XXt

Michiko Yamanaka and
Takayuki Itagaki
Agilent Technologies, Japan

Steve Wilbur
Agilent Technologies, USA

MS/MS 2 E0j|A{ Agilent 8900
ICP-QQQE 0| 2%t Sio, Lt YUXI2
AT 24

S8 A=

Mz, 238, A&

ME

Lt S22 MY ST HZE, 2loF 8 S E, Ateld XHEH|, AZ 1t
Z2 2H|M MZ0l Y Eol A& ASLICH AFES2 2 L2
Lt 2Xte| 2t Lol S 22| 54 21t 7tsdS ot &
mpofstx| 2ok 7| iE, Lt [XKNP)2| FH2 F=S 21
AL

= d=¢t7|20| 1, 2|20 T
YUXF =& HE(spICP-MS)2| T2 A2 Q| NP &S E4 #385t=

otr|r

HE NPOl|lA Aot 5 fla Mo E 7|1=5h= Hlof : =
AR £, sk, 37| A ElE HL TS SAM FFY = ASLIC

=

= o
M2 HFXS2([1-4] 0|0] O] Y2 HS LSRR, FLH ICP-MS
717l= NP &4 BS XIYst= Ats =8 L 42 H2ES H3E
= JAELICE 7| & ICP-MS A|ARI2 B2 HEE AlZH(dwell time)2
ArE5tn HF Ztofl 3 A[ZF QO] B S0 CHoll HEFHO =
CIOIEIE ST eLIC £F setof, E #H2R2E FIRE= H|HEH2 =2

HAEX| 2 AKX plumedl| M EHStE Ho= ZAE[X] 87| TZo,

~i Agilent Technologies



HT
o
Rl
ro

UXE HEL = JASLICL
|Zt(dwell time)O| plume?| X|&
oF 0.5ms)ELt HOH, BMZE Q|
& AlZH(dwell time)2| ZfA0f w2} ZHAE
ICt. Ol = A5 SAI9| LR E S7HAIZLICE
He =2 2 (XM= o &3H])et Aot
|ZH(dwell time)2 A5 EAX =
REE2 |XISt= A0l i ZQEL|Ct.

8 - o
e B2 8
1% 40
|0 Ol
HU >

o ok i\ ™
>

iy 117

U >\

F

rot

EZNPE=>]10
<

fot 40 ojr
oF |]|[u

t

r

7|Z9| quadrupole ICP-MSE Edll NPE H&tsH|
£-5t7|0fl= B2 o2 S0| JYSLICHES| =2
AKX A MHE Mz BHORRE NS E AR2SH=
s3). Hi=20l| X[S7HX| 20 E B2 Y2 ICP-MS=Z
EH57| H N {2 20[Lt S0 22 0
HEEOf JACH= A2 =2H2 Yol OHELICt O]
HAE R ER2 ZEE XFD YLD HE 7Hd9|
oS HiX| pfol, YHtM o= MA A=0]| EXHSHA|
o7 tf2oll, 2Ot A &2 UXE -

pye=1)

2L} M2 B2 MH 9 7S E NP= ICP-MSOf|
St7| M O o2 |A(M: &, & E|lEts
A2|Z2 7|8 NP)O]| 7|EHEFLICE O]2{3t @l A0
, AR HEEA E= S2tX0F T2 0| A
AR A QI ZrE ot CHIXt ZHY 0| EXSHH, Y2l B2
L2 0|23 = 0|E SUAE ZHT TRY
20 27t &2 o ASLICH o] izt A2|E(Si0,)
NP= E=, T, H&tA|, AE I, 2El oto| 22
X} X S2 Eas CHst S0 AR E[7]| TiE0,
0|2 EL|E{&dlof 5t= 2HS Q70| U&LICt
2Lt Si9l £ SHA(8Si — ZXHH| 92.23%) 7t
S22 CHIXL 0|2 CO%t N,o| ZHIS Hi|
tf20ofl, ICP-MSE 0|83t Si ZH2 23 &lX|
AELICH ICP-MS S &/4t8 Mol 8t 3t3ts
0|86t ZHS SilZ2E 4 UM, Mol YatEl
2hS T =M A0] CHOH A= Agilent 8900 QQQ
ICP-MS(ICP-QQQ)2t &2 EHE &2 2AM 7|7}
TagtL|Ct

OF
=

am V= RO

8900 ICP-QQQE 27 433% 22 ZE{(Q1 2 Q2)2
AHE3HH, J= AtO|0f| 853Xt -3 Aol JELICE
O|2M O] A|AHI2 MO = MS/MSELD EE|=
o2 Hek MEd 7|52 MLt MS/MS= 7t

y]l}

2 A0l M= Single Nanoparticle Application
Module 2 E[|0{7} EIXHBt Agilent 8900
ICP-QQQ2| MS/MSE A5t spICP-MS EEZ
Si0, NPE ZHI¥&LICE Sio, F™ 2 flst 71719
7|s0fl el =2lstRASLICE

Al
2

HESH Y AR A
nanoComposix(0|= MLC[0|0| 1) M SH
X| 20| 50nm, 60nm, 100nm, 200nm¢! Si0, NP
Z2HS FUSIFELICE HOo|2(DN)+E 2E
HEZEZ 2 40~1000ng/LS| Xt 52 5| M5t
ANE #EME 25| ol 527t =30t
XE|StRESLICE COo 7t40]| 22Sj A= 0of| O|X|= &R A
o2 2olsty| flsl, ST HAE AHESI 1%
OEt=2 9| EtA DHERIA S EEsH= SiO, NP EH
MK 2|5t SLICH BHOo| 242 5ug/L2l Si 0|2
HEEXS MN2[otn 24 g oIXIE ZEHst=
o AHEStRSLICE

717
HMHHOZ Agilent 8900 ICP-QQQ(#100, 12
38 TH)E MESIUSLICL o] 77|= B&E LA
MEad, AJ|H 2, glass concentric nebulizer, S
AL O] MH X 1mm FUVIE #&E MP EX| S2
AAUELICL A EE EE S HO Sl WO 24
(1.02mm i.d)2& ICP-MSO| X F AL LICE.
£ 7o ©™ AlZH 10| 0.1ms(100ps)2| HEE
AlZH(dwell time)S AHESHY WHHE A|7F 235 2 A
(fast TRA) ZEO0||M 2SiE 5HSIH 242
LHSHELICE MS/MS 2 E0|A on-massZ 28Si
MSE ZEHMSIRCH, 7| F 4533XHQ1 H Q2)=
T m/z 282 EHE|J}SLICE 12C'°0 X 1N, 2f
&2 on-mass CHIX ZHY S H|AHSH7| 6] =4 A
TtAE AESIFELICE Agilent 8900 ICP-QQQ2]
UdtE ol dFof 2ot XMIet HE = H 10] Liet
UAELICH



[ Single Particle Made ] Offline ICP-QQQ Data Analysis - 151028-5i02-1_an.b - 151028-5i02-1_an = =R

; g = Eard
- P - - < - - "-ZJJ - -
L LAA_—)
Batch Method Process Report Layout Tools Help
Batch Table : Single Particle o x
Sample: 4+ ¥ | Sample Type:| <All> v | Analyte: 28 -> 28 Si -
ﬁ ﬁ ﬁ Default Columns
Sample 28 -3 29 5i |
72 | Rict Data File Acq. Date-Time Type Sample Mame | Mebulization Efficiency # of Particles | Cane. (particles/1) | Ionic Gone. (ppb) | BED (nm) |Mast Freq. ¢
3 ] | 002SMPL_161028-5i02-1D | 1042872015 S4516 AM Sample G0nm 40ppt 0065 GGG 27E+8 0.1954 2259 |
4 7] | O03SMPL_1B1028-5i02-10 | 102872015 3:46:10 AM Sample 0nm 40ppt 0065 5189 23E+8 0.1663 214
5 [ | 001SMPL_151028-5i02-1D 1042842015 G38:44 AM Sample G0nm 40ppt 0.065 5488 2HE+E 01694 2154 L
§ ] | 0D4SMPL_161028-5i02-1D | 1042872015 250:19 AM Sample fi0nm 40ppt 0065 3309 1.5E+8 01801 2198
B ] | O0BSMPL_181028-5i02-10 | 102872016 35917 AM Sample fi0nm 40ppt 0065 3067 1.3E+8 01713 21.62 R
9 ] | 00BSMPL_151028-5i02-1D 1042852015 1000200 AM Sample filnm 40ppt 0.065 2955 1.8E+8 01688 2141
9 ]
- =
Ik
Particle Size Distribution O x ||Single Particle Method Editor O x
% ([ WEzEl D PEFE 2=
i ] & B Count o Specify Range Mode -—]; Tabulate Raw Data Q Process Batch @
Full Time Range EIC(28 -> 28) : D075MPL = || Particle Size Distribution(Samp ||[Sienal Distribution Particle Size Distribution -
= = [] Analyze within Specified Particle Detection Range
ne
" 1004 Particle Detection Threshold: 01728 cps
= an Instrument Setting
2 2
g . Sample Inlet Flow: 0350 ml/min E
o &
g % 50 %. 20 Nebulization Efficiency:
14 E - Response Factor Calibration Solution
E 1 Response at 28 amu: 108288 cps/ppb
Ionic Standard Concentration: 5000 ppb
0 0 0
10 2000000 4noaoon
Time (zec) Particle Size (nm) Signal (GPS) Re SmEntiviass : A -
100nm 100ppt 8-> 5 11 Samples (11 tatal) J
22l 1. Single Nanoparticle Application Module 2T E2||0{2] H|O|H &
- = = M m] =
E 1.ICP-0QQ %5 If2i0|Ef =AY 29 2 HIo|E E40] ICP MS MassHunter
o . . . . —
m2tlg 2 2 I E2)0{2| Single Nanoparticle Application 2=
M2 LA A [e) A=
RE =21 1550W SM2 AI2SIFESLICEH FA| BiX|e] A= BIt=
=5 ' ' —
B 20 , Batch at a Glance'0ll 22f%|0] {204, 0|= ME4E
D=o o mm Sk A o o] H-L= o b "
Lt : AIZ0f Chet AMet Jah] ZotE EAIS Ta st
=8k 7tA 0.76L/& o ol ol ol A M k=1 2 slo
B2 YA YAIZ S 2ME dEE AlAEHC = 2l
ANE FYU & 0.35mL/= o] x| & s}sE A O] o) 2
- N X[ Molet £ QJEE SLICHIR 1).
Amefo] MH 2 2°C
HEE AZHDwell time) 0.1ms
A A Oms
SEE B Q1 % Q2: 2874
ERIES s
TP 2.0mL/2(2 AlZol H9)
- 3.0mL/E(1% OlErE Al=22l )




spICP MSE EHE M E A& A52| Xt
SraFo 2 Metsty| Qs = 2R3t 222 A ASHALE
ZH™o{{oF BILICLH 2R3t 22 E2X0IE S0{7t=
=29 &1t nebulizer2 MYk = EMFE 9|
H|O|H, YetH o = Xt I 7|7t LT

=X2 ZHoo] ALtetL|CE O2{L EM AHO|
RM2 EE H|&0| L{F #0| & 5= A7I0f,

PR QI 2AM 0| AHESHY| 7} MetshA| & LICt

M 22l F 7| WHOZE B2t @22

S ELICH HX, nebulizer2 EH2 = A2

Zo ZaKg/2)nt Axefo] MM L= i E
HeEHg/2)2 SYLLICL o] & &AZF ALO|2] XI0|&=
EX0 MEEE= AE HO{2E2| Z2ZHof| sHESHH,
EX0 MEEE= HAS ANE T HYOE L=
UOE BERsl a2 AL £ JASLICH EF =
228 YSot=E HIHO AUNP BEZEEEC
7|2 ALshs AL HIHS O H 19| 28
ot 273t 22 24(0.065)2

0
Ja
0

m AY 10 Jx

r

rQ 0x

ok THT o ! B 02 M

An

= ol

— =]
ZUS MESIH &
HlSot L.

\
260 654

[ Lt chbmindoites b W N "
21’50 21’54

Response {eps)

23705 2900 2904 29708
Time (s)

321 2. 0.1ms2 HE2E A|ZHdwell time)2| 82 TRA ZEE A5}
£t Si0, T Lt QIX} O[HIE, A EH0|24=. B 50nm. C 60nm. D
100nm. &is}: A9 BO| &=

Si0, NP2| A|Zt 23l M=

ICP-MSE 0| &%t NP2| TRA ZH 2 E2tR0IE
Sa5t= 2 AR Chh |2 Z ot AR = EHO
HH[Y| == &2 M= |3 E dHeL|ct 2 F0
50nm, 60nm, 100nm¢! Si0, VXS Z3tsH= St
SHol24(YA HS)oM SEE tHEHQ M= T8
29 ZH&LICE WHE TRA 2E& Thd Xt M M
I3 SOt OIS ZHE 23 4 OO, 2 NP2
0|2 plume 2kt X|& AIZHS &Y £ JAEL|C
ICP-MS MassHunter2| Single Nanoparticle
Application 2=0= 4= ZEE X 2EO=E
HEtSh= A0l ZotE|o ASLICHFY YAHE
7}d). Agilent 8900 ICP-QQQ2| £ Z =2t
X2l 72t HAHZ Qldl, =2 50nm Sio, Y XtH=
H|O| A2l Al 3! EHO| 2401l M ZHEE H2
22 C Mot #| PREE Myt
2B)E MBSIASLICHE 2A).

Sio, NP 24
Si0, Lt UXIOM 2 Mo ot 2E EX2
22 30 Lot &LICt 50nm, 60nm, 100nm
UXtof| ol X2 El X &== 242 40ng/L,
40ng/L, 100ng/LO| A& LICt 50nm X2
O Eet X M2t REMOE A X[T AKX}
Mz astRE(ESE 0|2 d&) M=ot 2F5H
2E|A}SLICHAZ 3B). Ol2{¢t ZUEREH R2|=
X 2l Z o &M AZE otA 7 50nmO| SO ULt
¥ = JASLICE 50nm X 2| 2
Background Equivalent Diameter(BED)= 22nm
O|A&LICt.

TH Lt UXtol| Qo] Mdkl= A9 A= L
UXF Mo g0l M2k 1 3 7|9 gt4=0]7| =
SfLICE. Sio, |At7F fo|2tn 7hge i, 21 F0] d2l
X ARt BE m = L3k 20| AlLHELIC

o -
AE, = ot NP M=ot AR 21 Z 9| bt |2

1 —_

Elth= AS ofn|ghL L.



E 2. Si0, Lt Yxte|

OH

ER]

(nm)
50
60

100

200

Yxt 37| 9 YR & 5
=3 Az}

st (=]}
(nm) (nm)

49 50

61 62

99 100

200 204

*215 g2 nanoComposix7t M=
M2 CIE Si0, NP 2940) gt 37| 24 Zats
gl 4eF Z5Lct O

2E sio,

YAt 27|= oA &

DzzZ=o

= A

]
N

o

[ U8

(nm)

50nm NPE T &Hst

= =l A oo
I-I I_'_OI

ma=

%%“HHF1%%¢%N%+EM&MSEEWH
H|745t1 8900 ICP-QQQS| =2
Zeet ZetotH e E MG 2 HE ;LuEI A

CHEA 28 S

QBLICE BE
BOIZE JheA
B X} 37|
LRSS

37| BZ L= Si0, NP2
SIS LfEtS
Zuts

LICHE 2). 50nme]

TEMOJI M &2
217

Lt &

z o7}
Y=
BZ= 37|29
L date

Aot AXFT| HEo| Azk EUX| 2, S oxt

St= dXeE

al5
o
o

A 1A 4

=
3
=
=~
3

33 3.Si0, Lt YR A= o o

Frequency

fon

YAt s=of & LRt

spICP-QQQ U TEMCE &£H
| R AMS 2 Z2e |

9| 7|27 2. 84O|

T} =12k AFo| < O|§I* Qluk A |QF A X[ EHL|CH1].

|'— o] S}

100000 1o0do0n

signal (cps)

10000000

22X A2

C 60nm(40ng/L). D 100nm(100ng/L)

KLt

=l IR}

B FELICH. 23|

YA Off LIEFE

4. B 50nm(40ng/L).

oN |

*TEMOIM Y2 AL 37|

(nm) &=

46.3+3.1

57.8+3.5

97.0+438
198.5+10.5

100.

A E X S
(ng/L)
40
40
100
1000

I
o
S
1o
L=
o
K

956

Nermalized Frequency

00

200

J8l 4. Si0, Lt UXtof| CHalf A At
C 100nm. D 200nm

100000000

Particle Size (nm)

QX 37| £X. A 50nm. B 60nm.

10000000

1000000

Mean signal intensity (cps)

100000

y = 4.67x?8%

10

2l 5. (TEMSZ AAME)UXt | F

=
= Atole] 2|

EtA ZHM H|A
MESHH Q1|9 XX
{71 80f Sz
CHAXt O] 2
IotE|of JELICE
=21 8900 ICP QQQ= 0|2{%t
A & JAELICE
Z£ 3%t 100nm2t 200nm Si0, NP

100

Particle diameter (nm)

1
pAX=2PN|
El_E

o
s gedl=

1% OlEtES

1000

It (spICP-QQQE AAHENH R M

by :'IDHEE.IA o|ot=1 A'||='

H| A|20fl= 288i0]| 12C150
EtA OHEEIA T}

2 M ILAE AHESHE MS/MS

o
of 7has

2ot Al =20l A

=5
||_I:|

k=gl pSiey=]

ROH()-”

o



CHst Xt 37| B2 = 02l 60fl LIt AELICEH Etaol XTI
s/t =80t =75t 7—. Og9 X 3 7[0f Chet
37| B2X= TEMOIA E I7E=Ij|_|.9|. AX|SHT M2 1. C. Degueldre and P. -Y. Favarger, Colloids Surf.,

CHE XH 27|= EfEet -v-5H% = 22|E[ASLICE A 2003,217,137-142
0] 2= spICP-QQQ 7|&0| | Alz OHEZI A0 A
SiO, Lt JXte| At 37|18 FtstA F-st7| 2,

Dﬂgalﬁ 7HM S Sl A A 9122 o|n|shL|LC}.

2. H. E. Pace, N. J. Rogers, C. Jarolimek, V. A.
Coleman, C. P. Higgins and J. F. Ranville, Anal.
Chem., 2011, 83,9361-9369

100

3. J. W. Olesik and P. J. Gray, J. Anal. At.
Spectrom., 2012, 27,1143-1155

Normalized Frequency

50 100 150 200 250

particle size (nm) 4. F Laborda, J. Jimenez-Lamana, E. Bolea and
J. R. Castillo, J. Anal. At. Spectrom., 2011. 26,
a3 6. 1% OEt2 L2 100nm & 200nm Si0, NP2| 37| X Zxt 1362-1371
as

H, 4 7bAZ 0|83t MS/MS REZ & Séts
Agilent 8900 ICP-QQQE SiO, Lt Xte| £H 8

=X U2 4EHOoZ +4Y 4 AXLITL MS/MS

S 2 m/z 280 M Si 2ME 7Hdst= CHXL 0|22
FIMOZ MG, =2 £Z9| Bt IHERIATL
UOEtE 2 WORE Moot Ho A E NS
4 UELICE ICP-MS MassHunter 2T E2)0{9]

M & Single Nanoparticle Application 2= A}

37|18 7 Arstm, JHE NP EEX S 9 £3 820

CHet ®Metst ZatE X2HEtL|Ct spICP-QQQ EA1H 2

wE 24 AlZh 24X 3] 8l iEOﬂ Cist @0t HE
oHA| 3 100nmoOlste] Sio, 2AXtol Cisl Hetot ZutE

HMSect.

www.agilent.com/chem

© Agilent Technologies, Inc. 2016

2016 62 1 2
22 3! 5991-6596K0

MEA| 847 SHATHE 98, LA 45 2)04418

SO ! E EHIZS2X|A(F) dHS/3HeHEA ALY
DX ME| 080-004-5090 www.agilent.co.kr

i Agilent Technologies



