (e ' 08 pm - 600 um P
ERIR | [ %85 s (EEns Y KRIHE === Sctimios__ 30500
] = Jrzﬂ —_— Cryakl
e e —* t ' A KATR, WS > 1 ym) |
TEMFE 8 TEMALIR EMpES | | TEA OEFLENTRENE (10-20um ) | ligh Pressure Froceing T
TREEHE (> 100 pm ) —
B (R, ) 2080 har l _s0¢ »80C 4 AT
|ERRREIEH ! AeRERERA (FSF) R
R A kA R A

10 NG o7/ =R U B N

9
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. PRERREAREE

PO RER (i IR R SRR GRS il PRk 3 iR
77 2 T8 A DRE s LR SR K a7 RAS S R B B ) & B RROK R AR, bR R
B BRI A K, ITTORAE A 50 7 IR AR DR S m R 50 . VR JE A
Poke i, GBS T 500 nm, G B0 RS A VR I VR e R
I A BIRERR, A VR EY) T HR, Cryo-FIB HiAR, % B AIH & 5 i
HEYI AR NHEAE U AR R AR R R

A, BARA AR (Plunge freezing)

BRI AEIRE S, AR KREARE ST, SRR R,
NP, ANPRAE, WIRAESREEEYE 10 pm LR, —BCRHBARASRE AT
[ 58 . R TAUKIATR, BIACRIDK IS AR B AR K 75 B = i Pl a2
(-100 K/s) Z5AA REAE 5 3t Gk 73145 it il A HI K £9.200 nm 5 2 ) BEEAS
UK, ERTRI EN IR FE LR K 7R AN S 45 i B 5k . Dubochet %8 ATE b 40
80 4EfX¥) (Dubochet & McDowall, 1981) , REHRE 1 S /KFE S P AR,
KT BB RHOARD, BN KL 45wl & /K AEYIRE B0 #2146 A 2 FLaR
BRIV BRI b, A5 FIUEARIGE Z AR, BUBRIEACK /N L RK 2R T 5k
JITERRZ) 100~200 nm JZFERSHEMKE, PROEEABE (-196 C) Fi¥ 1K
BOKE (<183 °C)H , BFH A -188 C)H , W 1:1 LKL/TAkE (<196 C) Witk
PR VR IR HE AR S K AR IR B, SEIIRE R RS TR R o e 4
PURAT . ZHARTRG R, HArA R A S 7T 2 R, e R E IR
T AR R BRI T R . WEAR IR, BAAGEAR RE G HIE
JEEE/NVE 10, pum AR, BROR/K I S HGE, AR S A 1 RGEL TE v S A% 7 1 58
CEUKFER AR . R IMA RIS, P LARC A S TH A28 Cryo-FIB ki AR Hil/E H
SERENEK WYL ST = T

B. EEATIA (High pressure freezing)

FBR IR R R R R, R SR AR 75 ZE NP R 77 Cln — FRR
W, Hih, CRE, RERESE) , HIHIVE R K SR BRI AR Hh 4 T BLOK A
(ERX M ITEAML R A5y T 254, 38237 B 200 FELR R BT & . 1968 4F Moor
A1 Riehl ££ %' HAR 21015 B AN LB R 77 ) v I 92 R 11 AR R BT 250 (1968)

10
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T 1987 AFHE H 1 3K AL =5 R A %R AL BalTec HPM-100 (Moor, 1987) 2, &)k
PR T E RS RTE (Le Chatelier) : #5EhA&TH R4 MR
B, RO SN RN T B EIET, KOFZIETE0 Ch2:
CAIEZSITE 7 S0 A (REER ) T4s i, (UK ARAR LU AR RS K AR
HEK 179, BRIt ™ BB A . X T RGO N 2045 bar
VRIS, 2R AE R G AR ARTT A 5, SHVERIE BCE R AR
K25 5 38 G AR 35 B UK o 2045 bar =152 S BUK UK A R E 22°C,
[F B S K B, SRR T ok AR Kl R (LU R R R~1500 %) 5 OAT7E
R FRREAPKEIK T, DUBHRFRIER (103~10°K/s) 100 T k5 B B RE
IR TGS i, BAES A  iE RvA VR AT LRI 200 um J5ERE AN (1 A W 2 2L
e TR R VAR B AR AN T 73 425 750 ) B k] KR 2 2 7S 20 KR T B, DT i £
T RRRRANG R S B A0 A5 0, R T DRI Tl 5 i 20 2 1) SR e 24
FEdh (100~200 pm) /2 B AT FSRI T AR LR S RODR 40 S5 1 R 88 o B T 41
Ve AL, B AR RN IRR T B R EA RER (SPRE) 4, i
W 7K AR DR e 2 A 5 PR A () (0,65 mm BRI, TRONTRE RS 2
B AR, B SN2 757 UK R TE s RIS T7 UK S B FEAR T /K & S EUE N B 1 R 2
2000 bar, o B H O RE i JRIE UK A T DA 3 A v [

C. AUEHHEY) FHA (Cryo-sectioning, CEMOVIS)

POEA AR (AT HRE R BE MBS AR, SRR
L 500-1000 i JE I KA LIRS (100~200 pm) , EHEANE S HEHEE
A%, BRI VR D) A A EE . AR TR UL B A 4 R B A (1 VK 3
FAFATEED) . W R T RS UKE S IR -135°C, RUILAREHY A &
FELE140.~ -160 C GBI 74 VR ] EAT , 8 G S 45 IR RE R 50 . ¥R v )
FHEARHIGRZ M8, R RSESE . 2aL JIR. BMELE, SRR
ma, R — AR MEA B D) Fr, T LB N P S, NI E AT BRI
e HIBY, AH R U) R 5o AT FISRAZ BT RS R ZARE S (50~200 pm) , 13
F) 20 um ERERIEET TS A9 Cryo-FIB HA#E — 5 0 T#I{F 100~300 nm
TRV VA V2 LA i

D. HUREEE THRYFIHA (Cryo-FIBEA)

11
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RS FRVIBIEAR OG22 N TADRIRL 2 o 1y B Bl e, L A 5 2
¥ GatB T (B AL T InE T HRE B R ARG TR, &b
S SEEILRE S RS B D) H . 2007 4F Marko 25 N K T AEARIR 26 1R N X UKER 25 7K B
() FLO)BIEARO), AR R A BRI BI R E 5N L1 T8 VAL ke B A S LR
15 R G ARAE AR RS R 4R E-140 'CLLF, B FEARE R E M —EH
WU DRY B i oS24 B0 05, B SR IR SRR 5 R W] o Ve T DL B 4%
AURAE BTN b, ] DUR A VR D) BB 20 pm J5 R BAREA «
Cryo-FIB H iij T8 40 AN 4L LRE i B VA0 B AR B VR R RZ 090, AT TR iAol
iy A7 R 80 pm JEREHR v A T IR AN BB R A R AR AR, %
Y B E 20 um E, SRJE 3T Cryo-FIB Uik s Th HI4E 1200 nm J5 FE 74 1%
A (B2 .

= e N T/ . O
OB o *"\j : : 1%
SOfK—F 4 % : - g

{ ]
e 3 . g
R e ¢ %
EIRIER Service Mode
4 "
201}"&* %} det mode HV curr  mag B HFW | WD tit | 2 022
. ETD SE 300kV 21pA S5000x 414um 41mm 70" 1 PM

OB 2. mEATRIINER B R ZUE Cryo-FIB JE KA R EBIRE S (6. RN

Cryo-FIB ‘Il FE) <.

E. AEBMREER A (Freeze-substitution fixation)

PO AR AEIRE S, BR T RTINS K A VR V)R 50 Cryo-FIBYI#I4t, 64
—HhT AL R R IR R R, R AR AR RO, S AR PRE @
SHEA. AR ATEY), KRUERAUKMEL SR (135 °C) HHIA
[, @RS 290 CHAS K AR MELS G AHEEREZHEAR, Hi
B A AR BON S A ACEE R (I 1~2% DUAAE R, 0.1% EERREh. 0.01%
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B2, 0.5% K %) MTRA AR (B HALANUE R OB B o, FER
M-196 CTHIRE-90 CHF FA8~24/Nf, PEH 7 T4 G 18 VA i B ARRE i I K 23 77
VA ] FE B NI i IR 5L 1, TRIRAE 43 T #E-90 CAIK
IR T I B BEAR N B AR ORIF SR AL AN B 4 S KB 5E R ok, AR IE AP FHIR 360 C
30 C. 4 CEITEAMUKIEE, BEEERAMEZEAEES. RERNAE
BRAESRESREEY) F ESEROE, T BB, AR EART DRI H R
£73~5 nmr PR (AN SRS G051, 8 A 73 B 38 A0 R B ARz AL G 7 e H R
fRIRE S, T ELAT LESEY) A (50~300 nm) KIS (A] R4 Cryo<FIB S ¥4 14
P SR REIRERA L) .
=. FHEH

CAA DA SURE S FIVETRFE NGB (B 3D, G AR [EE HE & /K AE Ml
PSR EERE S, P PAE % R V) v [ Cryo-FIB, il Hisd & ¥ VK FiL 4 R 1)
200 nm BT KA RE S, BUE SAEBREEDK, REWEaERS,
W) F IR S 70~120 nm 52 HLGEE RS AL IR R VR BOR AT AR H 58
ARG VKBS B EFEd, SR SR, ATLE R R USRS
MgEr (Bl 4>, =R HE T T DS 2RS40 00 & a2 s 1 (15D .

Cryo-FIB MREEEB FRAki%
;’?{\;/tﬁtDH- ‘:—‘ J . s

OB 3 AMAEBRES RS R WERYI . BB, BEY) . Cryo-FIB HugtHIFE
FERE CGEFEE. YRRE . RITRPM) Cryo-FIB #ilFE) .
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?l* ¥

| <
B

OE 4. mEA RSB AR E RIE RN BNS S EH SR SRR EUS, Bk TR N E
ME, A ECAZSRETRIBORE, BEA9EE 58 2l 1 UK ssHidh

b

OHE 5. mER -

AU B ARSI O R HLALZURE S B B MG, TR (R A7 45 4 S I O
(V) ERIE (GY kil (M), WM (ER) FIfiizz (F) EREAEM .

. RESTHE

Rk LB, 20 IR 8 1 o e KRB R S I S 3 20 A R S H R VR vl
GLE UL AT VL D& H AL, (R LR A S5 M ¥ VR FB BT L IR IE P FR N
EN RN TIT . AL R BB IR, H TSR R BRTh
FAG. WEAR, RMRBIHI RN RIBOR K. S SR o A BUIR S 224+
TP ABUR, DR R RSO R s (1 BER, AT R iy IS v R BIFEROR e 36 R W
A RS RO, s N SRR B R s . AT J5 AR
dn AR BRSPRIE R R v URHL sy SRR il o A i 1) S R et A SR BT R
SEREATHOE R, ARG REROR I KA, SELs AT 5E . R . il

14



StrlistCER SE13H3 St E T

B VREBRBEHIRE . H AT Cryo-FIB HlFERIAR C A& B R, (HA SR
ZERII) Cryo-FIB HiIFE I ik AL THID IR RO B R EARZ 5w b, A= 2R
ASTHIE . FRRIIREIRUREIRE . RS HERVZE I H AR E LI Cryo-FIB I HAR (4N
=HERICRIEND

S35 3CHR -

1. Dubochet, J. & McDowall, A.W. , Vitrification of pure water for electron

microscopy. Journal of Microscopy, 1981, 124, RP3.

2. Moor H., Theory and practice of the high pressure freezing, Cryotechniques in

biological electron microscopy (Ed. Steinbrecht R.A, .Zierold K.), Berlin

Springer-Verlag, 1987,175.

3. Moor H, Riehle U, Snap-freezing under high pressure: A new fixation technique for
freeze-etching. In: Steve Bocciarelli D (ed) Electron microscopy 1968, 2, Proc 4th Eur
Reg Conf Electron Microsc, Rome, 33,

4. LEUNISSEN J.LM. & YI H.. ', Self-pressurized rapid freezing (SPRF): a novel
cryofixation method for specimen preparation in electron microscopy, Journal of
Microscopy, 2009, 235;.1;25:

5. Al-Amoudi A;; Cryo-electron microscopy of vitreous sections, The EMBO Journal,

2004, 23, 3583.

6 . Marko M, Hsieh C, Schalek R, Frank J, Mannella C. | Focused-ion-beam thinning of
frozen-hydrated Dbiological specimens for cryo-electron microscopy. Nature Methods,

2007,4(3),215.

7. Wagner, F.R., Watanabe, R., Schampers, R. ef al. Preparing samples from whole

cells using focused-ion-beam milling for cryo-electron tomography. Nature

Protocol, 2020, 15,2041.

8. Zhang J. et al., VHUT-cryo-FIB, a method to fabricate frozen hydrated lamellae from

tissue specimens for in situ cryo-electron tomography, Journal of Structural Biology,
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2021,213,107763.

9. Li W et al., Integrated multimodality microscope for accurate and efficient target-guided
cryo-lamellae preparation. Nature Methods, 2023, doi: 10.1038/s41592-022-01749-z.
10 . He W, He Y., Electron Tomography for Organelles, Cells, and Tissues, Methods in

Molecular Biology (Ed. John Kuo) 2014, Humana Press, 1117, 445.

B

R R . R AR E SR D) IR R RS B 1 AL A e Bt AL
BT 2248 55 I K JI3CHE: Cryo-FIBHIREH RSS2 /g 7 BER VEIBE 1K T 3R
TR 973 H  (2011CB812502 , 2014CB849902 ) R R} Btk 2% it & 5h I
H (E28003BZ3) M3 U Al chCo 1 IS 1) o A% e«
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BB R PR 251
FIF FLS980 fiSHRSR /RN SEE RIS Ci <91
oM OAER
(AR S 4E Tel: 010-62566250 Email: wangxian@jiccas.ac.cn)

(a2 VIV VT NV VI N T VI VTN VI VI T VI VTN VL VT N2 N VI NTa N VI VI VT N VI VT NV VI WV VT TV VT VI VI VTNV VT N VI VT NV VN N VI VT N VI VI N N VI VTV

FLSO80Fa A B 7l A — M A T4 %% MPRLRL =AU /i s . H
R 614 3547 HUFLS980ML 4% 4 visible-PMT (Kl VEH 200~900 nm) 1 NIR<PMT
CRar e FE1500~1700 nm) S HLAF I R4S, ik ifi#o 28 (EPL-LED-TCSPCHI
EPL-Laser-TCSPC) FIfk#4T Cus flashlamp-MCS) J6if . K B [AJFH 5% B Fit
$ (TCSPC) HAMIKX ps B ns FHHOGHE M A, HOLFIFE 2 @E 4
(MCS) FARMR ps 2] ms B [A] L I 6 RE i 77 e

BT, & L EPMTRE I #8538 5 s B MG AR IR 3h 2 PR . 75
34 (1 I FRAE AN AR AT AT R AT, T o T B S A B AR B
I P - 1 R O 1< 107 /AR 25 2 SIS B v R BURE DOkl . s v T
3G 30 2 7 B R R PMT A ik eSS 5 (IR, P2 Al 2 il PMTH
FIFE AT REIRPMT o RE 2 4 P BRSO A8 R AR T 58 A AN R R BF TRDRUBE Canaié e
AN . PMTIR AT REF Il sRa S S miEm . L b, ¥ Lhakt s 2
A HRICHBEE K5, XEFE BTG K SV Bl W IBEL ATy ot i+
S EAPRNE . BRI AR BT E RN PMTREAT B 2], MR B
TR, fEA P, Bt A4H FLSO80H [ 13EPMTE 5 & 175 Yo A e &
SR g L L B AN 7V

Dynodes (Electron Multipliers) Secondary Electrons

Photoelectron
./. Focussing Electrode Grid
Vacuum ~ < \[.

Glass Tube K_—‘

K1 FIEHRS I 9RE G AR M B PMTAFAL . PMTE — MRS, 8. R 76

~

T Incoming Photon

Photocathode

Last Dynode
Anode (Grid)

0
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WRG (FTER) FHR.

MBI RS MR RBER K ERESE, EFRNMRKT N EBCH
(MCSZBETMBA) , RIAGMBCTEIE K TRREER SR~ A A%
KETREM . H2835 AT 156 B RDC BRG]« il A AR IR B 9%
JORAT, AR KRR A TTO & 7RISt ATBVES], ORI IED
TG THOR B R SR 2110045, X Sead Sk kA 7RG R AT, D
b o PRI 28 D' T HOR BEE A I B9 1006 . HPMTAIIK S S &R (Em
ents) EIE1H AU/, PMTRAUSRITIEEMN, St itHNERFIEEE. 5
KEKE S — BN, PMTH KR BRES FECEE T AN R, A
T R BE G TE IR H £ R B LA R XTPMTHIR 5

108
105
The photons per second incident on the PMT
during the fluorescence spike is >100x higher
..E 10% ] than during the phosphorescence tail
=
o
O 103
=
=)
°
£ 102
o
101 |
100 il‘ll“ , , ,
0 5 10 15 20 25

Time (ms)

K2, BAPMTI MERIEOL T, KB To> 8 7 I 2O6 A B DB BUROL &1

Beshs MHABEF ) MCS BIARAE S AR IRE AR PR, FOSZBR TR
FEAAVEE AN KB (IRF) o 32 SRFa RO, I (8] B D 10R5 TlAt 9 ' 45 i
I, S T U R R 3 % e 7 R AT B ) MICS M RIAR PR 2= 1 o DABOR K FE L s,
A AIFALE0.1~100 Hz A IR 28451 (1) 24SRH 10 Hz Mk kT 45, Al
I (8] & 129100 msH B (FFapfE10 ms ) B, MOFIARERFEZR300 /AP farill
HIRFH, WAZIREEE100 K/FP. (20 2SR 100 HzBI Rk AT 403K, AR (e
& IHA10 msfIBEE (FFdrfEl msiy) B, WEANRREZ1000 K/FP: Rl FLIRF
I, MAIRRER 221000 /FD. thAh, XT 2450348 (FERE I [A] YR 21 58 2
e T RIEOEHER IRINIRME O FIRFIE) , XRS50 53 2 [# 2IMCS
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O AITRR PR AL A5 E N o<ttt . RONPMTHS I (15 5 — HHH I MCSITE AR IR, %
I (38 IE A RO TR i, BEG TR 2R .

full time range/ s

0.5 1 2
1,000,000 T T T
Sample Decay (100Hz)
T — 3 o : Sample Dl'egay(mH_z) b
& 10000 -
P
E : : :
§ 1,000 7t e A e
1 IRF (10Hz) b
100 T e e |
10 + +
o] 50 100 150 200 250 300

lifetime / ms

I3 it S Rl B AT 4S5 T 2 bR K ) MCS TR AR R

S PMTRINZZ AL R MCS BIEHA, 5 e B 1 7 sl R 1855 Blik
PMTHIE T8 GBI FERBUR BEBBUR/NR SHIEREE) , TR RSG5 5K
ERERE AN REKF. BT, XN TBEERERERPNEKEITTIE, B
FEWE AP, (55 REEREL & R B ARG ROCH 2 R, KSR &
BECTEVRIT 76 AR 18] o iR DR IX A 1) ) T R ER T R X PMTHEAT B[R 132, 3X
FEFEDOG AR S BATE) U FT CARG A BERR O (1¥14) o I IA) I E R 48 2 18 /2. PMT
VN — N 1132 F R RS, e nT ADIWHT SR BT =S i ARG 28 1 L I
MR K FEAR T PMT I H 5353 25 . FLSOS0 AT LA B 1R GROLERIN g
KTkt 01T E SR ATT9E, AT AT LA SE LA I M Y I [A] [X 3 A A
JERR R T, EAMTERATIERM TRIOLME] (>1x10° fMFILL , X
& A FRZEWO R .

Excitation Pulse ﬂ

" Gate Delay
(0to 10s)
PMT GAIN ON
!JfF
Gate Width
Gate Signal PMT GAIN OFF (26 uysto 10 s) PMT GAIN OFF

LA hy
i (26 psto 10 s)
Output ¢ | E—

! 10% to 90% Rise Time (< 15 ps)

B4, FLSO80[ 4Gl 25 Ji #H21,
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K452 TO> B I 56 A )42 D28 1 UCGEEAT A7l ik, 4 R an s
FroR o [T LEIR (I (A1 B ON0.5 ms. B AT DL 31 25 BRI T 5 1 I B
F ik 2. @S AE BT E) 1S AR, 0.5 msZ RIPMTH JUBRBOK V1M, 38
RIS e F RIS, 0.5 msZ EPMTRIBHAES, FHBOLTFEIARET
E. FHHRMNTUKEERRIBOLESREE, DRGBCRBMARBER
s T2 LRI 28 5 't i 5 7 56 750 ) 2% PR 0 g XU

108

105 ]
PMT Gain On

104

103 |

102

Photon Counts

101

[T

e delay 0.5 ms
10°

0 5 10 15 20 25
Time (ms)

BI5. fEHPMTI M, WK B AUV To B T M BUR b R 2,
A 2845

BEGIER IR A B 32 FR-T-PMTAS M 25 (AN AR R LA K2 MCS H) 38 3 P AIAR BR .
BB GRS, R KO IROR 6T EE RGO IRAR S R N TR
MUK, i Ha AR IR 7 A% 2 I BB FIMCST M IR % & . e, &
BN ICRE S K 68 us flashlamp-MCS, 47455 0.2 Hz, EIEH 42000,
Em cnts, CREMISERE T80 15 5 REZF 730 E KT 50000, /NT3000H1/N T
1000 45 IE 544530 B N IEAEHBOE R0 /56 780 GREAITE, UIRRA
A FHPMT[ T4 I AN R Em entstH B8 FBOGCERZER) « SHEMALEZAFa, B
LA IR B — 1 ~200 ms (15%) Fl—"~1's (85%) FEan{E. HHECRS,
ATLLRIL (1) 586 (CHIMRR ZIRI4RIG) 20 43 2 1R WA 6 1 Al 1 22 57
Ny (2) REEZZIR M ARRIRE HER S (3 SR PEG K CRgEHMN
1 sBKHN1.28) o KREBATET B3 HAEMCSEE B ER 41000 cnts, Fr PA
1L 1000 TH BRI I T ANFERE B T IR . BRI B e 3, 75
FEMCSHIAMERBRYEE Y, S BRRCE RS R/, 1S3t ECRE R, Bkt T
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i AF ARG DA RO HE B P S Rl

1044

Photon Counts

4
=
|

Sgnalflaes

=

(=]
W
L

iy

(=]
o
L

—— Em cnts > 50000
—— Em cnts <3000
—— Em cnts <1000

10°

Ko, (a) W EA R KRG HEE LIRS AIE Em entsfE S RERWAAF A0 (b) K
{HFPMT[ J#E A [FIEm ents{5 5 REFR T LI K.

PMT[ 142 th 24 Bt il o B BRSO B etk i —FhThee 3R K B 5 T A
BT R A KR RGO, AEBOE IR AR R — 158 T DG T8
SKARGICE . B, X2 IuhOCVIBRIRET, 5 SRR % RO G kTR Re
Foorid. JRGFEIR ATETSKIN , IXEE R W IFRE il A Z ) 208 (iR AT
HEERBGER 56 - A S EEB BT, [THEPMTR LU R 7 B 5 AN
BRI MBI e, WE7H R,

— Abs,
1047 " PL-RT 1.0
e PL-78 K ]
5 os- ——Delayed PL-78K | o5
: .
2 0.6 1A 0.6
<
E 0.4+ 0.4
© 3 N
s SOS
O 0.2 0.2
2
0.0+ 0.0
L] L) L) L) L) L
300 400 500 600 700 800
Wavelength (nm)

Normalized PL

K|7. DMACPPY H KGR b = I 78 KON F & A eitt; 7148 2R i A] 90.1 mstl.
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XPERREE R PBECIR, PMTITIEHEARZ R T HEG R HHARTEER
WHTTER. WIEISHTR, AEFOCEERITE AR (R 7% KT40%) £ 1%
BN E A . dERan] W B2 msf 1, PRGSO, X E
R FIRE 2 AR - (EI8b) , HURT I AE 5 A Bk 3,
HB AT AFEAE . FLSO8OM | THEPMTHE AL 2 =AM T EMR A TI#: (>1x10° 1
ML), BRI GOCHBOGER — K FIRBREZ > 1x10° 58T 1421
HHILL, IAFETCA R T2 ERII R .

W Ao

"\ P Ggling:isapled.
KIS, (2) SERERZEPMTITH FIOBEOE SR (2 BHR A A5t GRS A s, A5
JEEHD ¢ (b) FFAPMTI TE R TS A - B 5 s T 2

i

|42 PMIT A S SRt v A ) IS [ RUPSE (140 B 358 0 ot 2 R S5 6 18 f — Fofr
W IR RS . B TR, SRINES n] DL BR DO R, TP =
ROMSRAFRECTE I BLAh, TR ES AT LU R MO B AS 7 2T =G,
MR -Eor B 9L R, SRS BE 61 .

S35 3CHR -

1. Photomultiplier Tubes Basics and Applications, 3rd ed. (Edition 3a), Hamamatsu
Photonics, (2007).

2. FLS1000 Z&6I A I THAG I ER A R IE S
https://www.yiqi.com/zt74175/article _14553.html.

3. Multi-channel Scaling, Operation manual of FLS980 spectrometer.
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BEENIEFFRPESESTENERES
> 5k
(AT MA P S A FEHATA Tel: 01062554625 Email: ligiaolian@iccas.ac.cn)
[ A it o ROC R E B B2 R 22 M U VA XS R R BEAT AT AL 2R, 22
JE AT AL E o RS B R E R TR AR AR, AR, HR)
RAELERHE, AREHAEEAR, GRNRAMER . ASCRIT T AR
& BEATRIERE, N RN EBRIIIITES %

—. SRTTENH
1. FUALER 7V ——SURMR R L
FERAPR S CIFE M AR % P R AT, AEP AL IR R, LA
AL S TR RS A BT s AL, A T 25 DA RS RS T 2,
AHLCI+CL+H,0+CO2  ClL+2NaOH+H:0> 2NaCl +0,+2H,0
HARI T AL PR S50 D IR R -
RN — IRBER —> ARk — i — ik

O 2. FMMBIEIE R

TEHETE IR N4 ml 30% [T H203 R M 25 KOHE . (ckomy = 0.1 mol/L)
BT S IR AR B R 22 0 R b, B I AR 25K R v 5 | 8 5 TR N
TN A S HE TS A, 4% 5 51 F /b oK B 0 AR IR A, B e R e S,
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H TR EGHE QN %, Bk F50 mik2lK /b B 2% Yokt i 2 .
B2z BOmEE, WA .
2. MR T7 ¥ —— WA A0

AR 7R e AR SR e B A R AR LT, B R E T
s BN B FIRBEAWT AR AL, o B AR ) B AR R AR A, FESE Y R R AR
HLA7 B TER, DL o 9 8 24 R

PRV VR B A S bR i€ = I NaCIR HHEAE ity A2 B 20 /K I 1)k B2 290.002 mol/L
NaClAW - FINaCURHAE T B IR F0.01 mol/L 1) AgNOshr#E A W <CHRIED. i3t
AThRE (i€ = IKHCFIME, 2 FEN1.010) .

AU URE i AP CPAT 28, SUTR S EIRM TANH.

Cl% = {(V 11 - V ) X ¢ X TITER x M}/(m%1000)

V e RF I FET 52 74 ml V 2 FIEFER AR ml
c——AgNO; % LK mol/L TITER i & £
M——R TR EE/R i 35.453 g/mol m——FEmiE g

T SRR

B arta (FE-1, ZHZTTE RIS ERMT (7-1, 7287
ATHE) FR IR i T AL B VA AL B, RBEIBLI BIINAN0.5 ml 5% FHNO: ¥ U 171
JE IR EAT F AL 58 SR s PHZKIR R UEE 28 J5 S AR IR D L T2 B ik, 2
P96 HALE PG (20180 mV) , EEEAN E A rh HL A O R AR W R R
ToR I AR E 25 5, ANRETS 2 AR IR E AR CIEI3 ) o [RIRE, RANFE
dnFE TR E S R A AR AN R, B T N I B AL s, L T 2 AR,
RGTVEMER I 2 28 8, G BNREs RAER (34D, 2 TATREZ TH)
WAREEMZE, WKGRATE CGRD .
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Sz BT 13 St oD
: 210 110
— | =L 100 b |
——dE/dV o7 ——dE/dV
1901 .-f- — 2007 /f\f‘.\ r 100
o —
Mo 2 ."l .-"'.I.“
~ A\ ATy 0 B o M99 /,,}\'_
B \ o ~ B . " 2 - 90
3 - - J -‘../-F -..', {n"J .\.‘i é 23] i f‘f \‘- ;
: n -.’J o ‘f
i 60 L so
o 3 170+
180 = T ‘ 40 160 "'-" . T . 70
0.00 0.05 0.10 0.15 0.0 0.1 0.2 0.3 0.4
v (mL) V(mlL}

O 3. FARE 1 () FAREFES 7-1 ) BALFEERE (m7g=7.425mg) «

Tl 25 HBRAFE 5 AL E S R ORI
FF i & THFEIATR SRR R R CRENEED
RS (mg) (mD) (mD) Cl1%
FHE1 0 —_—
2 0 —_—
7-1 7.425 0.052 0.251
7-2 7.198 0.101 0.504

IR 2 25 SCIRIRAE 7E 5 28 T € AR TN N B2k AT RARSAR ™ WD R P A 1
PR SRR e JE P SR AR S KN B R ZE HEAT NG, I 4

ISR YIRS R

AP EES

dE/dV (mV/mL)

FUNCEE, AFEEERBZEETRE GBESHE 2 , NE4EH

R LU BIAE Z B o 2 AR 2 26 FELA B AR TR TR R a6 FBLAL, 24T €

SERUN AL 2 220 mV, RAALARAL IR, WS 2o A B B R AL, T BLAS 2
HERA A 22 EAE S AR AR, 2 D2 R AT E(E DY 0.041 mL.

260

2401
2201
20014
180 -
160

E(@mV)

1404
1204
1004
HEJ*.

60

4000

3000

r 2000

dE/dV (mV/mL)

r 1000

T
0. 00 0.03

0.00
VimL)

T
0. 06

T
0.12

. 15

E(mV)

300
—E
dE/dv | 4000
250 H
“j {1 L
200 .l __.-"' F 3000
|
150 4 .
i 2000
i
100 / l’ '\
. F 1000
504 ...I: i.I..
L —— i
0.0 0.: 0.4
V(mlL.)

Q4. TEMEMI (LK) RRMFEMT-4 CF) AR ER (mrg=8.401 mg) -
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R2. FHE LRI ETESE (LD

7 AR RENFE
B (%] 30 30
4
T 8 SIS AR =X BRI AT
dE [mV] 5
dv [ml] 0.003
AV [ml] 0.002
dV (g [ml] 0.01
6 IFil 5 I 7] S i AR K
dE [mV] 0.5
dt [s] 5 1
t [8] 5
t o) [8] 30
PPl 51R 5
BI{E [mV/ml] 100 50
W FEQPHRHE I R B BE Tk
e SN 1 1
A1k
AR [ml] 0.15 0.5

7S A RE I E S R RTLAE W, T EN PUE SOy Ol fE,  HRan s Az
RIRZ, BB RIS H A AR K, i S mT LUK 238 X A SRR B 1, [EIFE
SXof A IR ot i S AR B T e R e M 2, LA AL AR I, W] DAHERA R
S (BAF) S S RIMER R B AR, 24 PAT AR Z B ik 2 2R B P AR
U, MREE R4 M0.729% 0.763%, “T-IME N0.746%, W3,

3. A SOREIRE S B RALR E IR A R (LEEA B

P R TH R THEARE WEREER Gn=m
s (mg) (mD) (mD) Cl%
23 0 0.037

24 0 0.045 0.041

7-3 8.736 0.219 0.729

7-4 8.401 0.220 0.763

SN
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HELAE 7 S SO0 [ AR P S B RUT R AT E B, LUK, Hrfr
AALARF AN, R BRI R ALRER, AREAER IR E & 5, A MERE
BAAREMES E B, EHRAREE N B, wT DL R KA R R, 13258
W M2k, RETAS BIMERS 10 A KRR S R, B o TR A A (T E

e AR A PRI A A e BE N ] L, AT DAL KA o B R AT 1R €
L 1 B i T R 14030 R TR AR AT LS AN T, AN i I 4 R R HE R 1
e PEIN

1. MR R, P EBRE B4R, BIEE =04 dbet: B
R AL, 1978, 8.
2. FZ4MH, & BACEMEEEST. bR s TG, 2013, 9.

Bt
SR AT DU T 9 S TR s ) 2. 2K B 15 R 2 68 fm I !

1HEFER Regulus 8230 RYRERIVE T AR ELRIF
>EERE XK
(AR F S B4 Tel: 010-62557012  Email: lizhaohua92@iccas.ac.cn)

— FA G R IR

FI L B0 3 R AN A o T BILARE o R SR T BB AT R AL, far ISR
Fe e DL BT 0 e e F I R R AE L T VR ZE RO RS I, NS LT RS A
B R G L ) TR AR SR, K AR R R 1 A R A HERR Y
AT HL Y, REMEZ AR R AT B B R R Y, AR AR TSGR LY
FW S I AR A P =R R LR . B S R, B R
FEFE MR IR — 2 SRR WE. . 8. SRS HERmHBRILER, HiE
WBIIRHIX — 2 3 E S e R A RS, Rk, IreesE, sy
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T i 7 SRS TR IR
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S FICN G IR S I R AR A R, WE 1 () FioR.
Forb, U BUN BT 0 IRE TR IR RSy VB Vo I, o=l
e R AT RAL, PRI EINE, EURIER: JiE B 5T Vi 80RT 1,
I, pro<l, FEMRME VG, FEMHE, BERER: SIEEENT V)
MV Z 18Iy, pto>1, FEMERIONIERAL, FEmariErf, EBG R R,

SR, AESEPRUERE i, AGEES AR B RGN, 8E EME A
an, REENERMER (B (b-D ) ERMKHINERE 1 kV B, L%HE—E M
FrFIL A, R ZILTEATHIGET, HEMGAR . ANTEW o 248 B G K,
fif IR IR — BARLE, MORAENHE B E KT 5 kV RBHE . X2 il T hi
I BRI OR,  H TR IR BERG N, TP R R o B R I B Ik
FEL Y H X, SR B — (AN, R il FELAS 5 i R A MR e s BT B, (R
NI L T IR TR, FERE 1o, IR S I R R TR R
Hu AL, AT G fif IS . BRIV A G R I SR, LIS s 10 ekt v 2 A5 7
B “AFE” , TIERIREAN, XSGR E S SE2 2 A%, Aikth, i
EERE it 2 T P 00 FR A R e R R T R BB IOR I H R R R R I Ik
ML SEL, JERm R ITE G GRS R, Y Bua N, UG &
SrHEEE T, 5 PR A A A AU O R R SRR R ) R T
SE2,  SE2 [r] A4 W R BUZ B i, 7 EL s o R sy, AR SR U R
K, SBERIEIENI 5 PR RRBER, FrLl, BRI &S —EEEA
AR IS, (B2 BT FBIR FE N & SE2 (5 5 Mt £, S BA R T 54N
TS A HXS T B SR, i R S B, DR, — R R e H
P SRR TSR IO 405 AT B8R 231,
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O 1. (a) MEE ST HIRR R,
%

(b-) 5 FF 2 PR TR B £ AN TRl Fi I )

= AR S S
JS7 PRI F s R A ey fEL s SR TET AR edfiat « AF A 0 5 DR, (BRI N
S T HER AL, A LU AR 20 (Deceleration Mode ) #E 9 /b ¢ it 451 1
AN FL RN (RIS, PR 70 o, SLIRERANIA] 2 o, F A R A WL SR
MBI B (Vace) » HAIBRELE,  HL 1 AAERE i 5 AR L T s H
Sy RONE R IRGH, A5 S fn B2 s ) B BRI B F R (Viand) I8N SRR HLT
ABLORSF T i e A6, SOl T TARE RS, A ROt 1
TR AT RSO, Ak B 308 < A9 it 2 T A1
JR4EGE L Vace

ﬁiﬁﬁﬂ%m/ | 7
V deceleration ( \

T )

Wi
# ll\j[/____a-r #kf L Viand

le
_/;, samp

Vland=Vacc-V deceleration

O 2. JHEE IR EE
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ST O AR ZH H 2022 4F 6 H R 57 5135 K ST HL B Regulus 8230 (&
3 () ) WiglT, ZHEHA MRS R M RE, TEIOHEE T Y
SHEN 0.7 nm@1 kV. B3 (b) P A E R ER Y, EIP o B
Ji, kot 2 o 8 0 5 B B R TS LA 0.01~20 KV, FH T85O 35 s B {38 Tk
AR SRR, R ik R — e 3% 2 kv UL R o 45 Tk R e, AT IR
P 75 SRA7E High. Medium. Low- Free VUit =X A ide A0 97 (149038 o 55 sk (1) HE
JE, W3 (b) SREJTHER 7, High BRI H RN 3.5 kV, Medium Bz
IR 1.5kV, Low B K HLE N 0.7~1.3 kV, Free B kA
0.1~3.5kV.

Bt 5 s EZE (R i, ATFE AT 5 H I L, SR Al eat i X B 2
I ESCHR B R I PRI AR, M3 Ce-f) AT LLE B (8 Ak ekt i 5,
IIEEL R 1KV I I V5955 B0 4 SR T 3R T o (8 I O S i, o i L R
0.5kV, EUGIHMTEE AR UE KIREE T o RUEROR ] 40 Ji6%, 3R oR
W, W LUE BIR BURLR (AN 454 (<5 nm)), s

U, MO0 K "

@K 3. (a) FHfiHEE Regulus 8230 (AWM s (b) HHHFELE Regulus 8230 B & &
PR (oD FEFHIEPIIGIR IR R D0 5 i =0 R IR gx b, Hodr, Ry =X
HEEN 1KV, s E R B 0.5 kV.

R gt 2 X AT N R IR 20 ez R AEERRR <5 S -VEZE )
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FESEHATOLES, ABHE T )R, IR SRR Tt W 4 Pros, =R
AR AR T, S LU AR A S I, St o 1 AR A

O 4. FEaEARRGER A SRR T BB . (a, d) NERFLCH; (b, e) NILZ
s Ce, ) N EAGRERRR .

BB, EABHE G R M OL Re A Gl I 1 B A R A AR
FIREs, BUAEIRLT4E. REW. W COF [EM KL Ui0-66 &, £ i 5y
0.5~1 kV I, HIn] 153 275 M (02K e 3 B 4R

O 5. TR M AERGER T R G

2 H] Regulus 8230 44 BV 22 (OFF d BEAT WL ER (1 45 R AR, IR H e kit
P A L T AR, e v, AT 2B S IE M. SRR B SUE 2
fEHRZA AT, R R T R, PTG RURE LR T AT, R
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1. ARHiE, ZE0CHE, KA ST, LT A B BHIE R —— 9 B R 5 0
M1, A RCHEHS H Rt 2022.

2. MR, RAE, R (KRR AR L EARIM],  RRNER R A,
2015.

3. HRHESE, XPETLL ML R, B RS A AT RIGA T,
7R R, 2014, 33 (3D, 226.

B
S 3P O T TR S T A 11 1 22 K el A 2 o T !

DEREBRTEERRS FHE AR R
PREER X K
(O H M) X F S #4528 Tel: 010-62557012  Email: lianglirong@iccas.ac.cn)

DR RRES TR LRI R R A . HAR M 5 TRt
PR ARG, W KRR MR Ardr. FIRERZRIE M. K
TSN THARL, e R Z . HRA—, 28N “87 Mk, REE
AWARA Sy, BN TR BT ORE, PR E B BRAE R TR,
S FRAR I 2% 1 e O Rt ] AN ORAE R SR AR I 25 M 5 A 208 o AR B 23 il
L 2016 45 67 57 UK HL45 Helios Nanolab G3 CX [1ia 4T, SEBL T 20 744K
FRI7A VR A1 LB R AE A S B R S5 i L A, SO RIE 1%k % 6 %
K A3 AR LA, S AR 53 TRV 58 0 LA I 0L
—. REETHR-E T RGN
1.1 BEBE TR A (Focused Ion Beam, FIB)
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AR BT AR R & i Bk B TR SRR AR /N RO & RL R T
SRR . PURL RIS Bdth, 7ES PR AMINES TS SR
BUR, RS SRR AN, BN b R A S R K, AT S H
BT, REELFHREREE, KA RAAPOENE, FEd ) W iREE
B KR SRR R PIRAT R, SRR AR S R R AR A T
H, rAaZiEsS, i 1o, R Ay stk s o) B s, [Rsk
P IR TR T REAT UG o I SR A R N 5S4, 3t T i S il Ak
PR CVD) BRIFTHR VTR E R . BRI S T R Bl R 7R
HTHL T A AR HE 4% (Focused Ton Beam-Scanning Electron Microscope, FIB-SEM),
JS2FH L SR R A U R 7T, TERO BUAR SR L5 R RRE d BEAT 40N L

RESTFR-MEAGET, HETFREER, URbHERN, HhmEsE
3 2 B I P A D T R 26 D (LS [ B 88 7 SR A i e A — 2 AR G AR N
B TR AR AL, SRR AR KA, B TNENRE LR T LA e RS T
SR RBTEN 2 TR R R AR, AR SMAR T AR . FIRE, mife
THAEH TR A2 S EOE T R IR, BORRE ah a5, JCH R B — L “8r”
kL. RIS, B SN R SR, BRI R RERAEAR X AR e )« [ 4A
MR AREEER BB SHERB MR AR AR EREAT I T
8,

® —RET
R T RAH —kEBF
®
NS F A ® e

®

A 4 i AL
BEEN HFEAN

O 1. mRER 15 E AR AR L E R 5

IR AT B R S NEis P B S AR IR0 [EE A 7, BORIREE AR
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AR IR IR S S E R BB S RS TR S, AR T
PURREES TS . VR IR AR B 1 SR BT T DAGHRU AR 5 AN SO AL R AT
NI T L2 b, BRI H T RN S 3 ARORAE Al R 0, SRS ANTIR 453 P05 45 it S 2
PRZL ST BRSBTS . Tl R B BT % OISR L SRR N I
BN “ =47 RAE. B BB MGIEE. o, EAAR & SN R
AR — RIS, BRSSO . BRI ARk R R A B TR
B2 BT R 2 O

1.2 3 B I A0 R EL 5 ) i A T

S HT AR 0 £ BHIZ AT XK BT Helios Nanolab G3 CX #4#80 T b TF -
X GHERREREA . MU, FAMERE T LS A T =4 E 1
BRI Auto Slice & View F A A BITE ¥t 34 Nano builder 552019 4, @i
& Quorum A RAE I RGTHPON VR SRR B T A LB, BRI 4% R B IR
TN T he LA In T IhRg .

AHRE R ARGEARE (B 2) A (1) aQuilo AV il £ I8 = 5 XUR %
BAARE, BRARVRIIR, 2 A3 THEmMZ] 4 H 3 PE T A8 (2) Prepdektm
TAEsE, A RBRRTA T (NSRRI |« R K&l
W, e BARRE S AR B e RG] (3) ARSI, FERA G R
TP T AR ARSI E, WS RERES: (4) BEGERAHE &
WERERG

TSR A, PTARE B ERE R R R . BN IR B A
VBV A5 7 RO WA TR B 8, SR)5 REaR B R AR AT b, TEE BN
BRIV B E 2 A R S IEER ARG (BEHEARSAH, BEE
1900, ARARIIBIRE., W W S Y 5, EERES TR E
way A GRS E A, BB ARETE-190 C. X FASHAHHA
AMEREEAR R 7 AR FTEER M EREE TREREENAE.
AR CARET . ARG EN,
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AR
BHER

m

SEERE

BAREE (MEAE. 4B — N

ERREE

)

Mt

W | e
= T
BARRS

O 2. WAHEL L R R SR

v RO L BEAE 7 T MR U A (1 L S 4

2.1 H ISR LR AE 23 T AR 58 H B 2
2.1.1 5 HLBERE ) 2%
COF's R &2 4%

AN HIHESE (COFs) AR —JEHh p- L HEAL 50 80 o 3 S e 12 T 1 14
BAT e R 10 f S Z AL RE AZRM R B m s il e . LB R AR
A, LB R ECR A G, Wk T M IEIR T COFs MM 2 iUk,
ARG T2 7 ER B S A 5. R8N H, COFs #4
ke DU R AFAERY o BT COFs M BHA MR IE 5 U ERE 2, #4355 T COFs
AR B 2 SR MR R AIR . R — MR, A B SR = T S A A R
RN G RAARRK T R ) COFs S FMI5 T i M AR AZ A%

al’ pmmms R s \ Ib
E Q i §_§ E
S > IS b
we - ol W o T -
T:PT \j'. .\ : : C%F Film
o Bl £ N crdﬁ-ﬁ-ar C‘; Ot 1 Glass 500 nm
4.
- B,
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iHId FIB-SEM fill %3 5 #F it WL 22 W] LAE 2| COF sk L %i(5 5, I Hill
i EDS KA HEAN 2 A 2 1A 22 o 43 A5 B . COF R 5 4 IR e i 5
HE MR, BRI R F 2R, KB 130V, FFRLH
9105, EREAIIAIY 3.3x10% 0. AHIGH T TAE K KAE Angew. Chem. Int. Ed. 1,
B —HY []] MAPbI [

AT AAES R O BA I DG A L 22 R e, ORIE ARG e D R
PRI AT AR 00 A5, T o SR R 5 Bl VR 8 v A 1 P RE DR o T (R oAt
H T B A R A DR RO AN 2 TR e, T B PR VA R A AT L 2R M ) 7 5
FEE TR 4 Rt S FEAR I A BRI . 5 (0 B B A5 S 2 S AR MR 9T I
DR PRI B3 o 5 R AT VA A AT A7 1E 1) ek AN 5 it ) RBOHE R T A 9, At AT
R Y P e B B 35 5t 7 v SRS 1) 4% CHaNH3PIs 45 R SIS, fbl] 45 00 405 A1 Vi
JREALEK, ARA ] 1~2 mm.

8 = (110)
= E FWHM
= 0.34°
e E
2.
=z =)
7] & 5 6 7 B8 8
% o w {degree)
=
l 8 S
3 =
500 nm 10 20 30 40 50 60
—— 26 (degree)

O 4, (a) FHERHH BFEANEX B L X 7 AT 0 ERE W& B —(110) B s (b) A ERE

XRD 455 B A2 B (110) L]

FIH FIB-SEM 45 SR VoI5 S5 o7 B2 B ) 5 328 S LB RE o, 308 DX WL P T 5
S W A B VI B B — 1 (L L0) X Rl (W] 4 FRo) o 8 IR S B I B A
BEAER P SR B 765 5 S AR B0 T A i, X IS 89 016 AR H s ' H A A RO T B
21.36%, %W TR KK T Nat. Commun. 2.
A LA BH fE FL itk

ALK BH e H AR Ay A i SIS S R AR AR 2 —, HAREER, P
VESF . TSRS . FHe b, AHLKEHRE AL b BRI A e i R AR
. AREE KM B R E T, BRI T HIGRERITE STy, T RA AR
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B BE B4 RS2 A e I 45 R R B T A U T o T S A RS =
15 S W I 90 01 R B A AL S T — P B AE AL 0 A MUK P RE LM S T & . R
PBDB-TF:BTP-eC9 {E A Fi 4 (BHI) , JHKHIRYIEAE i PTO3 F1 NDI-i8
R FI R Ss (PHID ZIH], AR T RRaANUKHAE B, mTLAA L
HuBE GO B RIBRAE ST A S, BmG R ACRE (PCE) B3] 18.5%.

ITO
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A T S e R R R BT
Pt

).0nm|

O 5. FIAANKMHRE RN (a) SEMKE]; (b) TEM K.

i 3L FIB-SEM ffill 2 FL jth yi RS 480 0 68 W LA L SR 06 304 1 RAT R 2 38 EL AR
ooy ARG A, A AR I R RIS, JRaE S RER i
BRI T AAE R . ISR AR KR T Adv. Mater.P),

2.1.2 & K20
TR AE

BRI AR BT [ 5 1) S AR 2 —, 2 F AL B A IR A i 2
MG, R AR, B, YL BRI R N
BRI A B A SR . HAT, SRR TR RIS T
=G0 T BRI AT B A B 1 T e A P e 40T D B 5 A 2 S = XK 9 1A
VR, $RH 7 s A 3 T HELE S| SO IR AR HT SN, BRED & T 2R
G FRARIAR . FIHZHENS, il KR SR RICARSET R, A TR e
MRS, WEHEEHELE, BAMRE MY Rit.
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@& 6. FIB-SEM JE xi 2 3RAT AN 7] PO A EA AR A/ 58 UKL A8 T 45 #)
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{ROBE T F b i B A, A T L LR AE SRR 1T FU %R
PR TR AEROR 1T RS E DO e R B EI N, R R AN 5 T B
frs  ANTTBA DR BE 22 2 78 RO AR . 2RI, BT KPRRRG), REW4ERF R
() K+ A E B F AR B HE N R TE AR LA AL o 70 T 4K S8 5 7 SL IR T 9T
A 22 BT 7C 53 PR AL FE N G 540 TRETT R 1 T B s 1 L ) v P R A7
WA RE, Bk AR RN A D HOE ST, TERSREL T2 u 2% . 2R A
TCRENS fe it K e- & e, 1y EL3E o DR F A8 0E RO b/ 25 38 W1 R R (R 3 PR 454
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HAEETE T H A, AR BESR AL 0.1 C R 340 mA h/g i (MR I &
HA s AR A A e PEAT L B A P 2 R

O K 7. it FIB VJEIH G 2 O R458):  (a) FIB YJEHi:~ (b) FIB VIE| )5

M = SR U F I I ) %t S i 2R IR TT A L I 2% AT LA Rk
Hb AT RS, A T AR A () H AR AR sd i SEM-FIB V) EI AT LAE B B o
TN, MHRBUERKRLE J. Am. Chem: Soc: 3.
W B Co BIRITE

A AL s B R S 2 40 (0 0 DA R AR AL A T T S o 7 SR 0 S R AR,
TR R R B TR T2 IR A Ceoo IX R AR IR IR 4RI,
Ceo S IEAET T _F3dsd C-C BAH B ILA 5 G T O A A SN A5 o 3 o AR e oA
BHRA B S S5 B R A O Rase I, IFRAEEEMAST TR, bkl
Rt FedR it F i R B o 12T A A R T AR ARG A, DRI R A T %
[] S PR IO, A 2 F T R A AR L 1 S P
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FIB-SEM WU L RGAEHJZE Coo ZEAWIVYJE A [F) SR Z ok A AR AR, K
AR T7 1A R AR BT, TESE T HLJR Ceo RAPIH T X PRGBS M, S TP
AR B T E S S, RIZAMRE SRR MO E R T e s S E
T2 RN AT 5o AR AR KR T Nature ),

2.1.3 FHFUTH

BT 3% SR (Electron beam-induced deposition, EBID) & —Ff{#i Ff B, 1
o RSA T, ATAERT R b Re A B SE TR A K IR . 37 RiBS 00
FH (Ton beam-induced deposition, IBID) 5 T H % SUTARM AL, K2 ¥
TREWANFEE TR CHH 30keV Ga) » HXELTTE, BT HE ST
FUR AR, HUTARSEEE R s T IRTC Ga B T4 H B ARSI 7 [A) R i 2
CAIAGEREAD AR RS FIDUR AR B s kG s 0 RN T T
AR L ORY =, SRR 70 HT 5182, MEMS #81il1F

FERUNIREE b, oW R B 2R DR B 2 R ARG, R
ANATRH R R 2 T S T A 5 AR O RS BT R VR SO &, ZE B Rl
SR FERAEARR A, Bl G MUE R SEISE G i T — MR gk gk, 0 T
RSN, 8 B E R R BB 7 B E 2 2 A AR5 1 |,
SRIGTEHEE N “HHK” BIGKA Mo 1E 1 73 B AE R — S AR IE A, SR T
FEAZ N A R AT R, HRZITEAN A R R K. N
SEM-FIB FJfEHLFHMEE T, BB H A9k it — X Ak, F FIB %%
Pt JE TR I 7 2K 2 W i 5 1% F AR IR IE SAARodE 42, SEB 1 el v B g
seestd GEILE 9) , KRR TR,
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WS . MRECRKEEZ T Adv. Funct. Mater. ¥,

BT HEBRGLAER

f A B IR s DS HAME, BT TSN T R4 AT N
ERAE BRI TREER e KA AT L AL R N 3T I
BTG L QR AP T 2B A, IR S R S R PR R 4206 £ 4k 20
L PERE R A B2 .
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@& 13, (a, b) ARREEE THRUIFG BABIEE Rin N KBRIPORE M (e d
DURHERE dh & SEV

2.2.3 IR & AR/ HLIE S AR

VHUT-cryo-FIB  ( vibratome slicing, high-pressure freezing, ultramicrotome
Cryo-trimming and Cryo-FIB milling.”) $ K 7] DA &1 2%l 4% H JE FELE 150~300 nm 2
[E] R LR ity R S 7K U0 B, P 14 B, R i o FR v R [ E ZERE B
23 A R THEY) USSR AR R AR I B AR B B R P & (R
2120 um), #RJEIHIE Cryo-FIB #f— 5 Il TR B 200 nm A2 A7 R 2H EURE i A R &
IKUIR B UL S 00 VR 12 S FAR EAT VAR FEL 7 T2 BB BRI 9T
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DT MEIR R =R G, LA 15,
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