Powder XRD Analysis
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1) Open MDI Jade (2010) from the desktop
2) The main Jade window will open. Make sure the correct project id is chosen from the drop down menu. For
example, for the lab class it should be “MSE 360 — 365”.
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3) For light Jade use, please use the “Default/General Project”. To create new project click the ﬁbutton and

choose “Create a Project” from the menu.
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Create Project ...
Create Shortcut

Delist Project ...
Remowve Praoject ...

Rename Project ...

Browse Projects ...

Help on Project ...

Last File or Waork
Most Recent File
Paste Scan fCSD
Re-Load Mothing

4) On the upper left panel click the small folder icon to choose the appropriate folder. | & oie -
If the desired folder is not found in the recent list click on the “Open Other Folder...”

a.
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b. For the lab class go to “C:\Users\MSE 360\2012\<Day of lab>\<Group#>"
c. Click afile to open the folder in side panel. Double click file you wish to analyze.
d. For analysis please use the .raw files inside of Jade.

5) Atthe bottom center of the screen should be 4 tabs: Scans, Peaks

Lines, Phases, and Hits

® Scans (1) | 5. Peaks (0) | Lines (1) | 6 Phases (0) | ® His(@ | < Scan Menu & Overlay Toobar: (=+] m | + [2](: J[«] W = | =
# File Name Scan / Sample ID Scan Parameters Shiftfx) Shift(l) Scale(l)
4] 1] C:\USER\JusWAS \fall 2012\raw_zio... | Raw Zirconia TZ-3Y-E 20.0°/90.0°/0.01°, I{p)=650.0, Cu(4DkV. 15mA) loo oz [10 |
+ Ready... (GlickHeretoSeePreviousdMessages) > i) A PDF-4Organics 2012 5/M: All Subfiles .
6) Peaks|Lines when clicked upon automatically attempts to determine the given peaks in the file
| ® Scans mJ A2 Peaks (26) | Lines (198) l@ Phases (57) | $ Hits o €= Hide Tabs: [¥] d- Files Paints Profiles Recent Files Icons (
#| Angle| d(A) | BG| Height| Height%| Area| Area% FWHM P/N| (hkI) Al #| Ange| dA) | 1%f) (hkD| 6() | 1/2d)| 2nd
1 24471 36347 24 240  33% 55 19% 0183 44 1 17437 50817 57 (100) 8719 00984 12364
2 28141 31684 38 930 138% 557 194% 0530° 93 2 24050 36974 159 (011) 12025 0.1352 16994
3 28569 31219 40 440  62% 336 117% 0713 60 3 24459 36364 119 (110) 12230 01375 17279
4 30171 29597 46 6500 100.0% 2869 1000% 0378° 253 4 28179 31643 1000 (111) 14089 0.1580 1.9857
5 30930 28842 48 490  68% 169 59% 032%5° 63 5 31461 28412 693 (111) 15730 01760 22114
6 31302 28553 49 730 106% 410 143% 0512 80 6 34114 26261 205 (002) 17.057 0.1904 23926
7 3409 26279 44 420 58% 88 31% 0169 58 7 34427 26030 121 (020) 17213 01921 24139
8 34640 25874 40 800 118% 578 20.1% 0647 85 8 35296 25408 143 (200) 17648 0.1968 24729
9 35200 25475 36 1130 169% 693 242% 0539° 103 9 35860 25022 28 (102) 17930 0.199%8 25111
10 49062 18553 35 330  46% 63 22% 0154° 51 10 38572 23323 55 (021) 19286 02144 26940
11 50300 18125 32 2560 392% 1770 617% 0595° 158 11 38841 23167 02 (120) 19420 02158 27121
12 50549 18041 32 1700 258% 993 346% 0506° 128 12 39431 22834 09 (210) 19715 02190 27517
13 59331 15564 21 840 127% 252 88% 0222° 89 13 39945 22552 04 (112) 19972 0.2217 27861
14 59541 15514 20 980  149% 726 253% 0643° 97 14 40724 22138 121 (211) 20362 02259 28382
15 59861 15438 20 1220 186% 1168 407% 0828° 109 15 41107 21941 48 (102) 20553 02279 28637
16 60039 15397 20 1430 218% 1131 2394% 0682 118 16 41400 21792 46 (121) 20700 02294 28832
17 60620 15263 20 320 46% 54 19% 0129° 53 —117 43811 20647 01 (121) 21905 02422 30431
18 62700 14806 21 500  74% 278 97% 0493 68 18 44790 20218 67 (112) 22395 02473 3.1077
19 62889 14766 21 360 53% 106 37% 027 56 19 45487 18925 7.0 (211) 22743 02509 3.1535
20 63079 14726 21 270  39% 56 20% 0163 48 20 45487 19925 70 (202) 22743 02509 3.1535
21 74319 12752 34 330  46% 84 29% 0206 51 21 48907 18608 20 (212) 24454 02687 33766
2 81719 11775 48 530  75% 350 122% 0618 66 ¥l 22 49249 18487 172 (022) 24624 02705 33987
- Toolbar: Peak Search and Labeling (® peak threshold will be shown with a background curve and this toolbar) * Peak Back d Level (BG) Esti (¢ yﬁ PDF-4 Organics 2012 5/M: All Su

a. Manual adjustments to the default parameters can be adjusted at the top of the screen
[T a0 1= [+ aaarfoon [+ M) - )[s [=fo [=)70 f<}Reskax]lsin(ec ) 56) =

b. Or peaks can be added manually by left clicking inside the pattern itself and subtracted by
right clicking on top of a peak.
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7) Phases when clicked upon automatically matches the possible phases in the sample
Phase Menu & Lookup Toolbar: [E][T]W[[

32 Peaks (26) | Lines (0) || @ Phases @7) || @ Hits @ |

A # PhaselD Chemical Formula PDF-# e #dl RIR| W% FOM Scale(l)
[J1  Zrconium Oxide Z02 01-075-9645 41 984 00 25 0847
[0 2 Zrconium Oxide Z02 04-013-6951 69 1525 00 25 0423
[0 3 Yitrium Zirconium Oxide Zr0.92Y0.0801.96 00-048-0224 18 1471 00 28 085
[0 4 Hafnium Oxide Hf02 04-002-0037 14 11733 00 28 0423
[0 5 Yitium Ruthenium Zirconiu... ~ Y0.162Ru0.12:0.81902.081 ~ 00-052-0564 6 00 34 0568
[0 6 Lthium Imide Li2(NH) 01-078-3761 14108 00 48 085
[J7 Praseodymium Thorium ThPr 03-065-5683 14 (2258 00 6.7 0.469
[J 8 Yitium Zirconium Oxide Y0.162r0.8401.92 04-010-3269 3710977 00 69 0.667
[J9 Tazheranie. syn Z02 04-006-5589 14 984 00 6.9 0.712
[ 10 Zrconium Ytrium Oxide Zr0.86Y0.1401.93 01-082-1243 43 1982 00 71 0892
[J 11 Yttium Titanium Niobium O...  Y2TiNbO7.5 01-077-4260 45 1 841 00 72 0423
[J 12 Yttrium Titanium Zirconium ... ~ Y0.035Zr0.845Ti0.1201.982  04-013-9731 431935 00 134 0892
[ 13 Aluminum Zirconium Oxide AI0.18Zr0.8201.91 00-053-0572 37 00 136 0568
[ 14 Zrrconium Oxide Nitride 00-048-1637 69 00 148 0423
[] 15 Silver Antimory Oxide 00-052-0264 2 00 149 0.757
[J 16 Zrconium Yttrium Titanium (Z:0.92Y0.04Ti0.04)02.008  01-089-5392 43 1 986 00 143 0.640
[ 17 Neodymium Zirconium Oxide  Nd0.082r0.9202 04-002-0188 83 1995 00 143 0892
[[] 18 Antimony Holmium Ho55b3 00-046-1040 9 00 150 0.135

Shiftfc)
-0.020
0.060
0.020
0.100
-0.100
-0.080
0.040
0.000
0.100
0.060
0.020
0.120
-0.080
0.100
0.060
-0.040
0.000
0.040

Scale(d)

Space Group
tP42/nmc (137)
mP21/c (14)
tP42/nmc (137)
cFm-3m (225)
cFm-3m (225)
cF-43m (216)
cFm-3m (225)
tP42/nmc (137)
cFm-3m (225)
tP42/nmc (137)
cFd-3m (227)
tP42/nmc (137)
tP42/nmc (137)
hR
cFd-3m (227)
tP42/nmc (137)
tP-42m (111)
hP63/mem (193)

a
36019
5.1070
36110
5.1150
5.0980
5.1076
5.1100

5.1080
8.8510

3,6019
5.1070
36110
5.1150
5.0980
5.1076

5.1080
8.8510

5.1740
5.1070
5.1675
5.1150
5.0980
5.1076
5.1100
5.1408
5.1335
5.1532
10.2015
51939
5.1527
175413
10.2898
5.1836
5.1760
6.2340

(GlickiHeretoSeePreviousiiessages)

E

¢ i) A PDF-4 Organics 2012 5/M: All Sul

a. To overlay the pdf files, check the box in the left column.
b. For the lab class please make sure to have the entire powder diffraction file database

available

MDI-500 (500)* =¥
RDB-NIST-All (2967)
RDB-Minerals (7861)
RDB-ICSD-Min (10,808)
RDB-LPFS-Min (14,627)
RDB-Deleted (15,230)
RDB-Metallics (17,870)
RDB-Organics (29,839)
RDB-ICSD-All (57,879)
RDB-Inorganics (66,853)
RDB-LPFS-All (145,363)
RDB-ORG2011 (436,901)*
RDB-ORG2012 (470,181)*

f—

CSD-Subfiles (206,709)*
Mineral Subfiles (33,796)
Userfiles Only (500)

@1 Al Subfiles (1,180,644)

c. Filters can be used to put constraints on the results.

(Erase - | Display ~ Help~
Chemistry Filter...  Fiters v |
Single Phase SM
Severe Orientation JRD Patte
Exdlude Elemental

n Exdude Metallics

Exdude ?-Phases
Exdude 'Deleted'

S/M New Patterns
Auto-BG Removal
Preview Good Hits
Reset Parameters
PDF-4 / Organics »

5.6 [

d. Chemistry filters are used to limit to certain elements, either possible or required.

£8, PDF Retrievals by Chemistry, Unit Cell, Data Source and Quality M

Element Legend (Click to Change Color) \2) | More Hement Properties ..

(&)
n.gyﬁﬁﬁ%ﬁMg-@@@@-
.. ()V ight-click an element to require @.@@.@
() (e J e ) (v J o) () Cre ) o ) (0 ) o) ) (o ) e ) (s ) e
23 I3 O I [
() (ra) (o) (e o ) (i J () o) (i) () () (5 (20
(e (e J (e ) (o (e (m ) (ot ) ) (o (o ) (2 ) () () (]
(ta ) (2] (e () (e ) () CnJ o ) (o ) e ot (e )2 ) &) (S0 Toggem ']

|- Possibles / Hit Requre Al [0.10 [2] [ 00 [&lfo0 oo | |: oo B
[Chemlcal Group (% ’AII Stoichii ¥ E] .
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8) Double click on a pdf to view the details of the pdf card
e : e

Zirconium Oxide

- 2r0; -

O8E

_J‘ i “I AL L ol Lo

a. Theicons in the top right corner can help you view the peak list, print, copy to clipboard,
keep file, and add to attach to plot window

b. Copy to clipboard and paste into a text window

9) Hits is similar to Phases:

Note: phase identification (S/M) is enabled on both the Phase & Hit tab, but with two differences: (a) duplicate hits won't be allowed
on the Phase tab in the S/M, and (b) S/M can be iterated on the remaining peaks automatically with the Phase tab. Also phase list
on the Phase tab will be used for WPF-Refinement and RIR-Quant analysis (e indicates a phase with available crystal structure
data), whereas only the current hit on the Hit tab will be used if the Phase tab is empty. Hit tab is also used to display all PDF
retrieval results. You can perform S/M and clear existing phase or hit list by double-clicking its tab stub, and summon list menu by
right-clicking the tab stub. Jade will do S/M on a new pattern file if this tab is selected and the phases are not kept.

10) Saving and Printing:
a. Use “Save & Paste” to “Copy Current Data” into notepad (save as a .txt file) or copy an image

of the current plot display
Saearaste ||

Copy Current Plot

Save CurrentPlot ...

B ELE

Choose Plot Size >

Copy Current Data

{1 )

Save CurrentData ...

&

Save Current Work ...

Work to be Shared

i)

Paste PIP Image

Rk @ [

b. Use “Printing” to send a copy of the plot window to the printer or view a “Print Preview...”

to save an image file in various formats
Printing ~|-Save &Paste.~{-PDF:

| Print... Ctrl+P

Print Preview ... Ctrl+Q

Select Printer >

Page Setup ...
White Margin ...

Print Window ...

< B 06 6B

Print Gradients

Listview Printing »
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Jade (2010):
Going
beyond the
basics

1.) Demonstration files can be found by clicking the |&ee = icon and then “Open Demo-File Folder”
2.) Overlaying multiple files:

a. Hold Ctrl key and select desired files. Right click and select “overlay”:

24 Start... - 2 Printng - B Save &Paste - © Database ~ {3 Derive ~ [y Cursor ~ « Erase -l Display » @ Help -

DEMO18 MDIP T

DEMOISMDI @  Overlay
DEMOZONDI 1=
DEMO21.MDI o

DEMOZBMDI 5] Browse
DEMO2INOI

demo3d12bin 111999
Five Phase Mxmdi 31772008

Lst Al (39 Fles) . This Folder BOE)

@ Folder » E8 List = 10) * | Work ~ i) 2]

sWAS -]
Data Fies (/39) Date
Conndum Plstemd  2/28/2008
Coundum RO 12/19/1957
CPD3RD 12/23/1997
CPD-Y203RD 12/27/1997
[DEMOO1.MDI 1/1/19%8
DDEMO02.MDI 1171999
DEMOO3MDI 17171999
DEMO04 MO 11159
DEMODS DI 117199
DEMO0S MOI 1171999
DEMOO7.MDI 1171999
DEMO08 MDI 1171993
DEMOD3 MO 5/31/2001
DEMOTOMDI 5/31/2001
DEMOT1 MDI 5/31/2001
DEMO12MDI 5/31/2001
DEMO14MDI 117159
DEMO15.MDI 1/1/19%9
[DEMO16.MDI 117199
[DEMO17.MDI, 39

« You can offset pattem overlays by scrolling or dragging in Y-axis I

 You can overlay scans by dbl-click in ‘Date’ column and check-boxes in ‘Siz

Intensity (Counts)

Cu v [ & Setwp | ® Relond |[ % T | (@ ] (][] (@) [ <650°> | NP=2601 [1-237662  :+]

14Scans: 5.0°-70.0°, I(9)=63001.0, Np=9.

3.) If importing other X-ray diffraction fi

=7|| ® scans () | 2+ Peaks (32 | Lines @) | @ Phases (@) |  Hes () | & Profies @

#  Fie Name Scan / Sample ID
711 C\ProgramData\Matensis Data\Jade-X\demo\DEMOT8 MDI  Coal Gasfication Reac
@2 ¢ DI z s

DI XY Zec

@«

Import Scan Data from Text File [AL-Sample2run2.txt]

From there you can “Save”, “Load” or “Overlay” a given file into jade
)

(550 () (8] e Sorie 0 Ovtors
Stat-Ange  Step-Angle T
200 001 10 154059 10 1.0

velength |-Mulipher X-Mutipler keV-Angle Data Block Reload
CRE

Data Preview (Double Cick to Zoom and Unzoom Piot)

200
Data Block in File (Cick Cokumn Headers for Menu): %
#7001 v 28 v Daa

1 2 6

2 20 2

3 2002 %

4 20 2

5 200 6

6 2005 74 -
Raw Text in File (Right Qick for Cortext Menu with Selected Text) (Fie Sze upto 10MB)
sample 2run 2 -
200 61 @
200 2 —

02
200 9

04
2005 7

06

L

4.) Learning the menus:

les into Jade, right click on desired file and click “import”.
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a. Menus are located along the top of the software “Start, Printing, Save & Paste, etc.”
b. Menus are also available by right clicking in the main window as seen below, additional
menus are given such as Color and Legend Menu:

"

Zistart.. ~ - Prnting - 8 Save &Paste - O Database - 3 Denve - [y Cursor » « Erase - .l Display ~ @ Help - MD)-Jade (2010) Powder XRD.
(aavias sl Satiterm

Data Fles (1/15) Oste
ARAW /1772009
AL Samgle1 e 32572010
A| ALSampleaun20t 372572010
ALSample3be 37252010
SAMP-B RAW 10/5/2009
SAMPC RAW 10/5/2009
SAMP-D RAW 10/5/2009
SAMP-E RAW 10/5/2009
SAMPFRAW 10/5/2009
SAMPG RAW 10/5/2009
SAMPH RAW 10/572009
SAMPRAW 10/572009
SAMP RAW 10/52009
SAMPKRAW 10/5/2009
SAMPLRAW 10/572009
£ L
=
+
2e EditPesks
M PaintPesks
M EditProfiles
SE  EditBG-Points
o8
| N
a3
G Ater Wan
ravais Lattic » &«
P Help Topic
DB M Two-Theta (deg)
| List Al (53 Fies) n This Folder i@l

c. For additional information and methods to customize the appearance, see the Help Topics
(F1) under “Jade’s User Interface>Customize Main Form”
5.) Learning the toolbars:
a. Toolbars change based upon the active tab, the software function automatically runs when
you click on top of one of the tabs
® Scans (1) | %+ Peaks (6)° | Lines (0) I“ Phases (6) | & Hits (0) Ilf Profiles (0) I & Recent Files (8)‘

b. Left click on “see tooltips” to reveal information about each button

® -
4 £
s 5
- (4
>
‘}e“ g 8 g
Q@ -1 | =
. S ‘?“b o M ®
500 &é\ > 3 2 . &
Rl ° o 8 H T
25100) ¥ S ik I F] =)
@$/ « & z s £ 3 @
\0‘\ o> _\o°\ E = ] = ;Z“ E]
& & & = E 2 2 =
ISEY . & § 8 z & 2 [
& @ N e 2 e 3 a S
& g & 5 ¥ (110) s 5 & g
5 o S NIRRTV S S 2 = = =
& & \/ AR o = 5 T = £ (&)
£ @ ‘&o\\ & ¢ e o8 2 S € /B gl
O i ,5555’ RSN = I ‘%\v/l\_g
& & @ B -l x 3.~ S,
A & PSP . . == o g T L ‘
& & & 200,§° 'é,bé‘ & o o5 25 30 £ S 3 54 O s
@ S & & LS @ Two-Theta (de s o 5 o 3 =
& ° & & oo SR (deg) T E & S ] [ }
i N ] DA A B i T T f i
> see tooltips eft-click here for toolbars, right-click for Start menu © OneCick Analysis | = [ 88 ][ 5 [ 1:2 weF || @ worc | [
5'” ® Scans (1) | e Peaks (6) | Lines (47) | 8% Phases (§) | @ Hits (0) | b Profies () | @ Recent Fies (@ | Scan Menu & Overlay

c. “left-click here for toolbars...” to reveal advance settings and all available toolbars

BrANNE & | Prfles.

02 a0 m om0 (B ) o ] ]

& Parsboic v | pseudoVogt v |[Rupt ~| v |[@] 8] » | WPF
@ Reosd | XIm | @ 8| /@

|| @ Scans () | 1+ Pesks (" | Lines 47) | € Phases() | & Hes (@ | b Proties(®) [ @ F

d. For additional information and methods to customize the appearance, see the Help Topics
(F1) under “Jade’s User Interface>Toolstrip and Toolbars”
6.) Applying a background (always in SQR scale):
a. Right click on “BC” to reveal background toolbar.

0 o: 02 [2][ 2 )[0z) (2 )[W)[@)] 86 X | [ & oneCick Analyss ] = [ £8.|

b. There are two reasons for applying a background: 1) to define where the peaks are for
Search/Match; 2) to define where the noise is for profile fitting
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c. To edit a background point, left click on top of one of the red background points to move

around, right click to delete point. Left click on an along red line to add a new point.

28.326" | 6420\,

7.) Setting up Seérch/ Match:
a. Choose “Phases” tab
b. The main areas to look at are the “Filters” drop down list and Database setup

J(Bte~ J{ &R

c. Filters: If you know the specific elements present or have a good suspension you can
improve the yield of returned matches by entering the chemistry information in the
search match window...by choosing the “Use Chemistry filter option pictured below:

£, PDF Retrievals by Chemistry, Unit Cell Data, Quality Mark, Strong Lines .. =%
4 ChemistryFilter... ftes v |( ||[ @ cremisty» |@ tcar 1: MDI-500 (500 8= oK
3 Single Phase S/M (® Element Legend (Click to Change Color) 2 Jore Bement Propertie B
1 Severely Oriented —_ (1])(3e) (W) Possble Bement (] Required Element () ) ) o) () (me)
| ] = A : 2| = e e e e =
| Exclude Similars oo 1 ||| @0 D0l 0 MReanA00E (g)s)(e)is)(a)u)
1] Exclude Duplicate 1000 m ||| EEJC)Cse ) (m ) () [ ) () o) ) 5 (o (20 )[(Ga ] (G ) (B ][ ] (3e ) ]
) — 1000 tf [ | (BJ(se) () (Cae ) (m ) (e ) (7o (Ra (R ) () [ A )Lca ) (] (0] 50 (7 ] 1 ][
;| @ Demote Unlikely 1000 a fI| Cos)(Ba) ¢ [m)(a) (W) (e ) (s ) (e ) () (n ) (g ) () (0 ) (i) (0 ) (e ) ()]
| Exclude "Unlikely" 1000 bt | ()[R (2a] () () () (P (sm ) () () () () () () (3] (0] (] | |
[} All Phases Likely 1.000 ol (1a])(m) (e (7 (P )( 0 ) (Hp | Pu | (Am ] ((cm (B ][ cx ][(Es | ) (EOOMIGGGERN]
@ Reset Parameters [Cremica Growo ~ Al Sctiomety ~| + 00 12 :
g

d. Make sure, if desired, that the appropriate database(s) are selected:
© MDI-500 (500)*

RDB-NIST-AIl (2812)* L\”“
RDB-Minerals (7947)
RDB-ICSD-Min (10,565)
RDB-Deleted (15,178) —
RDB-LPFS-Min (16,560)* @
RDB-Metallics (18,107)

RDB-Organics (30,731) Spa
RDB-ICSD-All (57,228) hP3;
RDB-Inorganics (67,381) mP2
RDB-LPFS-All (156,899)* 'Pgl
Enable Multiple Select :R-E

CSD-Subfiles (217,439)* oEbt
Mineral Subfiles (35,572) ]
Userfiles Only (500) l:
All Subfiles (285,320)

8.) PDF retrievals: similar to Chemistry filter in appearance and function. Found under
‘Database>Retrieve

© Database ~| {3 Derive = [} @ Cramay o
:

l Retrievals ... Ctrl+M ]
Mineral Groups
MDI-Minerals ... (Lo
CAS-# Lookup ...

Have Structures >
List PD3 Phases »

Create d-1% List ...
J-CSD Manager ...

Database Setup ...

18 0 =z E ¢ 8 68 K&
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