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LC-MS/MS JENEZR MRS 11 MES

F

LCMSMS-949

HE . AXFASZ=8MNRITFRRERRKBN, B TEMESED 11 HEBESZE8BAE (AHLs) ES9FH
P E. AT SPE RS, #£78, MRMIETURE, 11 f AHLs 7£ 0.05~100 ug/L iR ESCE AR AL,
SKMXABRI, MXRH r HKXKTFETF 0995, #HPR 0.01-0.12 ug/L, EZMR 0.02-0.35 pg/L,

K HE . SENRITRESERIZEEAN AHLs ES9F 5KAE BHARL

BRARFR:

> e, RESH, SEEEERE0.05ug/L, RBES;
> MUBEIBFRG, 117 AHLs 2B R, BRERAMEETI,

SEMET R AN, 2I5/KGEFHN—FITEA
FE, mFER, BMESZSBRWEE (Acyl Homoserine
Lactone, AHL) 7t & B 3 & ¥ B¥ BX R N2 (Quorum
Sensing, QS) BAFEMITRAKHHARHAR. B
MR RMEMBI W, REMBAES 9 FRND
HEERKENRAR, BRIANEBRHMEMT
NEIRES, MAEMERRK . £ R, BINEED MW
MNERENE, BEULBEEEESS FRIM|,
BMRKRE, BHE. RECENRESSNEE
. BRAIRMELEHNZESSF, SESHFK
EXRE—EEHEN, MatXtaktIheeEiRE,
FHEBEMKELREEXERNRE, NMmATER

B LREH

T AF N ABHIEME RN, AHLs K2 %0
AHLs BHHEMRIMEEN— X BRER, LK
AHLs iR $EKE C4-C14, KiR$E (C12~C14) BF
FERAIBRKE . M KRR YD BREE B 1 . TRRRER,
QS AHLs B94&E QS 189 10 ng/L ~ 10 pg/Lo

a0, AHLs B9 75 A B IE M EME RE RN
MEMERESERENEENSRRIBEIERE
FREEHE.

AXKBLC-MS/MS#%, BX TXR=E
SBR( Fp#tzUEMISRE ) RE DT 11 HEXL AHLs
WhHE ZAERBES, omERER, T#5K
I HREMBR .. KESEMERSHEXAESE,

IRENE
AL B RBE MR EIEL Nexera LC-40B XR 5 =F WRFT FRIZN LCMS-8045 BXF RS, EAE
BN
ApiEdlzs o CBM-40 = i 8 . CTO-40S
W & | : LC-40BXR =HEMRAFREMN © LCMS-8045
Bl iEsE ¢ SIL-40CXR ® i€ T /E 5 : LabSolutionsVer5.120
1.2 D&M
RIEEIEENG
B & M : Shim-pack GISTHP (100 mmx2.1 mm, 3 pm)
PN: 227-30039-04, 5i# (Li8) LRH[/MBERA T
mo oo 18 A 18 -0.1 % BERKAR
B8 - ZBE -0.1% BERKIAR
53 ® o 40°C i3 B : 0.3mlL/min
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# O 4K ] 5L (co-injection, 10 L 7K)
BT R BERR, RIREANBHE10%, HEERFRLEKI

&1 BERBRNERERR

B8 (min) == Command Value
0.50 £33 B. Conc 10
6.00 R B. Conc 95
7.50 R B. Conc 95
7.60 R B. Conc 10
10.00 =28 Stop
R &4
B ¥ R : ESI+ DL& & E : 250°C
EOBEE : 1.5kv MBESREE :© 400°C
£ =5 5 3.0 L/min # O & E @ 350C
F B 5 &5 5L/min H#H & £ . 2REEUN(MRM)
mH s Z=5 15 L/min MRM & # : W%k?2
fit # S TS (230kPa)
E£2 MRM&H
Biri {REBESE (min) BIAEF (m/z) F¥METF (m/z) Q1PreBias CE (eV) Q3 Pre Bias
102.1% 19 12 -20
1 C4-HSL 1.282 1721
154.1 -20 -9 -26
74* -10 -22 -29
2 3-OH-C4-HSL 1.255 188.1
56 -10 -22 -29
99.1* -10 =11 -10
3 C6-HSL 2.752 200.1
102.1 -10 =11 =21
102.1* =24 -11 -20
4 3-oxo-C6-HSL 0.985 214.2
74.2 =15 =22 -30
127.1* -28 -12 -25
5 C8-HSL 4194 228.2
210.1 -18 -10 =22
102.1* -29 -12 -10
6 3-oxo-C8-HSL 3.202 242.2
141.2 -12 -13 -26
102.1* -30 -12 -16
7 C10-HSL 5.273 256.2
238.1 -13 -10 -11
102.1* -14 -13 =21
8 3-oxo-C10-HSL 4.454 270.2
127.2 -10 -16 -30
102.0* -14 -12 -19
9 C12-HSL 6.265 284.3

266.3 -14 -11 -17
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102.1* =15 -13 -18
10 C14-HSL 7.153 312.3
2941 -16 =13 =13
102.1* -17 =13 =27
11 3-oxo-C14-HSL 6.393 326.3
74.2 =24 -26 -14
*CRAEEBT
3BREERIIEARNFIE
EX 11 4 AHLs BIirEREE, LAEEE;%%%E@, BRI o8 TAE/R 1000 pg/Lo
PARBSIRR#HEE, BeHlRE 0.05. 0.1, « 1+ 5. 10, 100 pg/L RIFERR
=3 AHLsEARER
Fs =15] b & "N HZ #Z wEzX HFE
N- THEEE -L- N-Butanoyl-L-homoserine H{
1 C4-HSL = 4y SR R lactone QLO b CgHisNOs;  171.19
> 3omcaps, HCAN- (3-BETEE  HC4-N-(3-hydroxybutyr- VIV
H) -L- S258R A8 yl)-L-homoserine lactone Q\A\oo OH BIERANSA :
. A‘\N CHa(CHy)3CHg
3 C6-HSL N- S8t -L- BZ8R N-hexanoyl-L.-homoserine &Jg CioHisNO;  199.25
[0}
N- (3- & CEE) - N-(3-oxo-hexanoyl)-DL- Hﬁ(\ﬁ“z
4 3 OXO C6 HSL DL- %%ﬁ@ﬁm@g homoserine lactone S 00 0o C10H15NO4 21 323
N- FEEEE -L- N-Octanoyl-L-homoserine N__CHa(CHosCHs
5 C8-HSL = 4 = B lactone Q§o° C,H;NO;  227.30
[Je)
N-3- &40 - FFBEE -L- N-3-oxo-octanoyl-L- .
6 3-oxo-CE-HSL =S4 [RAES Homoserine lactone 4}&0 CrathsNO, 24128
N- SSEEEL -1 - N-Decanoyl-L-homoserine N chCHanCH,
7 10-HSL - HasNO, - 255.
c10°H5 =S4 RABE lactone Q§o° CiuHasNO; 25535
o O
N- (3- &+ el N-(3—-Oxodecanoyl)-L- A GG
oeCl0shal il WO TomeHO N, 269.34
e siecaslghs H) -L- s8R A8 homoserine lactone Q*o CiaHzNO, 2693
N- + el -L- N-Dodecanoyl-L-homoserine N__cHaCHalsCHe
9 C12-HSL = 44 S AP lactone 4}00 CiHxNO;  283.41
N- +POfREE -DL N-tetrad I-DL T
_ - 55 -DL- -tetradecanoyl-DL-
10 cla-HsL =4 IR Homoserine lactone [}Oo CisHsNO; 31146
o O
N- (3- &fCRTERE)  N-(3-Oxotetradecanoyl)-L- i crcHanon
11 3-oxo-C14-HSL = N ooe LN 25.44
3oxoC > -L- 542 FRAER homoserine lactone (;\,Qo SEglhion e

1.4 HFmitiE

EMESRIUE 30 min, BX 200 mL EiER,

Bl

T pH=2.0, L HLB SPE#)#L, WHHREAWIRYE, FEEFE1.0mL, £,

iT 0.45 ym MIBERRAHZRRE, 01 mol/L B9ER

REg, A
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ZR51W18
2.1 FRIBFMHFIARML

AHLs IS SR A ES, EESHEI I E] [M+H] I, CID B3 5 MELBRB2HTZE , 2B m/z 102 .[M+H-101T",
[M+H-18(H,0)1’, [M+H-28(CO)]" K4 EHE /. M LabSolutions 244+ MRM F AL IheE, ITREIERE. Q1
N Q3 MIURAFBEFHIT T M. HEZRREERBERAMEBMTEMR. kI, WBFRSEHTTER,
EORE. MASKEEA—L, EOERN—EAHLsESBEE S, MHUENSHERL 1.2 0FFHG" .

Inten. (x10,000)

] 3-oxo-C8-HSL
2.0 MS/MS(CE=-15V) |
102. 2 141.2 9 9
o] A e
1 74.5 .5 N 2(GH2)sCHs
&o

'100' o '150' o '200' S m/zl O
& 1 3-oxo-C8-HSL & FIZEIREREREE

2 maptaiik

PDAERT K- BB, 0.1% PERIK - FEZ, 0.1% PFRRK-0.1% FRRIE, 0.1% FERK-0.1% PRFEE,
ZRER, PEBETHAE, 3-OH-C4-HSL ELK, RS/, CHEBEXLBEETH, B C12,C14 IINIRE
ER—THER, CBENREINNRARE, BYERINBESHE . R REZEER 0.1% PRIK -0.1% FRIE.
23 RYPEEILE

0.1 ug/L B9 11 Fb AHLs SEAREIEE I TR,

#10C4 #2 (6 #3 3008
Q172.10>102.10 (+ 103e3 Q 200.10>99.10 (+ 290e3 Q21420510210 (+) 390e3
»RT=2353 ~»RT=32840 sRT=2903
10e3
7 5e2-'; 20e3 3.0e3
50e2 20e3
] 1.0e3
2562 \ 10e3
0.0e0 :%F‘”TT"""T"" 0.0e0 0.0e0
200 225 250 275 350 375 400 425 250 275 300 325
#4C8 #530C8 #6C10
Q2282012705 (+ 360e3 Q 24220>102.10 (+) 246e3 Q 256.20>102.10 (+) 2.35e3
+RT=4909 »,RT=4128 »RT=5580
30e3 20e3 20e3
15e3
20e3
1.0e3 10e3
10e3 5062
0.0e0 00e0 0.0e0

450 475 500 375 400 425 450 525 550 575 600



~J =B
IJ.I%' e =
SHIMADZU

Excellence in Science

7 30C10 #8C12
Q27020>102.10 (+ 360e3 Q2843010200 (+) 264e3
,RT=4985 /RT=6285
30e3 ]
- 20e3
20e34 ]
] 10e3
10e3 ]
G-Oeo:—ﬁ-v—rrrr-r-rrrn-m-vﬂ-r ccec:—v—rv—rrrn—rv—rr;\-rrrrﬁ
450 475 500 525 00 625 650
#10 30C14 #11 30HC4
1326.30>102.10 (+ 73%3 Q1881057400 (+) 7 64e2
/RT=6368 /RT=1279
5.0e3 60e2
80e3 40e2
20e3 /_\/\ Qe L/
/ A
00 625 650 675 100 125 150
2 11 % AHLs &83ZE (0.1 ug/L)

2.4 REME R REE

5 0.05-100 pg/L RIIBIER LA

RN R, CRIEER,

LCMSMS-949
#9 C14

Q31230>102.10 (+) 3.93e3

/,RT=6919
30e3
20e3
10e3
HCEC

650 675 700 725

oML, ERLE 3. F 4.

ARERFEE RE R 19 20.995, #HFR 0.01-0.12 ug/L, EEMR 0.02-0.35 pg/L,

R
6.0e6 ca
7| y=58739.25x+2420.768
5.0e6 _ R2=10.9977399 R =0.9988693
| o BOA (B2 )
4,006 | L BKA (1/0
€0 ) e B GRigRR)

8.066 | popsangssen: Bk (B42)

ER
1.0e7 Hce

1]y =99523.38x + 3686.651
4 R?=0.9970094 R=0.9985036

imiz Bk 170
T B\ GRS

] 6.06
3.0e6 3 .
3 4.0e6 -}
2.0e6 - ]
1066 2.0e6-:
00e0 ¥&¥0——"r—+—+—+F+—+———F—+——— 00e0 FH—7r—+7-"+"+"-"+"-+1T-"+-—"7-"—"——"F"—"""—
0 25 50 75 100 0 25 50 75 100
MREE (ug/L) WREE (ug/L)
R i)
2.0e6 -30Hca Tcia

|y=19964.96x+2821.837
|R?=0.9906267 R=0.9953023

1 506 | EoptR: BOA (B4)
| hoA: BRIA (1/0)
| = BiA Rz

15e7 |y =161140.6x + 2038.221

1 3e7 | Bt BA (E2)

R?=0.9999047 R=0.9999523

| hnA: ERIA (1/0)
FRUE BA RERR)

] 10e7 4
1.0e6 ] ]
] 7.5¢6 3
505 - 5.06
2561

0.0e0 11— 0.0e0 G

0 25 50 75 100 0 25 50 75 100

MREE (ug/L) REE (ug/L)

AHLs R Z&E (859 )

4{30C6
{y=179783.5x+7938.424
R2=0.9958475 R=0.9979216

-| BUfHREREL: BUA (B4
| DA BRIA (1/0)
| BEEE BA GRTRR)

0 25 50 75 100

WREE (ug/L)

730C14
-|y=241343.7x+10792.62
JR2=0.9987653 R=0.9993825
ROFERLSEY: BRIA (B2 )

1| AL ERIA (1/0)
FiE WA (RERR)

1.5e7 -
1.0e7 -
5.0e6
0.00 — T ——
0 25 50 75 100
HREE (ug/L)
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F4 BRUEMEER

ZEnie AXEE & HPR (ug/L) EER (pg/L)

1 C4-HSL Y=58739.25X+2420.768 0.9989 0.08 0.23
2 3-OH-C4-HSL Y=19964.96X+2821.837 0.9953 0.05 0.17
3 Cé6-HSL Y=99523.38X+3686.651 0.9985 0.07 0.22
4 3-oxo-C6-HSL Y=179783.5X+7938.424 0.9979 0.05 0.16
5 C8-HSL Y=56671.71X+72376.22 0.9969 0.12 0.35
6 3-oxo-C8-HSL Y=108622.3X+4077.564 0.9989 0.03 0.1

7 C10-HSL Y=84261.41X+3785.23 0.9992 0.02 0.05
8 3-oxo-C10-HSL Y=164156.8X+6661.441 0.9993 0.01 0.02
9 C12-HSL Y=96864.29X+3422.547 0.9998 0.01 0.04
10 C14-HSL Y=161140.6X+2038.221 0.9999 0.02 0.06
11 3-oxo-C14-HSL Y=241343.7X+10792.62 0.9994 0.04 0.12

2.5 HERINE
ENARE R SBR RN M, REAREH, #TUE, REMEESERMTERS, HFR1FER?2
hFEH 3-OH-C4-HSL #1 C6-HSL HfES 0 F, REHN 0.02~0.43 pg/Lo

=5 LHFEMUELER

Biri g 1-1 (ug/L) #8 1-2 (ug/L) & 1-3 (ug/L) #am 2-1 (ug/L) #f 2-2 (ug/L) #& 2-3 (ug/L)
C4-HSL - - - - - -

.
2 3-OH-C4-HSL - - - 0.1250 0.0209 0.1042
3 Cé6-HSL 0.1492 0.1453 0.1120 0.3664 0.3232 0.4315
4 3-oxo-C6-HSL - - - - - -
5 C8-HSL - - - - - -
6 3-oxo-C8-HSL = = = = = =
7 C10-HSL = = = - - -
8  3-oxo-C10-HSL - - - - - -
9 C12-HSL - = = = = =
0 C14-HSL - = = - = =
1 3-oxo-C14-HSL S . = = = =
- RRAKRAH
210
AXF B =EWRITFRERBEBIGEILT 11 7 AHLs & FHIME S %, 1€ 0.05~100.0 ug/L iRESBEANEIL
L%, SEXRRY, BERH r Y KFSETF 0.995, FHFR 0.01-0.12 pg/L, EER 0.02-0.35 ug/L. X
SBR R N28 2 MHEMRNE, FERE 3-OH-C4-HSL #l C6-HSL B {ES0F, RERN
0.02~0.43 ug/L. ZAEERTEMISE AHLs 52 F 21,

SENAT

52eWER (PE) FRAE -2 PO

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





